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General Methods 
 
All manipulations of moisture- and oxygen-sensitive materials were conducted using standard 
Schlenk technique under an argon atmosphere or in a dry-box under nitrogen atmosphere 
maintained at <5 ppm O2. The Schlenk line was equipped with a vacuum pump maintained 
between 0.2 and 0.01 mmHg for all evacuation and drying of air sensitive compounds. All 
glassware was cleaned by soaking in a base bath overnight, rinsing with water, then soaking in an 
acid bath (1 h), then water again and finally acetone, then dried in an oven kept at 160 °C overnight. 
Glass vials used for reactions were purchased from VWR (8 mL, 17 x 60 mm [O.D. x H), screw-
thread sample vials, PTFE-faced silicone septa), the caps were dried in a desiccator over night 
while the vials were dried in an oven at 160 °C for 24 h before transferring into the dry-box. 
Analytical thin layer chromatography (TLC) was performed on E. Merck pre-coated (0.25 mm) 
silica gel 60 F254 plates. Visualization was accomplished with UV light (254 nm) and/or an 
aqueous alkaline KMnO4 solution. Flash column chromatography was carried out on silica gel 40 
(Scientific Adsorbents Incorporated, Microns Flash). Gas chromatographic analysis of reaction 
mixtures was done on the HP 5890 series II GC equipped with HP-5MS ( Crosslinked 5% PH ME 
Silicone) methyl phenyl silicone column (30 m, 0.32 mm I.D, 0.25 µm) and hydrogen as carrier 
gas with FID-detector at 250 °C. GC-MSD analysis was performed on a 6850 GC-5975 MSD 
equipped with an EI-ionizer. High resolution mass spectra were obtained with a Bruker MicrOTOF 
(ESI) equipped with an Agilent 1200 LC. Enantiomeric ratio of chiral compounds were determined 
by chiral gas chromatrographic analyses which were performed on an Agilent 7850 A equipped 
with a cyclosil-B column, hydrogen carrier gas, using an FID detector at 250°C or HPLC analysis 
on Agilent 1260 Infinity II using Chiracel OD-H and IC columns with hexane/isopropanol as 
solvents where baseline separation was observed. 
Proton, carbon, fluorine, and phosphorous nuclear magnetic resonance spectra (1H, 13C, 19F and 
31P NMR) were recorded on a Bruker Avance III HD Ascend 600 MHz or 400 MHz. Solvent 
resonance was used as internal standard (1H NMR, CDCl3 at 7.26 ppm, C6D6 at 7.16 ppm, 13C 
NMR, CDCl3 at 77.16 ppm, C6D6 at 128.06 ppm). NMR data are reported as follows: chemical 
shift, multiplicity (s = singlet, d= double, t = triplet, q = quartet, quin = quintet, sept = septet, m = 
multiplet, dd = doublet of doublet, dt = doublet of triplet, dq = doublet of quartet), coupling 
constants (Hz), and integration. Optical rotations were recorded on a Perkin-Elmer Model 241 
polarimeter at the Sodium D line in chloroform (c = g/100mL).  
Methylene chloride was distilled over CaH2 and stored in the dry-box over activated 4Å molecular 
sieves or used for reactions out of the box when freshly distilled. Et2O, THF, and toluene were 
distilled following reported procedures. All other solvents used were distilled and stored over 
molecular sieves for prolonged used in the dry-box. All the commercially available alkenyl 
derivatives was purchased from Aldrich or Alfa Aesar and used as received unless otherwise noted. 
Alkyl acrylates were purified as follows; commercial samples were washed repeatedly with NaOH 
(aq) until free from inhibitors, then washed with distil water, dried over CaCl2 and fractionally 
distilled under reduced pressure, purged with argon and stored below °C in the dark. Activated 
zinc dust was prepared by washing with dilute aqueous HCl (1 – 2 N), washing with distil water 
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several times, and finally with copious amounts of acetone and the resulting solid transferred into 
a Schlenk flask and all volatiles removed under vacuum. The solid was further dried under vacuum 
at ca. 90 °C for at least 12 h, then allowed to cool to ambient temperature and transferred into the 
dry-box. Zinc dust for reactions were prepared by taking chunks of activated zinc and making a 
powder using a mortar and pistil inside the box. Sodium tetrakis[3,5 
bis(trifluoromethyl)phenyl]borate (NaBARF) were prepared using reported procedure.1  All 1,3-
enynes were prepared from the reported procedure in the literature.2-4 Phosphinooxazolines ligands 
were prepared according to the literature procedure.5, 6 
 
General procedures for synthesis of 1, 3-Enynes  
 

 
 
Literature procedure was used for the preparation of enyne: A 150 mL two-necked round-bottom 
equipped with a magnetic stir bar was charged with CuI (0.04 equiv), Pd(PPh3)4 (0.02 equiv), and 
diethylamine (1.4 M, freshly distilled over KOH) at 0 °C under argon. To this mixture was added 
the corresponding alkyne (1.0 equiv) and then 1-bromo alkene (1.2 – 1.3 equiv) which were added 
dropwise and the resulting suspension stirred at room temperature for 5-7 h. The reaction mixture 
was then poured into water and extracted with Et2O the organic layers were washed with 2 M HCl, 
dried over Na2SO4 and concentrated under reduced pressure (bath temperature kept 15 °C). After 
the solvent was evaporated, the crude product was purified by column chromatography (pentane 
100%) to afford enyne (1) as a colorless liquid. 
 
(a) Procedures for synthesize 1, 3-Enyne (8a) 
  

 
 
Literature procedure was used for the preparation of enyne: A 150 mL two-necked round-bottom 
equipped with a magnetic stir bar was charged with CuI (264 mg, 1.38 mmol, 0.05 equiv), 
Pd(PPh3)4 (801 mg, 0.69 mmol, 0.025 equiv), and diethylamine (1.4 M, freshly distilled over 
KOH) at 0 °C under argon. To this mixture was added the corresponding ethynylcyclohexane (3.0 
g, 27.73 mmol, 1.0 equiv) and then (E)-1-bromoprop-1-ene (4.0 g, 33.28 mmol, 1.2 equiv) which 
were added dropwise and the resulting suspension stirred at room temperature for 5 h. The reaction 
mixture was then poured into water and extracted with Et2O the organic layers were washed with 
2 M HCl, dried over Na2SO4 and concentrated under reduced pressure (bath temperature kept 15 
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°C). After the solvent was evaporated, the crude product was purified by column chromatography 
(pentane 100%) to afford enyne (8a) as a colorless liquid (3.74 g, 91% yield). 
 
General Procedures for Synthesis of Co(II) Complexes 7,8 

  
All cobalt(II) complexes were prepared following literature procedures with the following 
modifications: In the dry-box, anhydrous CoX2 (0.95 eq) was dissolved in dry distilled THF. In 
another flask, the ligand (1.0 eq) was dissolved in dry distilled THF and added slowly to a stirring 
solution of the CoX2. After the addition, the resultant mixture was stirred overnight (18 - 24 h) 
under argon after which the complex may be precipitated. Stirring was stopped and hexanes added 
to the mixture, shaken thoroughly and allowed to sit for ~ 10 min. The supernatant was decanted 
and the resultant precipitate washed with ether until the supernatant was almost colorless. Solvent 
was stripped and the solid dried under high vacuum (~0.1 mm Hg) for 12 to 24 h to afford desired 
complex. 
 
Typical procedure for synthesis of (L8)CoBr2.  
 
In a dry-box, a 100-mL Schlenk flask was charged with anhydrous CoBr2 (496 mg, 2.27 mmol, 
0.95 equiv.), THF (15 mL), and a magnetic stirrer bar. The resulting mixture was stirred until all 
the CoBr2 dissolved to afford a homogenous solution. A 20-mL vial was charged with L8 (1.0 g, 
2.38 mmol, 1.0 equiv.), a magnetic stirrer bar, and THF (10 mL). The resultant mixture was stirred 
until most of the L8 dissolved, stirring was stopped and the vial allowed to sit for ca. 5 min to 
allow undissolved L8 to settle. A glass pipette was used to transfer the L8 solution to the solution 
of CoBr2 while stirring in the Schlenk flask. More THF (ca. 5 mL) was added to the vial to dissolve 
the remaining solids and transferred to the Schlenk flask. The resultant mixture was stirred at rt in 
the dry-box overnight (ca. 18 h), stirring was stopped, and hexanes (ca. 25 mL) was added to the 
mixture and stirred for 5 min resulting in precipitation of the complex. The mixture was allowed 
to sit for ca. 5 minute and the supernatant decanted to afford a sea green mixture which was washed 
with ether (2 x 20 mL) and dried in vacuum (ca. 0.1 mmHg) to afford a sea green solid which was 
made into a fine powder and further dried to remove any residual THF in high vacuum (0.1 mm 
Hg, 12 h) to afford a complex as a fine green powder (1.30g, 90% yield).  
Complexes of the following ligands were prepared by the procedure described above and used as 
such without further purification. dppm, dppe, dppb, dpppent, dppf, L1 to L9.   
A sample of (L8)CoBr2 was recrystallized from ether-THF (80:20) for X-ray crystallography. 
Crystallographic Information File is included with this Supplementary Material and also deposited 
at CCDC (#1860755). 
 
Procedure for optimization of Co-catalyzed [2+2] cycloaddition reaction of 4-octyne with 
acrylate (procedure A) 
 In a N2-filled glove box, an 8- mL vial equipped with a septum screw cap was charged with a 
magnetic stirrer bar, [L]CoBr2 (0.03 mmol, 0.1 equiv.), activated zinc-dust (0.3 mmol, 1 equiv.) 
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NaBARF (0.06 mmol, 0.2 equiv.) and solvent (0.3 M). The vial was capped and while stirring the 
mixture, acrylate (0.45 mmol, 1.5 equiv.) was added neat using microliter syringe via the septum, 
followed by 4-octyne (0.3 mmol, 1.0 equiv.) The mixture was stirred at rt unless otherwise noted. 
The reaction was monitored by taking an aliquot using a glass pipette, diluting with a ether and 
filtered through a pad of silica in a glass pipette eluting with ether and analyzed via GC-FID. Upon 
completion of the reaction (20-30h), the vial was taken out of the box and quenched with ether (5 
mL). The resulting mixture was filtered over a short pad of silica (preferably using a fritted glass 
funnel, I.D = 1 inch, height of silica pad ~1.5 inch) eluting ether and concentrated using rotary 
evaporator, then purified via column chromatography eluting with hexane/ethyl acetate (97:3) to 
afford the tittle compound 6 as colorless oil.  
 
Procedure for Norephe-PhoxCoBr2 ([L9]CoBr2) -catalyzed Enantioselective [2+2] cycloaddition 
reaction of 4-octyne with 2,2,2-trifluoroethyl acrylate (procedure B) 
 In a N2-filled glove box, an 8- mL vial equipped with a septum screw cap was charged with a 
magnetic stirrer bar, [L9]CoBr2 (20 mg, 0.03 mmol, 0.1 equiv.), activated zinc-dust (20 mg, 0.3 
mmol, 1 equiv.) NaBARF (54 mg, 0.06 mmol, 0.2 equiv.) and Toluene (0.3 M). The vial was 
capped and while stirring the mixture, 2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol, 1.5 equiv.) 
was added neat using microliter syringe via the septum, followed by 4-octyne (33 mg, 0.3 mmol, 
1.0 equiv.) The mixture was stirred at rt and monitored by taking an aliquot using a glass pipette, 
diluting with a ether and filtered through a pad of silica in a glass pipette eluting with ether and 
analyzed via GC-FID. Upon completion of the reaction (20 h), the vial was taken out of the box, 
exposed to air and quenched with ether (5 mL) and the resulting mixture filtered over a short pad 
of silica (preferably using a fritted glass funnel, I.D = 1 inch, height of silica pad ~1.5 inch) eluting 
ether and concentrated using rotary evaporator, then purified via column chromatography eluting 
with hexane/ethyl acetate (97:3) to afford the tittle compound 6b as colorless oil (77 mg, 97% 
yield).  
 
Stability of Catalytic System.  Several experiments were conducted to probe the robustness of 
the catalytic system.  The standard procedure is to prepare the catalyst inside the drybox (mostly 
because of the hygroscopic nature of NaBARF, and for the convenience of doing multiple 
reactions).  The reagents can be added inside the drybox.  However, once the catalyst is generated, 
it can also be brought outside the drybox and the remaining operations carried out under standard 
Schlenk techniques with no loss of yield (usually >95%) or selectivity.  If the catalyst is kept 
outside (Schlenk flask with rubber stopper), varying degrees of conversions are noted depending 
on the nature of the septa and the length of storage.  If no Schlenk line technique is employed there 
is very little reaction. 
 
Procedure for Norephe-PhoxCoBr2 ([L9]CoBr2) -catalyzed Enantioselective [2+2] cycloaddition 
reaction of 4-octyne with methyl acrylate (procedure C) 
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 In a N2-filled glove box, an 8- mL vial equipped with a septum screw cap was charged with a 
magnetic stirrer bar, [L9]CoBr2 (20 mg, 0.03 mmol, 0.1 equiv.), activated zinc-dust (20 mg, 0.3 
mmol, 1 equiv.) NaBARF (54 mg, 0.06 mmol, 0.2 equiv.) and Toluene (0.3 M). The vial was 
capped and while stirring the mixture, methyl acrylate (39 mg, 0.45 mmol, 1.5 equiv.) was added 
neat using microliter syringe via the septum, followed by 4-octyne (33 mg, 0.3 mmol, 1.0 equiv.) 
The reaction vial was taken out and stirred at 40 oC for 24h. Upon reaction completion, the mixture 
was diluted with a ether and filtered through a pad of silica eluting with ether and concentrated 
using rotary evaporator, then purified via column chromatography eluting with hexane/ethyl 
acetate (97:3) to afford the tittle compound 6a as colorless oil (54 mg, 92% yield). 
General procedures for Co-catalyzed [2+2] cycloaddition reaction of 1,3-enyne (8) with alkenyl 
derivatives (5) (procedure D) 
An 8- mL vial equipped with a septum screw cap was charged with a magnetic stirrer bar, [LCoBr2] 
(0.01 mmol, 0.05 equiv.), activated zinc-dust (0.1 mmol, 0.5 equiv.) NaBARF (0.02 mmol, 0.1 
equiv.) and CH2Cl2 (0.2 - 0.25 M). The vial was capped and while stirring the mixture, 1,3-enyne 
(0.20 mmol, 1 equiv.) was added neat using microliter syringe via the septum, followed by alkenyl 
derivative ( 0.22 – 0.30  mmol, 1.1-1.5 equiv.). The mixture was stirred at rt and monitored by 
taking an aliquot using a glass pipette, diluting with a ether and filtered through a pad of silica in 
a glass pipette eluting with ether and analyzed via GC-FID. Upon completion of the reaction (4h -
24h), the vial was taken out of the box, exposed to air and quenched with ether (5 mL) and the 
resulting mixture filtered over a short pad of silica (preferably using a fritted glass funnel, I.D = 1 
inch, height of silica pad ~1.5 inch) eluting ether and concentrated using rotary evaporator, then 
purified via column chromatography eluting with hexane/ethyl acetate (0 to 20 %) to afford the 
tittle compounds.  
General procedures for [L1]CoBr2 catalyzed [2+2] cycloaddition reaction of 1,3-enyne 8a with 
methyl acrylate (5a) (procedure E) 
An 8- mL vial equipped with a septum screw cap was charged with a magnetic stirrer bar, 
[L1]CoBr2 (0.01 mmol, 0.05 equiv.), activated zinc-dust (0.1 mmol, 0.5 equiv.) NaBARF (0.02 
mmol, 0.1 equiv.) and CH2Cl2 (0.2 M). The vial was capped and while stirring the mixture, 1,3-
enyne (8a)  (29.6 mg, 0.20 mmol, 1 equiv.) was added neat using microliter syringe via the septum, 
followed by methyl acrylate (5a) (25.8 mg, 0.30 mmol, 1.5 equiv.). The mixture was stirred at rt 
and monitored by taking an aliquot using a glass pipette, diluting with a ether and filtered through 
a pad of silica in a glass pipette eluting with ether and analyzed via GC-FID. Upon completion of 
the reaction (15h), the vial was taken out of the box, exposed to air and quenched with ether (5 
mL) and the resulting mixture filtered over a short pad of silica (preferably using a fritted glass 
funnel, I.D = 1 inch, height of silica pad ~1.5 inch) eluting ether and concentrated using rotary 
evaporator, then purified via column chromatography eluting with hexane/ethyl acetate (97:3) to 
afford the tittle compound as a colorless oil (45 mg, 96% yield). 
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Procedure for (L8)CoBr2-catalyzed Enantioselective [2+2] cycloaddition reaction of 1,3-enyne 
(1a)  with methyl acrylate (procedure F) 
 An 8- mL vial equipped with a septum screw cap was charged with a magnetic stirrer bar, 
(L8)CoBr2 (6.4 mg, 0.01 mmol, 0.05 equiv.), activated zinc-dust (6.5 mg, 0.1 mmol, 0.5 equiv.) 
NaBARF (18 mg, 0.02 mmol, 0.1 equiv.) and Toluene (0.2 M). The vial was capped and while 
stirring the mixture, 1,3-enyne (8a) (29.6 mg, 0.20 mmol, 1.0 equiv.) was added neat using 
microliter syringe via the septum, followed by methyl acrylate (5a) (25.8 mg, 0.30  mmol, 1.5 
equiv.). The mixture was stirred at rt and monitored by taking an aliquot using a glass pipette, 
diluting with a ether and filtered through a pad of silica in a glass pipette eluting with ether and 
analyzed via GC-FID. Upon completion of the reaction (24 h), the vial was taken out of the box, 
exposed to air and quenched with ether (5 mL) and the resulting mixture filtered over a short pad 
of silica (preferably using a fritted glass funnel, I.D = 1 inch, height of silica pad ~1.5 inch) eluting 
ether and concentrated using rotary evaporator, then purified via column chromatography eluting 
with hexane/ethyl acetate (97:3) to afford the tittle compound 9a as colorless oil (44 mg, 94% 
yield).  
Preparative scale experiments 
Procedure for Norephe-PhoxCoBr2 ([L9]CoBr2) -catalyzed Enantioselective [2+2] cycloaddition 
reaction of diphenyl acetylene (4h) with vinylboronic acid pinacolate(5h)  
 In a N2-filled glove box, a 100-mL oven dried round bottom flask was charged with a magnetic 
stirrer bar, [L9]CoBr2 (182 mg, 0.28 mmol, 0.05 equiv.), activated zinc-dust (182 mg, 2.8 mmol, 
0.5 equiv.) NaBARF (496 mg, 0.56 mmol, 0.1 equiv.) and Toluene (0.5M). The flask was capped 
with rubber septum and while stirring the mixture, vinylboronic acid pinacol ester (1.29 g, 8.41 
mmol , 1.5 equiv.) was added neat using syringe via the septum, followed by diphenylacetylene (1 
g, 5.61 mmol, 1.0 equiv.) The mixture was stirred at rt and monitored by taking an aliquot using a 
glass pipette, diluting with a ether and filtered through a pad of silica in a glass pipette eluting with 
ether and analyzed via GC-FID or TLC analysis. Upon completion of the reaction (24 h), the flask 
was taken out of the box, diluted with ether (25 mL) and the resulting mixture filtered over a short 
pad of silica (preferably using a fritted glass funnel, I.D = 1 inch, height of silica pad ~1.5 inch) 
eluting ether and concentrated using rotary evaporator, then purified column chromatography 
(hexane/ethyl acetate = 96:4) afforded title compound 6h (1.71 g, 92% yield)   
 
Procedure for large- scale reaction by using (L8)CoBr2 for Enantioselective [2+2] cycloaddition 
reaction of 1,3-enyne (1a)  with methyl acrylate 
In the dry-box, a 100-mL oven dried round bottom flask was charged with a magnetic stirrer bar, 
(L8)CoBr2 (216 mg, 0.34 mmol, 0.05 equiv.), activated zinc-dust (220 mg, 3.38 mmol, 0.5 equiv.) 
NaBARF (603 mg, 0.68 mmol, 0.1 equiv.) and Toluene (17 mL, 0.4 M). The flask was capped 
with rubber septum and while stirring the mixture, 1,3-enyne 8a (1.0 g, 6.75 mmol, 1.0 equiv.) 
was added neat using  syringe via the septum, followed by methyl acrylate 5a (871 mg, 10.12 
mmol, 1.5 equiv.). The mixture was stirred at rt for 48h , the flask was taken out of the box, exposed 
to air and quenched with ether (25 mL) and the resulting mixture filtered over a short pad of silica 
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(preferably using a fritted glass funnel, I.D = 1 inch, height of silica pad ~1.5 inch) eluting ether 
and concentrated using rotary evaporator, then purified via column chromatography eluting with 
hexane/ethyl acetate (97:3) to afford the tittle compound 9a as colorless oil (1.3 g, 82% yield). 
 
General procedures for [dpppCoBr2] catalyzed ene-reaction of 1,3-enyne (8a) with allyl 
derivatives. (procedure G) 
An 8- mL vial equipped with a septum screw cap was charged with a magnetic stirrer bar, 
[dpppCoBr2] (0.01 mmol, 0.05 equiv.), activated zinc-dust (0.1 mmol, 0.5 equiv.) NaBARF (0.02 
mmol, 0.1 equiv.) and CH2Cl2 (0.2 M). The vial was capped and while stirring the mixture, 1,3-
enyne 1a (0.20 mmol, 1 equiv.) was added neat using microliter syringe via the septum, followed 
by allyl derivative (0.22 mmol, 1.1 equiv.). The mixture was stirred at rt and monitored by taking 
an aliquot using a glass pipette, diluting with a ether and filtered through a pad of silica in a glass 
pipette eluting with ether and analyzed via GC-FID. Upon completion of the reaction (12h- 24h), 
the vial was taken out of the box, exposed to air and quenched with ether (5 mL) and the resulting 
mixture filtered over a short pad of silica (preferably using a fritted glass funnel, I.D = 1 inch, 
height of silica pad ~1.5 inch) eluting ether and concentrated using rotary evaporator, then purified 
via column chromatography eluting with hexane/ethyl acetate (5% to 20 %) to afford the tittle 
compounds. 
 
Procedure to synthesize of (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2- ene-1- 
carboxylic acid (9a-COOH)9 

 

 
A 25 mL two-necked round-bottom equipped with a magnetic stir bar was charged with 9a (250 
mg, 1.07 mmol, 1.0 equiv) and MeOH (16 mL). To this mixture 3 M NaOH (214 mg, 5.35 mmol, 
5.0 equiv.) was added at 0 oC. The reaction mixture was stirred at rt until complete conversion of 
the starting material as observed from TLC analysis. 1 M HCl was added to acidify the reaction 
mixture and the resulting solution was extracted with ethyl acetate. The combined organic layers 
were washed with brine and dried over Na2SO4 and concentrated under reduced pressure. After 
the solvent was evaporated, the crude product was purified by column chromatography 
(Hexane/Ethyl acetate 2:1) to afford acid (9a-COOH) as a colorless oil (210 mg, 89%). 
 
Procedure to synthesize 1,6-dibromonaphthalen-2-yl (S,E)-3-cyclohexyl -2- (prop-1-en-1-
yl)cyclobut-2-ene-1-carboxylate (9a-Napthoate) 9 
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A 25 mL oven dried two-necked round-bottom flask equipped with a magnetic stir bar was charged 
with 9a-COOH (200 mg, 0.90 mmol, 1.0 equiv) and DCM (20 mL), under argon 1,6-
dibromonaphthalen-2-ol (411 mg, 1.36 mmol, 1.5 equiv), HATU (376 mg, 0.99 mmol, 1.1 equiv) 
and 4-(dimethylamino)pyridine (22 mg, 0.18 mmol, 0.2 equiv,) was added at 0 oC and the reaction 
mixture was stirred at rt for 12 h. The crude mixture was subjected to silica gel column 
chromatograhy (hexane/ethyl acetate = 6:1) to afford 9a-naphthoate as a pale yellow solid. (95 
mg, 21%). 
 
Procedures to synthesize (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-ol (9h-OH) 
 

 
An 20 mL vial equipped with a magnetic stirrer bar was charged with compound (9h) (150 mg, 
0.50 mmol, 1.0 equiv) in THF(0.1 M) was cooled to 0 °C and 4 M sodium hydroxide solution (200 
mg, 5.0 mmol,10 equiv) was added dropwise followed by the addition of 30% aq solution of 
hydrogen peroxide (10.0 mmol, 20 equiv) dropwise. The reaction was allow to warm up to room 
temperature and stir for 1 hour. The solution was dilute with ether and the aqueous phase separated. 
The aqueous phase was extract with ether (3X 10 mL), dried over Na2SO4 and dried in vacuo to 
obtain the crude product. The crude mixture was purified by flash chromatography (hexane/ethyl 
acetate = 9:1) to to obtain the (S,E)-3-cyclohexyl- 2-(prop-1-en-1-yl)cyclobut-2-en-1-ol (9h-OH) 
as a clear oil. (75 mg, 78 %). 
 
Procedure to synthesize of (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl acetate 
 

 
 
To a solution of (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-ol (9h-OH)(40 mg, 0.21 
mmol, 1 equiv ) and DMAP (5.1 mg, 0.042mmol, 0.2 equiv) in 5 mL anhydrous DCM, was added 
triethylamine (32 mg, 0.32 mmol, 1.5 equiv) and the resulting solution was stir at 0 °C for 5 min 
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and slowly added acetic anhydride (25.7 mg, 0.25 mmol) and the reaction mixture was stirred at 
room temperature for 1 h. After completion of reaction, the resulting solution was quench with 
aqueous NaHCO3 solution (10 mL) .The reaction mixture was extract with DCM (3X 10 mL) and 
dried over anhydrous MgSO4. After the solvent was evaporated, the crude product was purified by 
column chromatography (hexane/ethyl acetate = 94:6) to give S,E)-3-cyclohexyl-2-(prop-1-en-1-
yl)cyclobut-2-en-1-yl acetate (9h-OAc) as a colorless oil (32 mg, 65 % yield). 
 
  

 
S10



 

 
 

 

Procedure for chemoselective ozonolysis the synthesis of methyl (S)-3-cyclohexyl-2-
formylcyclobut-2-ene-1-carboxylate (12a) 10 

 

 
 
12a was prepared by using literature method10 where 9a (0.4 mmol, 94 mg) and dry pyridine (1.2 
mmol) were dissolved in dry CH2Cl2 (15 mL) in a flame-dried flask under N2. The solution was 
cooled to -78 °C, at which point a stream of O3/O2 was introduced through a disposable pipet 
for a period of 30 seconds. Once complete, the reaction was purged with O2 and then N2. The 
crude reaction mixture was diluted with CH2Cl2 (10 ml) and sat. aq. NaHCO3 (15 ml). The 
aqueous layer was extracted (3 x 5 mL) with CH2Cl2 and the combined organic layers were dried 
over Na2SO4 and filtered through a cotton plug. The residue obtained upon concentration was 
purified via flash chromatography with ethyl acetate/hexanes (96:4) to furnish the aldehyde 12a 
(66 mg, 74 % yield) as a colorless oil. 
 
 
Procedure for diastereo-selective hydrogenation for the synthesis of 2-((1S,2S,3R)-2,3-
diphenylcyclobutyl)-4,4,5,5-tetramethyl-1,3,2-dioxaborolane (15h)  

 
 

 
 
 
 
The solution of 6h (100mg, 0.3 mmol, 1 equiv.) and Pd/C (10% by weight) (0.015 mmol, 0.05 
equiv) in EtOH (3mL) in 25 mL Schlenk flask was degassed by freeze-pump thaw method for 
three times. The resulting mixture was the stirred overnight under balloon pressure of hydrogen 
gas (H2). Upon completion of reaction, the mixture was filtered on pad of celite. The residue 
obtained upon concentration was purified via flash chromatography with ethyl acetate/hexanes 
(97:3) to furnish 15h as a white solid (96.5 mg, 96 % yield, dr > 98:2 ee > 95%).   
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Supporting Information Figure 
 

Figure S1.  Complete set of ligands examined for the [2+2]-cycloaddition. 
 

 
 

 
 

 
 

 
S12



 

 
 

 

Supporting Information Tables 
(For table S1-S7; yields are based on GC-FID analysis and confirmed by NMR in some cases, 
for structure of ligands see the figure S1) 
 

 
Table S1. Optimization of Co-Catalyzed [2+2] Cycloaddition of Alkyne and Acrylates 

 

 
 

Entry Ligand Sol Temp (T oC) Time GC-FID/CSP-GC Analysis 

R= Me Conv. 

(%) 

6a 

(%) 

7a 

(%) 

ee of 6a 

(%) 

1 dppe CH2Cl2 rt 24h 35 0 10 - 

2 dppp CH2Cl2 rt 24h 45 36 15 racemic 

3 dppf CH2Cl2 rt 24h 20 10 - - 

4 dppf CH2Cl2 50 24h 40 35 - racemic 

5 DPEPhos CH2Cl2 rt 24h 10 5 2 - 

6 L1 CH2Cl2 rt 24h 15 5 - - 

7 S-BINAP CH2Cl2 rt 30h 100 73 23 84 

8 S,S-BDPP CH2Cl2 rt 30h 100 74 22 16 

9 S-BINAP Toluene rt 30h 100 70 25 90 

10 S,S-BDPH Toluene rt 30h 20 15 - nd 

11 S-Segphos Toluene rt 30h 10 6 - 97 

12 L2 Toluene rt 30h 55 25 28 nd 

13 L8 DCE rt 30h 92 80 - 88 
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14 L8 Toluene rt 30h 95 87 - 90 

15 L8 Toluene 40 24h 100 88 - 86 

16 L9 Toluene 40 24h 100 92  - 91 

R= CH2CF3 6b 7b ee of 6b 

17 L8 DCE 40 15h 100 85 - 77 

18 L8 DCE rt 20h 100 86 - 82 

19 L8 Toluene 40 15h 100 96 - 79 

20 a L8 Toluene rt 20h 100 97 - 84 

21a rac-L8 Toluene rt 20h 100 98  - racemic 

22 a L9 Toluene rt 20h 100 97 - 88 

23 L8 Hexanes rt 20h 100 95 - 86 

24 L10 Hexanes rt 24h 50 50 - 84 

25 L11 Hexanes rt 24h 5 5 - 60 

25 L12 Hexanes rt 24h 15 15 - 60 

See the general procedure A for experimental details. a 5 mol% catalyst loading also gave 
comparable results with longer reaction time of 24h 
 
Table S2. Optimization of Co-Catalyzed [2+2] Cycloaddition of Enyne and Acrylates 
 

 
 

Entry Ligand Time Conv. 9a (%) 10a (%) 11a (%) ee of 9a(%) 

1 dppm 24h 5 2 - - - 

2 dppe 24h 35 9 2 23 - 

3 dppp 6h 100 78 3 19 - 

4 dppb 24h 3 2 - - - 
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4 dpppent 24h 0 - - - - 

5 bisbi 24h 25 - - - - 

6 dppbz 24h 25 - - - - 

7 DPEPhos 24h 45 45 - - - 

8 XantPhos 24h 5 <5 - -  

9 iPrPDI 24h 4 0 - - - 

10 L1 18h 100 92 4 - racemic 

11 (R,R)-Ph-BPE 24h 5 0 0 0 - 

12 S,S -

CHIIRAPHOS 

24h 5 0 0 0 - 

13 S,S -BDPP 24h 100 80 3 13 52 

14 S,S -BDPH 24h 100 80 5 10 56 

15 S,S –DIOP 24h 32 27 0 0 60 

16 Josiphos-1 24h 50 40 0 2 64 

17 Josiphos-2 24h 0 0 0 0 - 

18 (L13a)Walphos-

1 

24h 16 5 0 0 nd 

19 (L13b)Walphos-

2 

24h 6 3 0 0 nd 

20 S-BINAP 24h 100 80 0 16 18 

21 S-H8-BINAP 24h 100 71 7 20 18 

22 S-Segphos 24h 30 27 0 0 52 

23 S-DTBM-

Segphos 

24h 5 <2 0 0 nd 

24 S-Vanolphos 24h 5 1 1 0 nd 

25 L2 18h 100 97 2 0 62 

26 L3 18h 100 93 2 0 54 

27 L4 18h 100 94 4 0 80 

28 L5 18h 100 95 2 0 50 

29 L6 18h 100 92 0 0 2 
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30 ent-L7 18h 100 82 17 0 10 

31 L8 18h 100 95 3 0 82 

32 L14a 24h 5 0 0 0 - 

33 L14b 24h 0 0 0 0 - 

See the general procedure D for the experimental details.  
 

 
Table S3. Effect of Solvent on Co-Catalyzed [2+2] Cycloaddition of Enyne and Acrylates 

 
 

 
 

Entry Ligand Solvent Time Conv. 9a 

(%) 

10a 

(%) 

11a 

(%) 

ee of 

9a (%) 

1 L2 CH2Cl2 18h 100 97 2 0 62 

2 L2 THF 24h 0 0 0 0 - 

3 L2 MeCN 24h 0 0 0 0 - 

4 L2 EtOAc 24h 0 0 0 0 - 

5 L2 Toluene 24h 100 96 2 0 72 

6 L4 CH2Cl2 18h 100 94 4 0 80 

7 L4 Toluene 24h 100 92 3 0 88 

8 L8 CH2Cl2 18h 100 91 3 0 82 

9 L8 DCE 24h 100 92 3 0 90 

10 L8 Toluene 24h 100 91 3 0 94 

11 L9 Toluene 24h 100 86 9 0 90 
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12 L10 Toluene 24h 100 93 6 0 88 

13 L11 Toluene 24h 95 87 8 0 90 

14 L12 Toluene 24h 100 74 24 0 86 

See the general procedure D for the experimental details 
 
 
 

Table S4. Effect of activators and reducing agent on Co-Catalyzed [2+2] Cycloaddition of 
Enyne and Acrylates 

 

 
 
 
 

Entry Activator Reducing agent Conv. 

(%) 

9a 

(%) 

10a 

(%) 

1 NaBARF Zn 100 92 4 

2 NaBARF Mn 0 - - 

3 NaBARF Li3N 55 48 4 

4 NaBARF Bis-TMS-Py 0   

5 NaBARF Tetra-Me-Bis-TMS-Py 0   

6 InBr3 Zn 15 12 3 

7 AgSbF6 Zn <5 - - 

8 AgOTf Zn <5 - - 

9 ZnBr2 Zn 10 9 1 

The general procedure D is used with noted modification in catalytic system 
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Table S5. Control experiment on Co-Catalyzed [2+2] Cycloaddition of Enyne and Acrylate 
 

 
 

Entry Catalyst Activator Reducing 

agent 

Sol Time  Conv. 

(%) 

9a (%) 10a (%) 

1 (L1)CoBr2 NaBARF Zn CH2Cl2 15h 100 92 4 

2 dpppCoBr2 NaBARF Zn CH2Cl2 6h 100 78 3 

3 (L1)CoBr2 NaBARF none CH2Cl2 24h 0 0 0 

4 (L1)CoBr2 none Zn CH2Cl2 24h <5 <5 - 

5 (L1)CoBr2 NaBARF Zn THF 24h 0 0 0 

6 (L1)CoBr2 NaBARF Zn MeCN 24h 0 0 0 

7 (L1)CoBr2 NaBARF Zn EtOAc 24h 0 0 0 

8a dpppCoBr2  NaBARF Zn CH2Cl2 6h 23 16 2 

9 b  (dppp)3Co2Cl2  NaBARF none CH2Cl2 6h 15 11 1 

10 b (dppp)3Co2Cl2  none none CH2Cl2 24h 0 0 0 

The general procedure D is used with noted modification in catalytic system 
a additionally 2.5 mol% dppp was used. b 2.5 mol% catalyst loading (5 mol% w.r.t. cobalt) 

 

 

 

 

 

 
 
Table S6. Optimization of Co-Catalyzed [2+2] Cycloaddition of Aryl Alkyne and Acrylates 
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Entry Ligand (L) Temp  

(T oC) 

Time Conv. 6K 7K ee of 6k 

(%) 

1 dppp 45 2h 43 11 6 - 

2 dppf 45 24h 100 80 15 - 

3a dippp 45 24h 35 - - - 

4 dcypbz 45 24h 10 - - - 

5 L1 rt 48h <5 - - - 

6 L1 35 15h 25 5 - - 

7 R-BINAP 45 6h 40 11 10 nd 

8 (R)-p-tol-

BINAP 

45 15h 35 5 5 nd 

9 S-Segphos 45 15h 10 2 2 - 

10 a L2 45 24h 23 - - - 

11 L4 45 15h 100 65 - 70 

12 a L5 45 24h 30 - - - 

13 L8 45 18h 100 90 - 86 

14 L8 40 24h 100 95 - 87 

15 L8 rt 48h 70 69 - nd 

16 L9 45 18h 100 91 - 78 

17b L8 40 30h 100 92 - 89 

See the general procedure A for the experimental details. a major byproduct is homo-
trimerization of alkyne. bToluene was used as a solvent.  
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Table S7. Effect of Ligands and Concentration of MA on [2+2] Cycloaddition of Terminal 
Free Enyne and Acrylates 
 

 
Entry MA (equiv.) Ligand (L) time Conv. (%) 9ad (%) 13ad (%) 

1 2 dppm 12 0 - - 

2 2 dppe 12 5 5 - 

3 2 dppp 6 100 52 40 

4 2 dppb 12 0 - - 

5 2 dpppent 12 0 - - 

6 2 dppf 12 100 10 70 

7 2 L1 15 100 38 60 

8 3 L1 15 100 56 40 

See the general procedure D for the experimental details.Yields are based on enyne equivalent. 
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Table S8. Striking ligand effects in the coupling of enyne and allyl derivatives 
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ANALYTICAL DATA FOR KEY COMPOUNDS 

 
methyl (S)-2,3-dipropylcyclobut-2-ene-1-carboxylate (6a) 

 
Prepared from reaction of 4-octyne (33 mg, 0.30 mmol) and methyl acrylate (39 mg, 0.45 mmol) 
with optimized condition using Norephe-PHOXCoBr2, stirred for 24 h at 40 oC, followed by 
purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title compound 
(54 mg, 92% yield) as a colorless oil.; 1H NMR (600 MHz, C6D6): δ 3.42 (dd, J = 3.5, 0.5 Hz, 
1H), 3.38 (s, 3H), 2.60 (d, J = 12.4 Hz, 1H), 2.36-2.32 (m, 1H), 2.07-1.99 (m, 2H), 1.94-1.85 (m, 
2H), 1.48-1.38 (m, 2H), 1.33-1.29 (m, 2H)  0.85 (t, J = 7.4 Hz, 3H), 0.83 (t, J = 7.4 Hz, 3H); 13C 
NMR (150 MHz, C6D6): δ 173.8, 143.7, 139.7, 51.0, 43.4, 31.6, 30.4, 29.9, 20.9, 20.8, 14.2, 
14.1.; GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 5.99 min  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
9.33 min (51.8%) and 9.75 min (48.2%); Norephe-PHOXCoBr2 derived product: 9.29 min 
(4.6%) and 9.71 min (95.4%); major (S, 91 % ee);  
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C12H20O2, 219.1356; found 219.1356. 
[𝛼]$%& – 96.80 (c 1.75 CHCl3) from Norephe-PHOXCoBr2. 
2,2,2-trifluoroethyl (S)-2,3-dipropylcyclobut-2-ene-1-carboxylate (6b) 

 
Prepared from reaction of 4-octyne (33 mg, 0.30 mmol) and 2,2,2-trifluoroethyl acrylate (69 mg, 
0.45 mmol) with optimized condition using Norephe-PHOXCoBr2, stirred for 20 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title compound 
(77 mg, 97% yield) as a colorless oil.1H NMR (600 MHz, C6D6): δ  4.10-4.05 (m, 1H), 4.01-3.96 
(m, 1H), 3.32 (q, J = 1.7 Hz, 1H), 2.51 (dd, J = 12.6, 0.5 Hz, 1H), 2.26 (dd, J = 12.6, 4.5 Hz, 
1H), 1.98 (t, J = 7.4 Hz, 2H), 1.87-1.80 (m, 2H), 1.45-1.41 (m, 1H), 1.39-1.31 (m, 1H) 1.30-1.24 
(m, 2H), 0.84 (t, J = 7.4 Hz, 3H), 0.84 (t, J = 7.4 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 171.9, 
144.2, 139.1, 123.8 (q, J = 277.3 Hz), 59.8 (q, J = 36.1 Hz), 42.8, 31.4, 30.3, 29.7, 20.7, 20.6, 
14.1, 14.0; 19F NMR (565 MHz, C6D6): δ -73.86.    
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 5.63 min  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
7.29 min (51.4%) and 7.51 min (48.6%); Norephe-PHOXCoBr2 derived product: 7.28 min 
(5.8%) and 7.51 min (94.2%); major (S, 88 % ee); Absolute configuration assigned as (S) by 
analogy.  
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HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H19F3O2, 287.1229; found 287.1239. 
[𝛼]$%& – 31.72 (c 0.27 CHCl3) from Norephe-PHOXCoBr2. 
 
ethyl (S)-2,3-dipropylcyclobut-2-ene-1-carboxylate (6c) 

 
Prepared from reaction of 4-Octyne (33 mg, 0.30 mmol) and ethyl acrylate (45 mg, 0.45 mmol) 
with optimized condition using Norephe-PHOXCoBr2, stirred for 24 h at 40 oC, followed by 
purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title compound 
(56 mg, 89% yield) as a colorless oil.; 1H NMR (400 MHz, C6D6): δ 4.06-3.94 (m, 2H), 3.44 (dd, 
J = 2.9, 0.4 Hz, 1H), 2.64 (d, J = 12.5 Hz, 1H), 2.34 (dq, J = 8.3, 2.8 Hz, 1H), 2.06 (t, J = 7.3 Hz, 
2H), 1.91 (t, J = 6.5 Hz, 2H), 1.52-1.40 (m, 2H), 1.37-1.27 (m, 2H), 0.98 (t, J = 7.2 Hz, 3H), 0.87 
(t, J = 7.4 Hz, 3H), 0.83 (t, J = 7.3 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 173.4, 143.6, 139.8, 
60.0, 43.7, 31.6, 30.4, 29.9, 20.9, 20.8, 14.4, 14.3, 14.1. 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 6.49 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
12.35 min (51.5%) and 12.69 min (48.5%); Norephe-PHOXCoBr2 derived product: 12.30 min 
(4.7%) and 12.66 min (95.3%); major (S, 91 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H22O2, 233.1514; found 233.1505. 
[𝛼]$%& – 63.42 (c 1.67 CHCl3) from Norephe-PHOXCoBr2. 
 
tert-butyl (S)-2,3-dipropylcyclobut-2-ene-1-carboxylate (6d) 

 
Prepared from reaction of 4-octyne (33 mg, 0.30 mmol) and tert-butyl acrylate (58 mg, 0.45 
mmol) with optimized condition using Norephe-PHOXCoBr2, stirred for 24 h at 40 oC, followed 
by purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title 
compound (64 mg, 90% yield) as a colorless oil. 1H NMR (600 MHz, C6D6): δ 3.40 (dd, J = 2.8, 
1.6 Hz, 1H), 2.64 (d, J = 12.4 Hz, 1H), 2.23 (dd, J = 12.4, 2.5 Hz, 1H), 2.11-2.05 (m, 2H), 1.95-
1.88 (m, 2H) 1.54-1.46 (m, 2H), 1.40 (s, 9H), 1.36-1.31 (m, 2H), 0.89 (t, J = 7.4 Hz, 3H), 0.84 (t, 
J = 7.4 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 172.9, 143.4, 140.1, 79.3, 44.8, 31.5, 30.4, 29.9, 
28.2, 20.9, 20.8, 14.3, 14.1. 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 6.90 min.  
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CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
15.30 min (51.5%) and 15.60 min (48.5%); Norephe-PHOXCoBr2 derived product: 15.22 min 
(2.8%) and 12.54 min (97.2%); major (S, 94 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C15H26O2, 261.1825; found 261.1823. 
 
 
(S)-(2,3-dipropylcyclobut-2-en-1-yl)triethoxysilane (6e) 

 
Prepared from reaction of 4-Octyne (33 mg, 0.30 mmol) and vinyltriethoxysilane (63 mg, 0.33 
mmol) with optimized condition using 5 mol%  Norephe-PHOXCoBr2, stirred for 15 h at rt, 
followed by purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title 
compound (85 mg, 95% yield) as a colorless oil. 1H NMR (600 MHz, C6D6): δ 3.86 (q, J = 7.0 
Hz, 6H), 2.61 (dt, J = 12.5, 0.8 Hz, 1H), 2.52 (dt, J = 12.4, 3.0 Hz, 1H), 2.43-2.41 (m, 1H), 2.21 
(t, J = 7.6 Hz, 2H), 2.02 (t, J = 7.4 Hz, 2H), 1.68-1.63 (m, 1H) 1.66-1.58 (m, 1H), 1.44 (sext, J = 
7.3 Hz, 2H), 1.99 (t, J = 7.0 Hz, 9H), 0.97 (t, J = 7.4 Hz, 3H), 0.92 (t, J = 7.4 Hz, 3H); 13C NMR 
(150 MHz, C6D6): δ 141.5, 139.4, 58.6, 31.4, 30.8, 28.8, 26.5, 21.5, 21.2, 18.7, 14.4, 14.3. 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 7.54 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
18.49 min (51.5%) and 18.83 min (48.5%); Norephe-PHOXCoBr2 derived product: 18.37 min 
(1.5%) and 18.79 min (98.5%); major (S, 97 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H32SiO3, 323.2013; found 323.2008. 
 
(S)-(2,3-dipropylcyclobut-2-en-1-yl)trimethylsilane (6f) 

 
Prepared from reaction of 4-octyne (33 mg, 0.30 mmol) and vinyltrimethylsilane (33 mg, 0.33 
mmol) with optimized condition using 5 mol% Norephe-PHOXCoBr2, stirred for 15 h, followed 
by purification by column chromatography (hexane/ethyl acetate = 99:1) afforded title 
compound (56 mg, 89% yield) as a colorless oil.; 1H NMR (600 MHz, C6D6): δ 2.46-2.42 (m, 
1H), 2.16-2.09 (m, 3H), 2.03-1.99 (m, 2H), 1.91-1.86 (m, 1H), 1.51-1.37 (m, 4H), 0.92-0.89 (m, 
6H), 0.06 (s, 9H); 13C NMR (150 MHz, C6D6): δ 142.9, 138.4, 31.4, 30.8, 30.7, 29.0, 21.7, 21.2, 
14.4, 14.3, -2.6. 
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GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 5.37 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
15.66 min (68.1%) and 16.40 min (31.9%); Norephe-PHOXCoBr2 derived product: 15.63 min 
(2.5%) and 16.43 min (97.5%); major (S, 95 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H32SiO3, 233.1696; found 233.1693. 
[𝛼]$%& – 15.8 (c 1.80 CHCl3) from Norephe-PHOXCoBr2. 
 
(S)-2-(2,3-dipropylcyclobut-2-en-1-yl)-4,4,5,5-tetramethyl-1,3,2-dioxaborolane (6g) 

 
Prepared from reaction of 4-octyne (33 mg, 0.30 mmol) and vinylboronic acid pinacol ester (51 
mg, 0.33 mmol) with optimized condition using 5 mol%  Norephe-PHOXCoBr2, stirred for 12 h, 
at rt, followed by purification by column chromatography (hexane/ethyl acetate = 97:3) afforded 
title compound (68 mg, 86% yield) as a colorless oil.; 1H NMR (600 MHz, C6D6): δ 2.63 (d, J = 
12.3 Hz, 1H), 2.54-2.51 (m, 2H) 2.18 (t, J = 7.6 Hz, 2H), 2.02 (t, J = 7.3 Hz, 2H), 1.64-1.55 (m, 
2H), 1.44-1.37 (m, 2H), 1.06 (s, 6H), 1.06 (s, 6H), 0.96 (t, J = 7.4 Hz, 3H), 0.90 (t, J = 7.4 Hz, 
3H); 13C NMR (150 MHz, C6D6): δ 142.0, 140.1, 82.8, 31.3, 30.8, 29.7, 25.0, 24.9, 21.3, 21.2, 
14.4, 14.2. 
CSP-GC (cyclosil-B, 90 °C, 120 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
149.79 min (51.6%) and 155.65 min (48.5%); Norephe-PHOXCoBr2 derived product: 150.06 
min (1.3%) and 155.81 min (98.7%); major (S, 97 % ee); Absolute configuration assigned as (S) 
by analogy.  
.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H31BO2, 287.2156; found 287.2154. 
[𝛼]$%& – 26.94 (c 1.40 CHCl3) from Norephe-PHOXCoBr2. 
 
(S)-2-(2,3-diphenylcyclobut-2-en-1-yl)-4,4,5,5-tetramethyl-1,3,2-dioxaborolane (6h) 

 
Prepared from reaction of diphenylacetylene (53 mg, 0.30 mmol) and vinylboronic acid pinacol 
ester (51 mg, 0.33 mmol) with optimized condition using 5 mol% Norephe-PHOXCoBr2, stirred 
for 12 h, followed by purification by column chromatography (hexane/ethyl acetate = 96:4) 
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afforded title compound (95 mg, 95% yield) as a yellow thick oil.; 1H NMR (400 MHz, C6D6): δ 
7.83 (dd, J = 7.1, 1.3 Hz, 2H), 7.53 (dd, J = 7.1, 1.4 Hz, 2H), 7.18-7.14 (m, 2H), 7.10-6.99 (m, 
4H), 3.01 (dd, J = 12.9, 1.9 Hz, 1H), 2.88 (dd, J = 5.2, 1.8 Hz, 1H), 2.82 (dd, J = 12.9, 5.2 Hz, 
1H), 1.01 (s, 6H), 0.99 (s, 6H); 13C NMR (100 MHz, C6D6): δ 140.7, 139.0, 137.0, 128.6, 128.5, 
128.1, 127.7, 127.5, 126.8, 126.5, 83.2, 29.1, 24.8, 24.7. 
HPLC (Chiracel OD-H, 1% Isopropanol-hexanes, 0.5 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 7.52 min (51.8%) and 7.92 min (48.2%); Norephe-PHOXCoBr2 

derived product: 7.48 min (1.6%) and 7.88 min (98.4%); major (S, 97 % ee); Absolute 
configuration assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C22H25BO2, 355.1844; found 355.1836. 
[𝛼]$%& + 5.56 (c 0.85 CHCl3) from Norephe-PHOXCoBr2. 
. 
 
2,2,2-trifluoroethyl (S)-2,3-bis(((trimethylsilyl)oxy)methyl)cyclobut-2-ene-1-carboxylate (6i) 

 
Prepared from reaction of 2,2,9,9-tetramethyl-3,8-dioxa-2,9-disiladec-5-yne (69 mg, 0.30 mmol) 
and 2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using Norephe-
PHOXCoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 95:5) afforded title compound (105 mg, 91% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ  4.31 (dq, J = 12.0, 2.7 Hz, 1H), 4.19-4.15 (m, 1H), 4.07-3.99 (m, 4H), 3.43-3.41 
(m, 1H), 2.55 (dq, J = 12.8, 1.7 Hz, 1H), 2.41-2.36 (m, 1H), 0.10 (s, 9H), 0.08 (s, 9H) 1; 13C 
NMR (100 MHz, C6D6): δ 171.3, 143.2, 138.1, 123.8 (q, J = 277.3 Hz), 60.0 (q, J = 36.1 Hz), 
59.3, 58.3, 41.5, 31.0, -0.50, -0.61; 19F NMR (565 MHz, C6D6): δ -76.96    
GC (methyl silicone, 100 oC, 3 min, 20 oC/min to 250 oC): Rt 6.62 min.  
CSP-GC (cyclosil-B, 90 °C, 250 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
276.64 min (48.6%) and 277.52 min (51.4%); Norephe-PHOXCoBr2 derived product: 276.63 
min (97.5%) and 277.56 min (2.5%); major (S, 95 % ee); Absolute configuration assigned as (S) 
by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H27F3Si2O4, 407.1292; found 407.1303. 
[𝛼]$%& – 30.01 (c 1.00 CHCl3) from Norephe-PHOXCoBr2. 
  

 
S26



 

 
 

 

2,2,2-trifluoroethyl (S)-2,3-diphenylcyclobut-2-ene-1-carboxylate (6j) 

 
Prepared from reaction of diphenylacetylene (53 mg, 0.30 mmol) and 2,2,2-trifluoroethyl 
acrylate (69 mg, 0.45 mmol) with optimized condition using Norephe-PHOXCoBr2, stirred for 
24 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 95:5) 
afforded title compound (95 mg, 95% yield) as a colorless oil.; 1H NMR (600 MHz, C6D6): δ 
7.53 (dd, J = 7.1, 1.3 Hz, 2H), 7.39 (dd, J = 6.8, 1.6 Hz, 2H), 7.10 (t, J = 7.4 Hz, 2H), 7.06-7.00 
(m, 4H), 3.95-3.88 (m, 2H), 3.71 (dd, J = 5.0, 2.0 Hz, 1H), 2.94 (dd, J = 13.1, 1.9 Hz, 1H), 2.53 
(dd, J = 13.1, 5.0 Hz, 1H); 13C NMR (150 MHz, C6D6): δ 171.2, 141.1, 136.8, 135.1, 134.6, 
128.8, 128.7, 128.6, 128.5, 126.8, 126.6, 123.6 (q, J = 277.4 Hz), 60.0 (q, J = 36.0 Hz), 42.2, 
30.9; 19F NMR (565 MHz, C6D6): δ -73.80. 
HPLC (Chiracel OD-H, 0.5% Isopropanol-hexanes, 0.7 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 12.58 min (48.4%) and 19.40 min (51.6%); Norephe-PHOXCoBr2 

derived product: 11.09 min (94.8%) and 16.15 min (5.2%); major (S, 90 % ee); Absolute 
configuration assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C19H15F3O4, 355.0916; found 355.0913. 
 
2,2,2-trifluoroethyl (S)-3-ethyl-2-phenylcyclobut-2-ene-1-carboxylate (6k) 

 
Prepared from reaction of 1-Phenyl-1-propyne (35 mg, 0.30 mmol) and 2,2,2-trifluoroethyl 
acrylate (69 mg, 0.45 mmol) with optimized condition using R-PCy2-PHOXCoBr2, stirred for 30 
h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 95:5) 
afforded title compound (rr >95:5, 75 mg, 92% yield) as a colorless oil.; 1H NMR (600 MHz, 
C6D6): δ 7.30 (d, J = 7.2 Hz, 2H), 7.15 (t, J = 8.1 Hz, 2H), 7.02 (t, J = 7.4 Hz, 1H), 4.01-3.96 (m, 
1H), 3.92-3.87 (m, 1H), 3.64-3.62 (m, 1H), 2.51 (dt, J = 13.6, 3.1 Hz, 1H), 2.20 (ddd, J = 13.6, 
4.8, 1.5 Hz, 1H), 1.60 (d, J = 1.8 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 171.8, 141.4, 136.9, 
134.7, 128.7, 127.5, 126.0, 123.7 (q, J = 277.3 Hz), 59.9 (q, J = 36.2 Hz), 42.0, 33.6, 15.6 ; 19F 
NMR (376 MHz, C6D6): δ -73.79. 
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1H  Selective NOE Data of Compound (6k) 

 
 

                    Irradiation                    Intensity Increases 

                          H1                                H2 (δ 2.20, 1.31%), H3 (δ 2.51, 0.45%)  

                                                                               H5 (δ 7.31, 0.85%) 

                          H4                                H2 (δ 2.20, 0.12%), H3 (δ 2.51, 0.16%),  

                                                                               H5 (δ 7.31, 0.56%) 

                          H5                               H1 (δ 3.63, 0.54%), H4 (δ 1.60, 0.82%) 

                                                  H6 (δ 7.16, 2.93%) 

 
 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 7.25 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
34.80 min (50.0%) and 36.35 min (50.0%); (R)-PCY2-PHOXCoBr2 derived product: 34.81 min 
(5.6%) and 36.36 min (94.4%); major (S, 89 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H13F3O2, 293.0760; found 293.0764 
[𝛼]$%& – 5.42 (c 3.00 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
 
 
2,2,2-trifluoroethyl (S)-3-ethyl-2-phenylcyclobut-2-ene-1-carboxylate (6l) 

 
Prepared from reaction of 1-Phenyl-1-butyne (39 mg, 0.30 mmol) and 2,2,2-trifluoroethyl 
acrylate (69 mg, 0.45 mmol) with optimized condition using R-PCy2-PHOX (L8)CoBr2, stirred 
for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 
95:5) afforded title compound (rr >95:5, 77 mg, 90% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ 7.33 (dd, J = 7.2, 1.3 Hz, 2H), 7.18 (t, J = 6.1Hz, 2H), 7.05 (t, J = 8.6 Hz, 1H), 
4.03-3.84 (m, 2H), 3.65-3.63 (m, 1H), 2.56 (dd, J = 13.6, 1.5 Hz, 1H), 2.29 (dd, J = 8.8, 4.8 Hz, 
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1H), 2.17-2.04 (m, 2H), 0.82 (t, J = 7.6 Hz, 3H); 13C NMR (100 MHz, C6D6): δ 171.8, 146.9, 
135.7, 134.7, 128.8, 127.5, 126.2, 123.7 (q, J = 277.5 Hz), 59.9 (q, J = 36.1 Hz), 41.5, 31.1, 22.9, 
11.0; 19F NMR (565 MHz, C6D6): δ -73.87. 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 7.69 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
49.37 min (51.7%) and 54.73 min (48.3%); Norephe-PHOXCoBr2 derived product: 49.21 min 
(4.0%) and 54.54 min (96%); major (S, 92 % ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C15H15F3O2, 307.0916; found 307.0917. 
[𝛼]$%& – 5.78 (c 1.40 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

2,2,2-trifluoroethyl (S)-3-butyl-2-methylcyclobut-2-ene-1-carboxylate (6m) 

Prepared from reaction of hept-2-yne (29 mg, 0.30 mmol) and 2,2,2-trifluoroethyl acrylate (69 
mg, 0.45 mmol) with optimized condition using 5 mol% Norephe-PHOXCoBr2, stirred for 24 h, 
followed by purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title 
compound (rr = 62:38, 67 mg, 89% yield) as a colorless oil.; 1H NMR (400 MHz, CDCl3): δ  
4.53-4.37 (m, 3.4H), 3.52-3.49 (m, 0.6H), 3.43-3.41 (m, 1H), 2.56-2.50 (m, 1H), 2.49-2.44 (m, 
2H), 2.07-1.98 (m, 3.4H), 1.67-1.66 (m, 1.9H), 1.64-1.62 (m, 3H), 1.42-1.25 (m, 7H),  0.88 (t, J 
= 7.2 Hz, 5H); 13C NMR (100 MHz, CDCl3): δ 172.8, 172.6, 144.5, 139.8, 139.2, 134.1, 123.4 
(q, J = 277.5 Hz), 60.2 (q, J = 36.3 Hz), 60.0 (q, J = 36.3 Hz), 44.0, 43.0, 33.3, 31.9, 29.2, 29.1, 
27.9, 27.2, 22.7, 22.6, 14.0, 40.0, 13.9, 12.6; 19F NMR (565 MHz, C6D6): δ -73.80 (minor), -
73.89 (major).  
GC (phenyl methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 4.96 min, 38% (minor 
isomer) and 5.13 min, 62% (major isomer). 
CSP-GC (cyclosil-B, 90 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
minor regioisomer (48%), 22.80 min (23.2%) and 23.47 min (24.9%); major regioisomer 
(52%),29.66 min (26.9%) and 33.41 min (25.0%); Norephe-PHOXCoBr2 derived product: minor 
regioisomer (38%), 22.60 min (92.7%) and 23.24 min (7.3%); minor (S, 85 % ee); major 
regioisomer (62%), 29.46 min (4.2%) and 33.04 min (95.8%); major (S, 92 % ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C12H17F3O2, 273.1073; found 273.1079. 
[𝛼]$%& – 21.22 (c 0.64 CHCl3) from Norephe-PHOXCoBr2. 
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2,2,2-trifluoroethyl (S)-3-isopropyl-2-methylcyclobut-2-ene-1-carboxylate (6n) 

Prepared from reaction of 4-methylpent-2-yne (25 mg, 0.30 mmol) and 2,2,2-trifluoroethyl 
acrylate (69 mg, 0.45 mmol) with optimized condition using 5 mol% Norephe-PHOXCoBr2, 
stirred for 24 h, followed by purification by column chromatography (hexane/ethyl acetate = 
97:3) afforded title compound (rr = 88:12, 68 mg, 96% yield) as a colorless oil.; 1H NMR (400 
MHz, CDCl3): δ  4.55-4.39 (m, 2.4H), 3.49 (t, J = 3.7 Hz, 0.14H), 3.36 (dd, J = 1.4, 1.2 Hz, 1H), 
2.25-2.41 (m, 3.6H), 1.72 (s, 0.5H), 1.67 (s, 3H), 1.06-0.90 (m, 7H); 13C NMR (100 MHz, 
CDCl3): δ 172.6, 149.3, 131.9, 123.2 (q, J = 277.1 Hz), 60.2 (q, J = 36.4 Hz), 43.4, 29.5, 28.1, 
20.6, 13.0; 19F NMR (565 MHz, C6D6): δ -73.82 (minor), -73.90 (major).  

 GC (phenyl methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 3.72 min, 12% (minor 
isomer) and 3.79 min, 88% (major isomer). 

CSP-GC (cyclosil-B, 90 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
major regioisomer (75%), 12.94 min (38.7%) and 15.42 min (36.0%); Norephe-PHOXCoBr2

derived product: major regioisomer (88%), 12.89 min (4.5%) and 15.30 min (95.5%); major (S, 
91 % ee); 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C11H15F3O2, 259.0916; found 259.0920. 
[𝛼]$%& – 45.02 (c 1.33 CHCl3) from Norephe-PHOXCoBr2. 

2,2,2-trifluoroethyl (S)-3-(tert-butyl)-2-methylcyclobut-2-ene-1-carboxylate (6o) 

Prepared from reaction of 4,4-dimethylpent-2-yne (29 mg, 0.30 mmol) and 2,2,2-trifluoroethyl 
acrylate (69 mg, 0.45 mmol) with optimized condition using Norephe-PHOXCoBr2, stirred for 
24 h at 40 oC, followed by purification by column chromatography (hexane/ethyl acetate = 97:3) 
afforded title compound (rr = 100:0, 68 mg, 91% yield) as a colorless oil.; 1H NMR (600 MHz, 
C6D6): δ 4.08-4.03 (m, 1H), 4.01-3.96 (m, 1H), 3.08 (dd, J = 3.2, 1.4 Hz, 1H), 2.48 (dt, J = 12.5, 
4.2 Hz, 1H), 2.27-2.24 (m, 1H), 1.64 (q, J = 5.3 Hz, 3H), 0.94 (s, 9H); 13C NMR (100 MHz, 
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C6D6): δ 171.7, 151.5, 131.2, 123.8 (q, J = 277.3 Hz), 59.8 (q, J = 36.0 Hz), 43.2, 33.7, 29.0, 
28.3, 14.0; 19F NMR (376 MHz, C6D6): δ -73.93. 
 
1H Selective NOE Data of Compound (6o) 

 
 
                    Irradiation                    Intensity Increases 

                          H1                                H2 (δ 2.25, 0.70%), H3 (δ 2.48, 0.36%)  

                                                                               H5 (δ 1.64, 0.30%) 

                          H5                               H1 (δ 3.08, 0.10%), H4 (δ 0.93, 0.38%) 

 
GC (methyl silicone, 50 oC, 5 min, 20 oC/min to 250 oC): Rt 8.20 min.  
HRMS-(ESI-TOF) (m/z): [M + 2xO + Na]+ calcd for C12H17F3O2, 305.0971; found 305.0977. 
 
2,2,2-trifluoroethyl (S)-3-ethyl-2-phenylcyclobut-2-ene-1-carboxylate (6p) 
 

 
Prepared from reaction of 1-Phenyl-1-propyne (35 mg, 0.30 mmol) and methyl acrylate (39 mg, 
0.45 mmol) with optimized condition using R-PCy2-PHOX(L8)CoBr2, stirred for 24 h, at 40 oC 
followed by purification by column chromatography (hexane/ethyl acetate = 95:5) afforded title 
compound (rr >95:5, 53 mg, 87% yield) as a colorless oil.; 1H NMR (400 MHz, C6D6): δ 7.38 (d, 
J = 7.2 Hz, 2H), 7.18-7.13 (m, 2H), 7.03 (t, J = 7.5 Hz, 1H), 3.73 (dt, J = 4.8, 0.5 Hz, 1H), 3.31 
(s, 3H), 2.59 (dt, J = 13.5, 3.1 Hz, 1H), 2.31-2.26 (m, 1H), 1.66 (d, J = 1.8 Hz, 3H); 13C NMR 
(100 MHz, C6D6): δ 173.6, 141.0, 137.5, 135.2, 128.7, 127.2, 126.1, 51.2, 42.7, 33.9, 15.7. 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 7.69 min.  
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, from [rac-PCy2-PHOXCoBr2]: 
50.97 min (51.9%) and 53.43 min (48.1%); Norephe-PHOXCoBr2 derived product: 50.94 min 
(4.7%) and 53.48 min (95.3%); major (S, 91 % ee); Absolute configuration assigned as (S) by 
analogy. HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H14O2, 225.0886; found 225.0888. 
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(S)-(2-cyclohexyl-4-((trimethylsilyl)methyl)cyclobut-1-en-1-yl)(4-
methoxyphenyl)methanone (6q) 

 
Prepared from reaction of 3-cyclohexyl-1-(4-methoxyphenyl)prop-2-yn-1-one (73 mg, 0.30 
mmol) and allyl trimethylsilane (38 mg, 0.33 mmol) with optimized condition using Norephe-
PHOXCoBr2, stirred for 24 h at 40 oC, followed by purification by column chromatography 
(hexane/ethyl acetate = 95:5) afforded title compound (rr =100:0, 98 mg, 92% yield) as a yellow 
oil.; 1H NMR (400 MHz, C6D6): δ 8.01 (d, J = 8.9 Hz, 2H), 6.71 (d, J = 8.9 Hz, 2H), 3.25(dt, J = 
11.8, 2.7 Hz, 1H), 3.19 (s, 3H), 2.71 (quin, J = 10.7 Hz, 1H), 2.56 (dd, J = 14.7, 4.4 Hz, 1H), 
1.93 (dd, J = 14.7, 0.6 Hz, 1H), 1.82 (d, J = 1.6 Hz, 1H), 1.64-1.49 (m, 4H), 1.23 (dd, J = 14.6, 
3.2 Hz, 1H), 1.19-1.05 (m, 5H), 0.62 (dd, J = 14.6, 11.8 Hz, 1H), 0.01 (s, 9H); 13C NMR (100 
MHz, C6D6): δ 188.4, 163.3, 161.0, 142.9, 132.7, 131.3, 113.9, 54.9, 39.0, 37.2, 35.5, 30.9, 30.7, 
26.3, 26.0, 25.9, 21.5, 0.91. 
GC (methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 8.43 min.  
HPLC (Chiracel OD-H, 0.5% Isopropanol-hexanes, 0.7 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 9.13 min (49.3%) and 10.21 min (50.7%); (Chiracel OD-H, 1% 
Isopropanol-hexanes, 0.7 mL/minute, 23 ºC Sig=254 nm): Norephe-PHOXCoBr2 derived 
product: 8.41 min (6.9%) and 8.87 min (93.1%); major (S,86 % ee); Absolute configuration 
assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C22H32SiO2, 379.2064; found 379.2067. 
[𝛼]$%& + 6.41 (c 1.90 CHCl3) from Norephe-PHOXCoBr2. 
. 
 
(S)-(2-cyclohexyl-4-(triethoxysilyl)cyclobut-1-en-1-yl)(4-methoxyphenyl)methanone (6r) 

 
Prepared from reaction of 3-cyclohexyl-1-(4-methoxyphenyl)prop-2-yn-1-one (73 mg, 0.30 
mmol) and vinyltriethoxysilane (63 mg, 0.33 mmol) with optimized condition using Norephe-
PHOXCoBr2, stirred for 24 h at 40 oC, followed by purification by column chromatography 
(hexane/ethyl acetate = 94:6) afforded title compound (rr =100:0, 114 mg, 88% yield) as a thick 
yellow oil.; 1H NMR (400 MHz, C6D6): δ 8.09 (d, J = 8.9 Hz, 2H), 6.71 (d, J = 8.9 Hz, 2H), 3.89 
(q, J = 7.0 Hz, 6H), 3.18 (s, 3H), 2.94-2.92 (m, 1H), 2.75 (dq, J = 14.7, 2.5 Hz, 1H), 2.60 (d, J = 
5.0 Hz, 1H), 2.57 (dd, J = 5.0, 0.6 Hz, 1H), 1.86 (dt, J = 12.6, 1.4 Hz, 1H), 1.62-1.45 (m, 4H), 
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1.25-0.99 (m, 14H), 1.51-1.37 (m, 4H), 1.17 (t, J = 7.0 Hz, 9H), 0.92-0.89 (m, 6H), 13C NMR 
(100 MHz, C6D6): δ 188.8, 163.3, 160.8, 137.5, 132.4, 131.6, 113.7, 58.9, 54.8, 39.2, 31.2, 30.9, 
27.7, 26.6, 26.2, 26.1, 25.9, 19.6. 
1H  Selective NOE Data of Compound (6r) 

 
 

                    Irradiation                    Intensity Increases 

                          H1                             H2 (δ 2.75, 0.32%), H3 (δ 2.57, 3.39%), H4 (δ 8.09, 2.40%)  

                                                                          H6 (δ 3.89, 1.17%), H7 (δ 1.17, 0.32%)  

                          H2                                H1 (δ 2.93, 7.55%), H3 + H9 (δ 2.57-2.60, 31.34%),  

                          H4                               H1 (δ 2.93, 1.27%), H6 (δ 3.89, 0.30%), H9 (δ 2.60, 0.86%). 

 
GC (methyl silicone, 150 oC, 5 min, 20 oC/min to 250 oC): Rt 9.49 min  
HPLC (Chiracel OD-H, 1% Isopropanol-hexanes, 1 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 4.76 min (51.3%) and 5.21 min (48.7%); Norephe-PHOXCoBr2 

derived product: 4.76 min (3.1%) and 5.1 min (96.9%); major (S, 94 % ee); Absolute 
configuration assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C24H36SiO5, 455.2224; found 455.2234. 
 
 (S)-N-methyl-N-(2-phenyl-3-(4,4,5,5-tetramethyl-1,3,2-dioxaborolan-2-yl)cyclobut-1-en-1-
yl)methanesulfonamide (6s) 

 
Prepared from reaction of N-methyl-N-(phenylethynyl)methanesulfonamide (63 mg, 0.30 mmol) 
and vinylboronic acid pinacol ester (92 mg, 0.60 mmol) with optimized condition using 
Norephe-PHOXCoBr2, stirred for 30 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 85:15) afforded title compound (rr =100:0, 88 mg, 81% yield) as a thick 
yellow oil.; 1H NMR (400 MHz, C6D6): δ 7.61 (dd, J = 7.1, 1.3 Hz, 2H), 7.15 (t, J = 7.5 Hz, 2H), 
7.02 (t, J = 7.2 Hz, 1H), 2.92 (dd, J = 11.5, 1.9 Hz, 1H), 2.82 (dd, J = 13.4, 4.9 Hz, 1H), 2.72 (s, 
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3H), 2.50 (dd, J = 6.9, 1.9 Hz, 1H), 2.31 (s, 3H), 0.98 (s, 6H), 0.96 (s, 6H); 13C NMR (100 MHz, 
C6D6): δ 134.6, 134.5, 131.5, 128.4, 127.8, 127.6, 83.4, 37.3, 35.4, 31.8, 24.8, 24.7. 
 
1H  Selective NOE Data of Compound (6s) 

 
 

                    Irradiation                    Intensity Increases 

                          H1                             H2 (δ 2.82, 1.14%), H3 (δ 2.92, 1.30%), H4 (δ 7.61, 0.87%)  

                                                                          H7 (δ 0.97, 0.19%).  
                          H3                             H1 (δ 2.50, 1.15%), H2 (δ 2.82, 3.59%), H5 (δ 2.31, 0.90%),  

                                                                          H6 (δ 2.72, 0.57%), H7 (δ 0.97, 0.50%).  

                          H4                             H1 (δ 2.50, 0.47%), H5 (δ 2.31, 0.09%), H6 (δ 2.72, 0.62%),  

  H7 (δ 0.97, 0.05%). 

                          H5                             H2 (δ 2.82, 0.35%), H3 (δ 2.92, 0.55%), H4 (δ 7.61, 0.40%) 

                                                                          H6 (δ 2.72, 0.70%).  

 
HPLC (Chiracel OD-H, 5% Isopropanol-hexanes, 1 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 9.30 min (50.7%) and 10.16 min (49.3%); Norephe-PHOXCoBr2 

derived product: 9.56 min (1.7%) and 10.42 min (98.3%); major (S, 97 % ee); Absolute 
configuration assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C18H26NBSO4, 386.1571; found 386.1570. 
[𝛼]$%& +12.16 (c 1.53 CHCl3) from Norephe-PHOXCoBr2. 
 
(S)-1-(4-(2-(tert-butyl)-4-(4,4,5,5-tetramethyl-1,3,2-dioxaborolan-2-yl)cyclobut-1-en-1-
yl)phenyl)ethan-1-one (6t) 
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Prepared from reaction of 1-(4-(3,3-dimethylbut-1-yn-1-yl)phenyl)ethan-1-one (60 mg, 0.30 
mmol) and vinylboronic acid pinacol ester (92 mg, 0.60 mmol) with optimized condition using 
Norephe-PHOXCoBr2, stirred for 30 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 85:15) afforded title compound (91 mg, 86% yield) as a colorless semi-
solid.; 1H NMR (400 MHz, C6D6): δ 7.84 (dd, J = 8.6, 1.9 Hz, 2H), 7.53 (dd, J = 8.5, 1.9 Hz, 
2H), 2.71 (td, J = 7.4, 1.9 Hz, 1H), 2.67 (d, J = 1.9 Hz, 1H), 2.53 (dd, J = 8.7, 5.0 Hz, 1H), 2.12 
(s, 3H), 1.12 (s, 9H), 0.98 (s, 12H); 13C NMR (100 MHz, C6D6): δ 196.0, 153.0, 142.3, 137.2, 
135.8, 128.3, 128.2, 83.1, 33.9, 28.9, 28.0, 26.1, 24.8, 24.8. 
 
1H  Selective NOE Data of Compound (6t) 

 
 

                    Irradiation                    Intensity Increases 

                          H1                             H4 (δ 7.53, 1.13%), H2 (δ 2.67, 2.15%), H3 (δ 2.53, 2.97%)  

                                                                          H6 (δ 0.98, 3.00%). 
                          H4                             H1 (δ 2.71, 0.48%), H5 (δ 1.12, 1.35%), H6 (δ 0.98, 0.37%).                                                                 
                          H5                             H4 (δ 7.53, 0.3.1%), H2 (δ 2.67, 0.22%), H3 (δ 2.53, 0.22%). 

 
GC (methyl silicone, 150 oC, 5 min, 20 oC/min to 250 oC): Rt 7.99 min  
HPLC (Chiracel OD-H, 2% Isopropanol-hexanes, 1 mL/minute, 23 ºC Sig=254 nm): Rt, from 
[rac-PCy2-PHOXCoBr2]: 3.97 min (54.1%) and 4.22min (45.9%); Norephe-PHOXCoBr2 derived 
product: 4.36 min (2.7%) and 4.65 min (97.3%); major (S, 95 % ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C22H31BO3, 377.2262; found 377.2264. 
[𝛼]$%& +4.40 (c 1.40 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
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methyl (S)-2-propyl-4-(triethoxysilyl)cyclobut-1-ene-1-carboxylate (6u) 

 
Prepared from reaction of methyl hex-2-ynoate (38 mg, 0.30 mmol) and vinyltriethoxysilane (63 
mg, 0.33 mmol) with optimized condition using rac-L8CoBr2, stirred for 15 h at 40 oC, followed 
by purification by column chromatography (hexane/ethyl acetate = 94:6) afforded title 
compound (rr =100:0, 77 mg, 81% yield) as a thick yellow oil.; 1H NMR (400 MHz, C6D6): δ 
3.92 (q, J = 7.0 Hz, 6H), 3.43 (s, 3H), 2.61-2.56 (m, 2H), 2.49 (quin, J = 7.5 Hz, 1H), 2.40-2.33 
(m, 2H), 1.38 (sext, J = 7.4 Hz, 2H), 1.21 (t, J = 7.0 Hz, 9H), 0.86 (t, J = 7.4 Hz, 3H); 13C NMR 
(100 MHz, C6D6): δ 163.1, 161.5, 131.0, 58.8, 50.3, 32.4, 30.2, 25.0, 20.7, 18.6, 14.1. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C15H28SiO5, 339.1598; found 339.1599. 
(S)-1-(2-(2-((tert-butyldimethylsilyl)oxy)ethyl)-4-(triethoxysilyl)cyclobut-1-en-1-yl)ethan-1-
one (6v) 

 
Prepared from reaction of 6-((tert-butyldimethylsilyl)oxy)hex-3-yn-2-one (68 mg, 0.30 mmol) 
and vinyltriethoxysilane (63 mg, 0.33 mmol) with optimized condition using rac-L8CoBr2,  
stirred for 24 h at 40 oC, followed by purification by column chromatography (hexane/ethyl 
acetate = 94:6) afforded title compound (rr =100:0, 107 mg, 86% yield) as a colorless oil.; 1H 
NMR (400 MHz, C6D6): δ 3.87 (q, J = 7.0 Hz, 6H), 3.59 (td, J = 12.7, 2.2 Hz, 2H), 2.65-2.45 (m, 
5H), 2.12 (s, 3H), 1.18 (t, J = 7.0 Hz, 9H), 0.93 (s, 9H), 0.02 (s, 6H); 13C NMR (100 MHz, 
C6D6): δ 193.0, 155.6, 141.1, 61.2, 58.9, 34.5, 30.5, 28.3, 26.1, 25.2, 18.6, 18.4, -5.3. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C20H40Si3O5, 439.2306; found 439.2312. 
 
 
2,2,2-trifluoroethyl (S)-2-(4-fluorophenyl)-3-isopropylcyclobut-2-ene-1-carboxylate (6w) 
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Prepared from reaction of 1-fluoro-4-(3-methylbut-1-yn-1-yl)benzene (49 mg, 0.30 mmol) and 
2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2, 
stirred for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl 
acetate = 95:5) afforded title compound (rr = 92:8, 84 mg, 89% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 7.13 (dd, J = 8.7, 5.4 Hz, 2H), 6.82 (t, J = 8.7, 2H), 4.02-3.95 (m, 
1H), 3.90-3.84 (m, 1H),  3.53 (dd, J = 6.1, 1.4 Hz, 1H), 2.63 (sept, J = 13.5 Hz, 1H), 2.53 (d, J = 
13.5 Hz, 1H), 2.30 (dd, J = 13.6, 4.8 Hz, 1H), 0.93 (d, J = 6.8 Hz, 3H), 0.79 (d, J = 6.8 Hz, 3H); 
13C NMR (150 MHz, C6D6): δ 171.6, 162.3 (d, J = 246.7 Hz), 150.5, 150.4, 133.3, 130.8, 128.1, 
123.6 (q, J = 277.3 Hz), 115.8, 115.6, 59.9 (q, J = 36.2 Hz), 41.2, 28.5, 28.1, 20.1, 19.5. ; 19F 
NMR (376 MHz, C6D6): δ -73.86, -113.77. 
 HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H16F4O2, 339.0979; found 339.0980. 
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2,2,2-trifluoroethyl (S)-3-(2-methoxypropan-2-yl)-2-phenylcyclobut-2-ene-1-carboxylate 
(6x) 

 
Prepared from reaction of (3-methoxy-3-methylbut-1-yn-1-yl)benzene (52 mg, 0.30 mmol) and 
2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2, 
stirred for 30 h at 40 oC, followed by purification by column chromatography (hexane/ethyl 
acetate = 95:5) afforded title compound (rr = 100:0, 83 mg, 84% yield) as a colorless oil.; 1H 
NMR (400 MHz, C6D6): δ 7.77 (dd, J = 7.2, 3.0 Hz, 2H), 7.19 (t, J = 7.5 Hz, 2H), 7.02 (t, J = 7.4 
Hz, 1H), 4.04-3.94 (m, 1H), 3.89-3.80 (m, 1H), 3.63 (dd, J = 4.8, 1.7 Hz, 1H), 3.09 (s, 3H), 2.44 
(dd, J = 13.7, 1.7 Hz, 1H), 2.25 (dd, J = 13.7, 4.8 Hz, 1H), 1.23 (s, 3H), 1.20 (s, 3H); 13C NMR 
(100 MHz, C6D6): δ 171.7, 147.5, 137.9, 133.8, 128.7, 128.1, 127.8, 123.8 (q, J = 277.3 Hz), 
74.8, 60.0 (q, J = 36.0 Hz), 50.5, 41.0, 30.9, 24.8, 24.5; 19F NMR (376 MHz, C6D6): δ -73.89.   
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C17H19F3O3, 351.1179; found 351.1178. 
 
2,2,2-trifluoroethyl (S)-3-(2-hydroxypropan-2-yl)-2-phenylcyclobut-2-ene-1-carboxylate 
(6y) 

 
Prepared from reaction of 2-methyl-4-phenylbut-3-yn-2-ol (48 mg, 0.30 mmol) and 2,2,2-
trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2,  stirred 
for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 
95:5) afforded title compound (rr = 100:0, 38 mg, 40% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ 7.75 (dd, J = 7.3, 1.8 Hz, 2H), 7.17 (t, J = 7.9 Hz, 2H), 7.05 (t, J = 7.4 Hz, 1H), 
4.02-3.83 (m, 2H), 3.59 (dd, J = 3.1, 1.7 Hz, 1H), 2.47 (dd, J = 13.6, 1.6 Hz, 1H), 2.26 (dd, J = 
13.6, 4.8 Hz, 1H), 1.48 (bs, 1H), 1.20 (s, 3H), 1.11 (s, 3H); 13C NMR (100 MHz, C6D6): δ 171.9, 
150.3, 135.6, 134.0, 128.5, 128.2, 127.9, 123.6 (q, J = 277.3 Hz), 70.2, 60.0 (q, J = 36.1 Hz), 
41.0, 30.1, 28.3, 28.0; 19F NMR (376 MHz, C6D6): δ -73.82. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H17F3O3, 337.1022; found 337.1020. 
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2,2,2-trifluoroethyl (S)-3-(4-chlorobutyl)-2-(naphthalen-2-yl)cyclobut-2-ene- 1-carboxylate 
(6z) 

 
Prepared from reaction of 2-(6-chlorohex-1-yn-1-yl)naphthalene (73 mg, 0.30 mmol) and 2,2,2-
trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2, stirred 
for 24 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 
95:5) afforded title compound (rr >95:5, 110 mg, 92% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ 7.81 (s, 1H), 7.74 (d, J = 7.6 Hz, 1H), 7.65 (d, J = 8.6 Hz, 1H), 7.59 (d, J = 7.4 
Hz, 1H), 7.51 (dd, J = 8.5,1.7 Hz, 1H), 7.28-7.21 (m, 2H), 4.06-3.83 (m, 2H), 3.75-3.73 (m, 1H), 
3.07 (t, J = 6.4 Hz, 2H), 2.59 (dd, J = 13.7, 1.3 Hz, 1H), 2.30 (dd, J = 13.7, 4.8 Hz, 1H), 2.18-
2.02 (m, 2H), 1.46-1.28 (m, 4H); 13C NMR (100 MHz, C6D6): δ 171.8, 145.7, 137.0, 134.1, 
133.2, 132.1, 128.6, 128.4, 126.8, 126.4, 125.1, 125.0, 124.3, 123.6 (q, J = 277.4 Hz), 60.1 (q, J 
= 36.2 Hz), 44.6, 41.8, 32.3, 31.6, 29.1, 24.2; 19F NMR (376 MHz, C6D6): δ -73.70. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H20F3O2Cl, 419.0996; found 419.0997. 
 
2,2,2-trifluoroethyl (S)-2-(3,5-dimethylphenyl)-3-(4-(1,3-dioxoisoindolin-2-yl)butyl) 
cyclobut-2-ene-1-carboxylate (6aa) 

 
Prepared from reaction of 2-(6-(3,5-dimethylphenyl)hex-5-yn-1-yl)isoindoline-1,3-dione (99 mg, 
0.30 mmol) and 2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using 
rac-L8CoBr2, stirred for 24 h, at 40 oC followed by purification by column chromatography 
(hexane/ethyl acetate = 85:15) afforded title compound (rr >95:5, 135 mg, 93% yield) as a 
yellow semi-solid.; 1H NMR (400 MHz, C6D6): δ 7.45 (dd, J = 8.5, 3.0 Hz, 2H), 7.11 (s, 2H), 
6.87 (dd, J = 5.4, 3.0 Hz, 2H), 6.72 (s, 1H), 4.12-4.01 (m, 1H), 3.92-3.82 (m, 1H), 3.71-3.68 (m, 
1H), 3.48 (t, J = 7.1 Hz, 2H), 2.56 (dd, J = 13.6, 1.2 Hz, 1H), 2.30 (dd, J = 8.7, 4.8 Hz, 2H), 2.19 
(s, 6H), 1.59-1.51 (m, 2H), 1.32-1.22 (m, 3H); 13C NMR (100 MHz, C6D6): δ 171.9, 168.0, 
144.7, 138.1, 137.2, 134.6, 133.5, 132.7, 129.5, 124.3, 123.8 (q, J = 275.9 Hz), 122.9, 59.9 (q, J 
= 36.1 Hz), 41.8, 37.6, 31.5, 29.2, 28.5, 24.1, 21.4; 19F NMR (376 MHz, C6D6): δ -73.82 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C27H26F3O4N, 508.1706; found 508.1708. 
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2,2,2-trifluoroethyl (S)-3-cyclopropyl-2-(3,5-difluorophenyl)cyclobut-2-ene-1- carboxylate 
(6ab) 

 
Prepared from reaction of 1-(cyclopropylethynyl)-3,5-difluorobenzene (53 mg, 0.30 mmol) and 
2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2,  
stirred for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl 
acetate = 95:5) afforded title compound (rr = 85:15, 88 mg, 88% yield) as a colorless oil.; 1H 
NMR (400 MHz, C6D6): δ 6.92 (dd, J = 17.7, 2.3 Hz, 2H), 6.45-6.40 (m, 1H), 3.99-3.80 (m, 2H), 
3.33 (dd, J = 3.1, 1.8 Hz, 1H), 2.17 (dd, J = 13.7, 1.4 Hz, 1H), 1.85 (dd, J = 13.7, 4.8 Hz, 1H), 
1.32-1.27 (m, 1H), 0.38-0.29 (m, 3H), 0.24-0.21 (m, 1H); 13C NMR (100 MHz, C6D6): δ 171.1, 
163.7 (dd, J = 247.6, 13Hz), 149.9, 137.7, 133.2, 123.5 (q, J = 277.4 Hz), 108.6 (d, J = 11.6 Hz), 
102.5 (t, J = 25.7 Hz), 60.0 (q, J = 36.2 Hz), 40.1, 28.5, 11.3, 6.1, 6.0;  19F NMR (376 MHz, 
C6D6): δ -73.85, 109.80. 
GC (methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.06 min  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H13F5O2, 355.0728; found 355.0727. 
 
2,2,2-trifluoroethyl (S)-2-(3,5-dimethylphenyl)-3-(4-(1,3-dioxoisoindolin-2-yl)butyl) 
cyclobut-2-ene-1-carboxylate (6ac) 

 
Prepared from reaction of 1-(cyclopentylethynyl)-3,5-dimethoxybenzene (69 mg, 0.30 mmol) 
and 2,2,2-trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-
L8CoBr2,  stirred for 30 h, at 40 oC followed by purification by column chromatography 
(hexane/ethyl acetate = 93:7) afforded title compound (rr > 95:5, 93 mg, 81% yield) as a white 
solid.; 1H NMR (400 MHz, C6D6): δ 6.76 (d, J = 2.2 Hz, 2H), 6.48 (t, J = 2.2 Hz, 1H), 4.00-3.90 
(m, 2H), 3.66 (dt, J = 3.9, 1.6 Hz, 1H), 3.40 (s, 6H), 3.00 (quin, J = 15.6 Hz, 1H), 2.59 (d, J = 
13.6 Hz, 1H), 2.35 (dd, J = 13.6, 4.7 Hz, 1H), 1.77-1.58 (m, 2H), 1.51-1.25 (m, 6H); 13C NMR 
(100 MHz, C6D6): δ 171.9, 161.7, 150.0, 136.5, 135.6, 123.7 (q, J = 277.4 Hz), 104.9, 99.9, 60.1 
(q, J = 36.1 Hz), 54.9, 41.3, 39.5, 31.3, 30.8, 29.4, 26.0, 25.9; 19F NMR (376 MHz, C6D6): δ -
73.88. 
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HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C20H23F3O4, 407.1441; found 407.1447. 
 
2,2,2-trifluoroethyl (S)-3-isopropyl-2-(thiophen-2-yl)cyclobut-2-ene-1-carboxylate (6ad) 

 
Prepared from reaction of 2-(3-methylbut-1-yn-1-yl)thiophene (45 mg, 0.30 mmol) and 2,2,2-
trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2,  stirred 
for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 
95:5) afforded title compound (rr = 87:13, 78 mg, 85% yield) as a yellow oil.; 1H NMR (600 
MHz, C6D6): δ 6.98 (d, J = 3.4 Hz, 1H), 6.82 (d, J = 5.0 Hz, 1H), 6.72 (dd, J = 5.0, 3.6 Hz, 1H), 
4.00-3.97 (m, 1H), 3.93-3.89 (m, 1H), 3.55 (dd, J = 4.7, 1.6 Hz, 1H), 2.82 (quin, J = 6.8 Hz, 1H), 
2.60 (dd, J = 13.7, 0.5 Hz, 1H), 2.31 (dd, J = 13.7, 4.7 Hz, 1H), 0.96 (d, J = 6.8 Hz, 3H), 0.86 (d, 
J = 6.8 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 171.2, 148.6, 137.0, 128.7, 127.2, 125.3, 124.4, 
123.5 (q, J = 277.4 Hz), 60.1 (q, J = 36.0 Hz), 42.1, 29.1, 28.4, 20.0, 19.7; 19F NMR (565 MHz, 
C6D6): δ -73.77. 
GC (methyl silicone, 100 oC, 3 min, 20 oC/min to 250 oC): Rt 6.78 min  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H15SF3O2, 327.0637; found 327.0638. 
 
2,2,2-trifluoroethyl (S)-3-cyclohexyl-2-(furan-2-yl)cyclobut-2-ene-1-carboxylate (6ae) 

 
Prepared from reaction of 2-(cyclohexylethynyl)furan (52 mg, 0.30 mmol) and 2,2,2-
trifluoroethyl acrylate (69 mg, 0.45 mmol) with optimized condition using rac-L8CoBr2,  stirred 
for 30 h, at 40 oC followed by purification by column chromatography (hexane/ethyl acetate = 
95:5) afforded title compound (rr = 82:18, 79 mg, 80% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ 7.01 (d, J = 1.5 Hz, 1H), 6.28 (d, J = 3.3 Hz, 1H), 6.07 (dd, J = 3.3, 1.8 Hz, 1H), 
4.03-3.90 (m, 2H), 3.52-3.50 (m, 1H), 2.67 (d, J = 14.1 Hz, 2H), 2.38 (dd, J = 13.9, 4.8 Hz, 1H), 
1.77-1.51 (m, 5H), 1.23-1.06 (m, 5H); 13C NMR (100 MHz, C6D6): δ 171.2, 150.0, 147.8, 142.2, 
125.0, 123.5 (q, J = 277.4 Hz), 111.6, 107.3, 60.1 (q, J = 36.3 Hz), 40.8, 38.6, 30.6 (CH2 X 2), 
30.5, 26.2, 26.1, 26.1; 19F NMR (376 MHz, C6D6): δ -73.70 (minor), -73.88 (major). 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C17H19F3O3, 351.1179; found 351.1168. 
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 (S)-triethoxy(3-methyl-2-phenylcyclobut-2-en-1-yl)silane (6af) 

 
Prepared from reaction of prop-1-yn-1-ylbenzene (35 mg, 0.30 mmol) and vinyltriethoxysilane 
(63 mg, 0.33 mmol) with optimized condition using rac-L8CoBr2, stirred for 24 h at 40 oC, 
followed by purification by column chromatography (hexane/ethyl acetate = 96:4) afforded title 
compound (rr =88:12, 72 mg, 89% yield) as a colorless oil.; 1H NMR (600 MHz, C6D6): δ 7.66 
(d, J = 7.6 Hz, 2H), 7.25 (t, J = 7.8 Hz, 2H), 7.08 (t, J = 7.4 Hz, 1H), 3.84-3.78 (m, 6H), 2.74 
(quin, J = 4.9 Hz, 1H), 2.67 (d, J = 13.9 Hz, 1H), 2.56 (dd, J = 14.0, 5.0 Hz, 1H), 1.83 (quin, J = 
2.5 Hz, 3H), 1.14 (t, J = 7.0 Hz, 9H); 13C NMR (150 MHz, C6D6): δ 139.1, 137.0, 136.9, 128.4, 
126.7, 126.6, 58.8, 31.3, 25.8, 18.6, 16.1. 
1H  Selective NOE Data of Compound (6af) 

 
 

                    Irradiation                    Intensity Increases 

                          H1                             H4 (δ 7.66, 1.00%), H6 (δ 3.81, 0.59%), H2 (δ 2.67, 2.75%),  

                                                                          H3 (δ 2.56, 3.52%), H7 (δ 1.14, 0.43%).  

                          H4                             H1 (δ 2.74, 0.49%), H6 (δ 3.81, 0.28%), H5 (δ 1.83, 0.95%),  

 H7 (δ 1.14, 0.22%). 

                         H5                             H4 (δ 7.66, 0.77%), H2 (δ 2.67, 0.17%), H3 (δ 2.56, 0.13%). 
 

 
GC (methyl silicone, 80 oC, 3 min, 20 oC/min to 250 oC): Rt 8.76 min  
HRMS-(ESI-TOF) (m/z): [M + O + Na]+ calcd for C17H26SiO3, 345.1493; found 345.1489. 
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(S)-(2-(butylthio)-3-propylcyclobut-2-en-1-yl)triethoxysilane (6ag) 

 
Prepared from reaction of butyl(pent-1-yn-1-yl)sulfane (47 mg, 0.30 mmol) and 
vinyltriethoxysilane (63 mg, 0.33 mmol) with optimized condition using rac-L8CoBr2, stirred 
for 24 h at 40 oC, followed by purification by column chromatography (hexane/ethyl acetate = 
96:4) afforded title compound (rr =77:23, 69 mg, 74% yield) as a colorless oil.; 1H NMR (400 
MHz, C6D6): δ 3.92 (q, J = 7.0 Hz, 6H), 3.82 (q, J = 7.0, Hz, 1.7H), 2.91 (dt, J = 12.6, 7.1 Hz, 
1H), 2.84-2.79 (m, 0.4H), 2.76-2.69 (m, 1.8H), 2.67-2.64 (m, 1.7H), 2.57-2.52 (m, 1.6H), 2.15 
(td, J = 8.3, 0.9 Hz, 2H), 1.62-1.54 (m, 2.7H), 1.45 (q, J = 7.4 Hz, 2H), 1.39-1.27 (m, 3H), 1.22 
(t, J = 7.0 Hz, 9H), 1.17 (t, J = 7.0 Hz, 3H), 1.17 (t, J = 7.2 Hz, 1.2H), 0.90 (t, J = 7.2 Hz, 3.2H), 
0.83 (t, J = 7.2 Hz, 3H), 0.80 (t, J = 7.2 Hz, 1.6H); 13C NMR (100 MHz, C6D6): δ 147.4, 130.7, 
58.8, 32.9, 31.6, 31.5, 30.2, 30.1, 22.7, 21.1, 18.7, 14.2, 13.9. 
HRMS-(ESI-TOF) (m/z): [M + O + Na]+ calcd for C17H34SSiO3, 369.1890; found 369.1891. 
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(S)-N-(2-butyl-3-(4,4,5,5-tetramethyl-1,3,2-dioxaborolan-2-yl)cyclobut-1-en-1-yl)-N-
methylmethanesulfonamide (6ah) 

 
Prepared from reaction of N-(hex-1-yn-1-yl)-N-methylmethanesulfonamide (57 mg, 0.30 mmol) 
and vinylboronic acid pinacol ester (92 mg, 0.60 mmol) with optimized condition using rac-
L8CoBr2, stirred for 30 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 85:15) afforded title compound (rr = 100:0, 90 mg, 87% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 2.77 (dq, J = 10.6, 5.2 Hz, 1H), 2.71-2.68 (m, 4H) 2.29 (s, 3H), 2.28-
2.21 (m, 3H), 1.51-1.44 (m, 2H), 1.32-1.26 (m, 2H), 1.03 (s, 12H), 0.89 (t, J = 7.4 Hz, 3H); 13C 
NMR (150 MHz, C6D6): δ 133.7, 130.0, 83.1, 36.0, 35.1, 31.4, 30.0, 28.9, 24.9, 24.8, 23.1, 14.2. 
1H  Selective NOE Data of Compound (6ah) 
 

 
 

                    Irradiation                    Intensity Increases 

                          H2                             H1 (δ 2.21, 1.67%), H3 (δ 2.77, 22.00%), H5 (δ 2.29, 0.20%).  

                          H3                             H1 (δ 2.21, 0.16%), H2 (δ 2.71, 3.30%), H6 (δ 2.69, 2.22%),  

       H5 (δ 2.29, 0.94%). 
                          H5                              H2 (δ 2.71, 0.11%), H3 (δ 2.77, 0.12%), H4 (δ 2.22, 0.77%),  

  H6 (δ 2.69, 0.77%), H8 (δ 1.48, 0.46%), H9 (δ 1.29, 0.15%),  

  H10 (δ 0.89, 0.15%). 

 H8                              H1 (δ 2.21, 0.96%), H4 (δ 2.22, 0.77%), H5 (δ 2.29, 0.19%), 

             H6 (δ 2.69, 0.17%), H7 (δ 1.03, 0.35%), H9 (δ 1.29, 1.77%),  

 H10 (δ 0.891.14%). 

 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H30NBSO4, 366.1881; found 366.1821. 
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(S)-1-(4-(2-(4-methoxyphenyl)-4-(4,4,5,5-tetramethyl-1,3,2-dioxaborolan-2-yl)cyclobut-1-
en-1-yl)phenyl)ethan-1-one (6ai) 

 
Prepared from reaction of 1-(4-((4-methoxyphenyl)ethynyl)phenyl)ethan-1-one (75 mg, 0.30 
mmol) and vinylboronic acid pinacol ester (92 mg, 0.60 mmol) with optimized condition using 
rac-L8CoBr2, stirred for 24 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 85:15) afforded title compound (rr = 1:1, 99 mg, 82% yield) as a 
colorless oil.; 1H NMR (600 MHz, C6D6): δ 7.83 (q, J = 8.5 Hz, 4H), 7.75 (d, J = 8.5 Hz, 4H), 
7.49 (d, J = 8.3 Hz, 2H), 7.45 (dd, J = 8.7, 5.0 Hz, 2H), 6.80 (d, J = 8.7 Hz, 2H), 6.72 (dd, J = 
8.8, 4.8 Hz, 2H), 3.29 (s, 3H), 3.28 (s, 3H), 3.05-2.99 (m, 2H), 2.89-2.86 (m, 2H), 2.84-2.77 (m, 
2H), 2.11 (s, 3H), 2.11 (s, 3H), 1.03 (s, 6H), 1.02 (s, 6H), 1.01 (s, 6H) 1.01 (s, 6H); 13C NMR 
(150 MHz, C6D6): δ 195.8 (C x 2), 160.1, 159.9, 143.6, 141.8, 141.2, 141.1, 137.5, 136.2, 136.0, 
135.7, 129.4, 129.4, 128.8, 128.7, 128.4, 128.3, 126.4, 126.1, 114.2, 114.1, 83.3 (C x 2), 54.8, 
54.7, 35.0, 32.0, 29.8, 28.8, 26.1, 24.9, 24.8 (CH3 x 2), 23.0, 14.3. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C26H31BO3, 425.2258; found 425.2223. 
(E)-pent-3-en-1-yn-1-ylcyclohexane (8a) 

 
Prepared from commercially available ethynyl cyclohexane and trans-1-Bromo-1-propene 
(colorless liquid, yield 91%).1H NMR (600 MHz, CDCl3): δ 6.03 (dq, J = 15.6, 6.5 Hz, 1H), 5.47 
(dd, J = 15.7, 1.7 Hz, 1H), 2.45-2.40 (m, 1H), 1.79-1.77 (m, 2H), 1.73 (d, J = 6.7 Hz, 3H), 1.70-
1.65 (m, 2H), 1.51-1.48 (m, 1H), 1.44-1.37 (m, 2H), 1.31-1.25 (m, 3H); 13C NMR (150 MHz, 
CDCl3): δ 138.0, 111.3, 92.8, 79.1, 33.0 (2 X CH2), 29.8, 26.1 (2 X CH2), 25.1, 18.6. 
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 3.00 min. 
 
(E)-non-2-en-4-yne (8b) 

 
Prepared from commercially available hex-1-yne and trans-1-Bromo-1-propene (colorless liquid, 
yield 85%).1H NMR (600 MHz, CDCl3): δ 6.04 (dq, J = 15.6, 6.6 Hz, 1H), 5.46 (d, J = 19.0 Hz, 
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1H), 2.28 (t, J = 6.9 Hz, 2H), 1.74 (d, J = 6.7 Hz, 3H), 1.50 (quin, J = 7.3 Hz, 2H), 1.41 (quin, J 
= 7.3 Hz, 2H), 0.91 (t, J = 7.3 Hz, 3H); 13C NMR (150 MHz, CDCl3): δ 138.0, 111.2, 88.6, 79.2, 
31.1, 22.1, 19.1, 18.5, 13.7. 
GC (phenyl methyl silicone, 100 oC, 5 min, 20 oC/min to 250 oC): Rt 1.90 min. 
(E)-6,6-dimethylhept-2-en-4-yne (8c) 

 
Prepared from commercially available 3,3-dimethylbut-1-yne and trans-1-Bromo-1-propene 
(colorless liquid, yield 73%).1H NMR (400 MHz, CDCl3): δ 6.03 (dq, J = 15.7, 6.8 Hz, 1H), 5.47 
(dq, J = 15.7, 1.8 Hz, 1H), 1.74 (dd, J = 6.8, 1.8 Hz, 3H), 1.23 (s, 9H); 13C NMR (100 MHz, 
CDCl3): δ 137.9, 111.2, 96.9, 77.7, 31.2, 28.0, 18.5.  
GC (phenyl methyl silicone, 70 oC, 5 min, 20 oC/min to 250 oC): Rt 2.06 min. 
 
(E)-pent-3-en-1-yn-1-ylcyclopropane (8d) 

 
Prepared from commercially available ethynylcyclopropane and trans-1-Bromo-1-propene 
(Colorless liquid, yield 60%).1H NMR (400 MHz, CDCl3): δ 6.03 (dq, J = 15.6, 6.8 Hz, 1H), 
5.42 (d,quin, J = 15.7, 1.8 Hz, 1H), 1.73 (dd, J = 6.7, 1.8 Hz, 3H), 1.35-1.28 (m, 1H), 0.79-0.75 
(m, 2H), 0.69-0.66 (m, 2H); 13C NMR (100 MHz, CDCl3): δ 138.3, 111.0, 91.6, 74.6, 18.5, 8.5 
(2 x CH2), 0.1. 
GC (phenyl methyl silicone, 80 oC, 5 min, 20 oC/min to 250 oC): Rt 1.71 min. 
 
(E)-pent-3-en-1-yn-1-ylcyclopentane (8e) 

 
Prepared from commercially available ethynyl cyclopentane and trans-1-Bromo-1-propene 
(colorless liquid, yield 87%).1H NMR (400 MHz, CDCl3): δ 6.03 (dq, J = 15.7, 6.8 Hz, 1H), 5.47 
(d quin, J = 15.7, 1.8 Hz, 1H), 2.69 (quin, J = 7.1 Hz, 1H), 1.95-1.86 (m, 2H), 1.75-1.67 (m, 5H), 
1.63-1.51 (m, 4H); 13C NMR (100 MHz, CDCl3): δ 137.9, 111.3, 92.8, 78.8, 34.1(2 x CH2), 
30.9, 25.1(2 x CH2), 18.6. 
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 2.80 min. 
 
(E)-9-chloronon-2-en-4-yne (8f) 
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Prepared from commercially available 6-chlorohex-1-yne and trans-1-Bromo-1-propene 
(Colorless liquid, yield 84%).1H NMR (400 MHz, CDCl3): δ 6.05 (dq, J = 15.7, 6.8 Hz, 1H), 
5.45 (dq, J = 15.7, 5.9 Hz, 1H), 3.56 (t, J = 6.6 Hz, 2H), 2.30 (td, J = 6.9, 2.0 Hz, 2H), 1.92-1.85 
(m, 2H), 1.74 (dd, J = 6.8, 1.8 Hz, 3H), 1.70-1.62 (m, 2H); 13C NMR (100 MHz, CDCl3): δ 
138.5, 111.0, 87.5, 79.9, 44.7, 31.7, 26.1, 18.8, 18.6. 
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 3.20 min. 
 
 
(E)-2-(non-7-en-5-yn-1-yl)isoindoline-1,3-dione (8g) 

 
Prepared from 2-(hex-5-yn-1-yl)isoindoline-1,3-dione and trans-1-Bromo-1-propene (colorless 
liquid, yield 62%).1H NMR (400 MHz, CDCl3): δ 7.83 (dd, J = 8.4, 3.0 Hz, 2H), 7.70 (dd, J = 
8.4, 3.1 Hz, 2H), 6.03 (dq, J = 15.7, 6.8 Hz, 1H), 5.43 (dq, J = 15.8, 1.8 Hz, 1H), 3.70 (t, J = 7.1 
Hz, 2H), 2.33 (t, J = 7.0 Hz, 2H), 1.85-1.76 (m, 2H), 1.73 (dd, J = 6.8, 1.8 Hz, 3H), 1.60-1.52 
(m, 2H); 13C NMR (100 MHz, CDCl3): δ 168.5, 138.4, 134.0, 132.3, 123.3, 111.1, 87.6, 79.8, 
37.7, 28.0, 26.2, 19.1, 18.6. 
 

(4-cyclopentylbut-1-en-3-yn-2-yl)trimethylsilane (8h) 

 
Prepared from commercially available ethynyl cyclopentane and (1-bromovinyl) trimethylsilane 
(colorless liquid, yield 71%).1H NMR (400 MHz, CDCl3): δ 5.97 (dd, J = 3.5,0.4 Hz, 1H), 5.57 
(dd, J = 3.5, 0.3 Hz, 1H), 2.77 (quin, J = 7.2 Hz, 1H), 1.95-1.88 (m, 2H), 1.75-1.69 (m, 2H), 
1.66-1.53 (m, 4H), 0.14 (s, 9H); 13C NMR (100 MHz, CDCl3): δ 135.4, 132.1, 99.5, 81.3, 34.2 (2 
x CH2), 31.3, 25.1 (2 x CH2), -2.0 (3x CH3).  
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 3.70 min. 
 

Methyl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9a) 
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Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 97:3) afforded title compound (rr = 96:4, 45 mg, 96% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 6.19 (d, J = 15.5 Hz, 1H), 5.79 (dq, J = 15.4, 6.6 Hz, 1H), 3.57 (d, J = 
4.7 Hz, 1H), 3.39 (s, 3H), 2.60 (d, J = 13.4 Hz, 1H), 2.36 (dd, J = 13.5, 4.7 Hz, 1H), 2.14-2.09 
(m, 1H), 1.70-1.50 (m, 8H), 1.16-1.10 (m, 5H); 13C NMR (150 MHz, C6D6): δ 173.8, 147.3, 
135.4, 126.1, 124.4, 51.1, 41.7, 38.7, 31.1 (2x CH2), 30.2, 26.4, 26.2, 26.2, 18.3. 
 
1H Selective NOE Data of Compound (9a) 

 
 
 
Irradiation                    Intensity Increases 
   H1                                H5 (δ 5.79, 0.42%), H6 (δ 6.18, 0.46%)  

   H2                                H3 (δ 2.59, 14.87%), H4 (δ 3.57, 3.16%) 
   H3                                H2 (δ 2.36, 13.37%), H4 (δ 3.57, 0.62%) 
   H4                                H2 (δ 2.36, 1.94%), H3 (δ 2.59, 0.78%), 
                           H5 (δ 5.79, 1.02%) 
   H5                                H1 (δ 1.60, 2.53%), H4 (δ 3.57, 0.97%) 
                          H6 (δ 6.18, 1.78%), H7 (δ 3.39, 0.27%) 
 
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 9.44 min (major isomer) 
and 9.47 (minor isomer). 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 113.58 min (50.3%) and 122.17 min (49.7%); (R)- PCy-PHOXCoBr2 derived 
product: 113.93 min (3.2%) and 121.42 min (96.8%); major (S, 94 % ee); Absolute configuration 
assigned as (S) by X-Ray structure of corresponding ester of (1,6)-dibromonapth-2-ol.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C15H22O2Na, 257.1512; found 257.1510. 
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[𝛼]$%& – 14.9 (c 1.250 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
 
(S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylic acid (9a-COOH) 
 

 
Prepared from reaction of ester 3a (200 mg, 0.85 mmol) and 3 M NaOH (33 mg, 2.55 mmol) in 
methanol stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 80:20) afforded title compound (rr = 93:7), 159 mg, 85% yield) as a colorless oil; 1H 
NMR (600 MHz, C6D6): δ 6.13 (dd, J = 15.5, 0.7 Hz, 1H), 5.79 (dq, J = 15.5, 6.7 Hz, 1H), 3.51 
(d, J = 4.5 Hz, 1H), 2.50 (d, J = 13.6 Hz, 1H), 2.28 (dd, J = 13.6, 4.5 Hz, 1H), 2.09-2.04 (m, 1H), 
1.65-1.50 (m, 8H), 1.13-1.04 (m, 5H); 13C NMR (100 MHz, C6D6): δ 181.1, 147.4, 135.0, 126.6, 
124.0, 41.7, 38.6, 31.0, 31.0, 30.1, 26.4, 26.2, 26.2, 18.3. 
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1,6-dibromonaphthalen-2-yl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-
carboxylate (9a-naphthoate) 
 

 
 A 25 mL oven dried two-necked round-bottom flask equipped with a magnetic stir bar was 
charged with (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylic acid (200 mg, 
0.90 mmol, 1.0 equiv) and DCM (20 mL), under argon 1,6-dibromonaphthalen-2-ol (411 mg, 1.36 
mmol, 1.5 equiv), HATU (376 mg, 0.99 mmol, 1.1 equiv) and 4-(dimethylamino)pyridine (22 mg, 
0.18 mmol, 0.2 equiv,) was added at 0 oC and the reaction mixture was stirred at rt for 12 h. The 
crude mixture was subjected to silica gel column chromatograhy (hexane/ethyl acetate = 6:1) to 
afford 9a-naphthoate as a pale yellow solid. (95 mg, 21%). 
1H NMR (600 MHz, C6D6): δ 7.86 (d, J = 9.0 Hz, 1H), 7.50 (d, J = 2.0 Hz, 1H), 7.27 (dd, J = 
9.0, 2.0 Hz, 1H), 7.04 (d, J = 8.8 Hz, 1H),  7.00 (d, J = 8.8 Hz, 1H), 6.28 (d, J = 15.5 Hz, 1H), 
6.05-6.00 (m, 1H), 3.87 (d, J = 4.6 Hz, 1H), 2.91 (d, J = 13.6 Hz, 1H), 2.55 (dd, J = 13.6, 4.5 Hz, 
1H), 2.18-2.15 (m, 1H), 1.75-1.73 (m, 1H), 1.70-1.69 (m, 4H), 1.64-1.61 (m, 2H), 1.55-1.52 (m, 
1H) 1.22-1.08 (m, 5H); 13C NMR (150 MHz, C6D6): δ 171.3, 147.8, 147.6, 135.0, 133.5, 131.7, 
131.1, 130.4, 129.1, 126.9, 124.2, 123.6, 120.7, 115.5, 41.8, 38.8, 31.1, 30.4, 26.4, 26.2, 26.2, 
18.4 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C24H24Br2O2, 525.0035 (50%), 527.0016 (100%), 
529.0000 (50%); found 525.0040 (50%), 527.0020 (100%), 529.0003 (50%). 
 
2,2,2-trifluoroethyl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9b) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 2,2,2-trifluoroethyl acrylate (46 
mg, 0.30 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydroo- xazole CoBr2, stirred for 12 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 98:2) afforded title compound (rr = 99:1), 60 mg, 99% yield) as a 
colorless oil; 1H NMR (400 MHz, C6D6): δ 6.13 (dd, J = 15.6, 0.8 Hz, 1H), 5.73 (dq, J = 15.6, 
6.7 Hz, 1H), 4.13 (dq, J = 12.8, 8.7 Hz, 1H), 3.93 (dq, J = 12.8, 8.6 Hz, 1H), 3.48 (d, J = 4.7 Hz, 
1H), 2.53 (d, J = 13.6 Hz, 1H), 2.28 (dd, J = 13.7, 4.5 Hz, 1H), 2.10-2.02 (m, 1H), 1.67-1.49 (m, 
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8H), 1.14-1.04 (m, 5H); 13C NMR (150 MHz, C6D6): δ 172.1, 147.7, 134.9, 126.7, 123.9, 123.8 
(d, JC-F = 277.4 Hz), 60.0 (q, JC-F = 35.9 Hz), 41.1, 38.7, 31.1, 31.0, 30.0, 26.4, 26.2 (2 x CH2), 
18.3. 
19F NMR (565 MHz, C6D6): δ -73.8 (s). 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.75 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 77.76 min (50.2%) and 84.11 min (49.2%); (R)- PCy-PHOXCoBr2 derived 
product: 78.28 min (5.0%) and 83.94 min (95.0%); major (S, 90% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H21F3O2Na, 325.1386; found 325.1387. 
[𝛼]$%& – 17.50 (c 1.02 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
 
Ethyl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9c) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and ethyl acrylate (30 mg, 0.30 mmol) 
with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole CoBr2, 
stirred for 15 h, followed by purification by column chromatography (hexane/ethyl acetate = 
97:3) afforded title compound (rr = 96:4), 48 mg, 97% yield) as a colorless oil.; 1H NMR (600 
MHz, C6D6): δ 6.20 (dd, J = 15.6, 0.7 Hz, 1H), 5.84 (dq, J = 15.5, 6.8 Hz, 1H), 3.99 (q, J = 7.1 
Hz, 2H), 3.60 (d, J = 4.7 Hz, 1H), 2.64 (d, J = 13.4 Hz, 1H), 2.38 (dd, J = 13.4, 4.7 Hz, 1H), 
2.12-2.09 (m, 1H), 1.71-1.51 (m, 8H), 1.18-1.15 (m, 5H), 0.98 (t, J = 7.1 Hz, 3H),; 13C NMR 
(150 MHz, C6D6): δ 173.4, 147.3, 135.6, 126.2, 124.4, 60.1, 42.0, 38.7, 31.1 (2x CH2), 30.1, 
26.4, 26.2, 26.2, 18.3, 14.4. 
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 9.86 min (major isomer)  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 152.99 min (50.4%) and 159.69 min (49.6%); (R)- PCy-PHOXCoBr2 derived 
product: 153.17 min (3.0%) and 159.77 min (97.0%); major (S, 94 % ee);  
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H24O2Na, 271.1669; found 271.1665. 
[𝛼]$%& – 3.69 (c 1.20 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
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Tert-butyl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9d) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and tert-butyl acrylate (38.5 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 97:3) afforded title compound (rr = 95:5, 54 mg, 98% yield) as a colorless oil; 1H 
NMR (600 MHz, C6D6): δ 6.21 (dd, J = 15.5, 0.8 Hz, 1H), 5.90 (dq, J = 15.5, 6.7 Hz, 1H), 3.56 
(d, J = 4.7 Hz, 1H), 2.65 (d, J = 13.4 Hz, 1H), 2.36 (dd, J = 13.4, 4.3 Hz, 1H), 2.15-2.11 (m, 1H), 
1.72-1.51 (m, 8H), 1.41 (s, 9H), 1.20-1.09 (m, 5H); 13C NMR (150 MHz, C6D6): δ 172.9, 147.3, 
135.8, 126.0, 124.5, 79.4, 43.2, 38.7, 31.2, 31.1, 30.0, 28.2, 26.4, 26.2 (2x CH2), 18.3.  
GC (phenyl methyl silicone, 120 oC, 5 min, 20 oC/min to 250 oC): Rt 10.13 min (major isomer) 
and 10.16 (minor isomer). 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 165.74 min (49.4%) and 169.54 min (50.6%); (R)- PCy-PHOXCoBr2 derived 
product: 165.93 min (1.3%) and 168.99 min (98.7%); major (S, 97% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C18H28O2Na, 299.1982; found 299.1979. 
[𝛼]$%& – 13.76 (c 1.02 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
 

 

1,1,1,3,3,3-hexafluoropropan-2-yl (S,E)-3-cyclohexyl-2-(prop-1-en-1-yl) cyclobut-2-ene-1-
carboxylate (9e) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 1,1,1,3,3,3-hexafluoro- isopropyl 
acrylate (67 mg, 0.30 mmol) with optimized condition using 2-(2-
(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole CoBr2, stirred for 15 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 98:2) afforded title compound 
(rr = 99:1, 73 mg, 99% yield) as a colorless oil;1H NMR (400 MHz, C6D6): δ 6.05 (dd, J = 15.6, 
2.3 Hz, 1H), 5.75 (sep, J = 6.2 Hz, 1H), 5.62 (dq, J = 15.6, 6.7 Hz, 1H), 3.44 (d, J = 4.7 Hz, 1H), 
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2.44 (d, J = 13.7 Hz, 1H), 2.22 (dd, J = 9.4, 1.0 Hz, 1H), 2.04-1.96 (m, 1H), 1.60-1.49 (m, 8H), 
1.14-0.97 (m, 5H); 13C NMR (150 MHz, C6D6): δ 170.8, 147.8, 134.2, 126.9, 123.3, 121.2, (d, 
JC-F = 285.4 Hz), 66.6 (t, JC-F = 34.1 Hz), 40.4, 38.5, 30.8, 30.7, 29.9, 26.2, 26.0 (2 x CH2), 18.1. 
19F NMR (565 MHz, C6D6): δ -73.4 (m). 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 7.72 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 32.32 min (50.5%) and 36.29 min (49.5%); (R)- PCy-PHOXCoBr2 derived 
product: 32.29 (4.3%) and 36.33 min (95.7%); major (S, 92% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C17H20F6O2Na, 393.1260; found 393.1255. 
[𝛼]$%& – 7.37 (c 1.055 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
 

(S,E)-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)triethoxysilane (9f) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and vinyltriethoxysilane (57 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 98:2) afforded title compound (rr = 97:3, 60 mg, 89% yield) as a colorless oil; 1H 
NMR (600 MHz, CDCl3): δ 6.35 (dd, J = 15.4, 0.8 Hz, 1H), 6.18 (dq, J = 15.4, 6.8 Hz, 1H), 3.88 
(q, J = 7.0 Hz, 6H), 2.65 (d, J = 13.5 Hz, 1H), 2.58 (d, J = 4.9 Hz, 1H), 2.55 (t, J = 5.3 Hz, 1H), 
2.28-2.25 (m, 1H), 1.80-1.75 (m, 5H), 1.69-1.66 (m, 2H), 1.59-1.57 (m, 1H), 1.22-1.07 (m, 
14H); 13C NMR (150 MHz, CDCl3): δ 144.1, 137.2, 125.9, 125.5, 58.7, 38.7, 31.8, 31.7, 27.2, 
26.6, 26.5, 26.4, 24.5, 18.7, 18.4. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 10.50 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 178.01 min (50.1%) and 179.47 min (49.9%); (R)- PCy-PHOXCoBr2 derived 
product: 178.01 (1.4%) and 179.45 min (98.6%); major (S, 97% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C19H34SiO2Na, 361.2169; found 361.2174. 
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(S,E)-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)trimethylsilane (9g) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and vinyltrimethylsilane (30 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (Hexane = 100%) 
afforded title compound (rr >95:5, 44 mg, 88% yield) as a colorless oil;1H NMR (600 MHz, 
C6D6): δ 6.30 (dq, J = 15.4, 1.4 Hz, 1H), 5.58 (dq, J = 15.5, 6.8 Hz, 1H), 2.50 (dd, J = 14.1, 5.1 
Hz, 1H), 2.30 (d, J = 4.9 Hz, 1H), 2.27-2.22 (m, 1H), 2.13 (dt, J = 14.0, 0.9 Hz, 1H), 1.73-1.57 
(m, 8H), 1.25-1.09 (m, 5H), 0.10 (s, 9H); 13C NMR (150 MHz, C6D6): δ 143.7, 138.7, 125.9, 
124.9, 38.5, 32.1, 31.8, 28.2, 27.6, 26.6, 26.5, 26.4, 18.2, -2.3. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.65 min (major isomer) and 
8.70 min (minor isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 44.04 min (49.8%) and 45.79 min (50.2%); (R)- PCy-PHOXCoBr2 derived 
product: 42.2 (22.7%) and 42.69 min (77.3%); major (S, 54% ee);Norephe-PHOXCoBr2 derived 
product: 42.88 min (3.7%) and 44.53 min (96.3%); major (S, 93% ee); Absolute configuration 
assigned as (S) by analogy.  

(S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-ol (9h-OH) 

Prepared from reaction of enyne 8a (30 mg, 0.2 mmol) and vinylboronic acid pinacol ester (46 
mg, 0.3 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)- -4,5-
dihydrooxazole CoBr2, stirred for 8 h, followed by oxidation with H2O2 (4.0 mmol) and 4 M 
NaOH (2.0 mmol) and purification by column chromatography (hexane/ethyl acetate = 94:6) 
afforded title compound (rr =92:8, 31 mg, 80% yield) as a colorless oil; 1H NMR (600 MHz, 
C6D6): δ 6.13 (dd, J = 15.7, 0.9 Hz, 1H), 5.93 (dq, J = 15.6, 6.7 Hz, 1H), 4.63 (d, J = 3.1 Hz, 
1H), 2.58 (dt, J = 13.5, 4.0 Hz, 1H), 2.15-2.09 (m, 1H), 2.06 (d, J = 13.5 Hz, 1H), 1.72-1.54 (m, 
8H), 1.17-1.13 (m, 5H); 13C NMR (150 MHz, C6D6): δ 144.9, 140.3, 127.1, 123.5, 67.6, 39.3, 
38.5, 31.3, 31.1, 26.4, 26.3 (2 x CH2), 18.5. 
Absolute configuration assigned as (S) by analogy. 
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HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H20ONa, 215.1406; found 215.1399. 
[𝛼]$%& + 8.23 (c 1.23 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole.  
 
(S,E)-3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl acetate (9h-OAc) 
 

 
Prepared from reaction of 8a (25 mg, 0.130 mmol) and acetic anhydride (40 mg, 0.39 mmol) in 
presence of Et3N (0.39 mmol), and catalytic amount of DMAP, stirred for 1.0 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 97:3) afforded title compound 
(rr= 92:8), 32 mg, 65 % yield) as a colorless oil; 1H NMR (600 MHz, C6D6): δ 6.12 (dd, J = 15.7, 
0.9 Hz, 1H), 5.87 (dq, J = 15.6, 6.7 Hz, 1H), 5.79 (d, J = 3.9 Hz, 1H), 2.75 (dd, J = 13.9, 4.0 Hz, 
1H), 2.37 (dd, J = 13.9, 0.5 Hz, 1H), 2.13-2.07 (m, 1H), 1.72 (s, 3H), 1.66-1.50 (m, 8H), 1.15-1.01 
(m, 5H); 13C NMR (150 MHz, C6D6): δ 170.3, 146.9, 136.8, 127.6, 123.1, 68.4, 38.4, 36.6, 31.0, 
30.8, 27.2, 26.3, 26.2, 20.8, 18.5. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.30 min .  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
124.41 min (50.1%) and 139.15 min (49.9%); (R)- PCy-PHOXCoBr2 derived product: 124.76 
(2.7%) and 139.46 min (97.3%); major (S, 95% ee); Absolute configuration assigned as (S) by 
analogy.  
 
 (S,E)-((3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)sulfonyl)benzene (9i) 

 
Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and phenyl vinyl sulfone 
 (37 mg, 0.30 mmol) with optimized condition using dppp CoBr2, stirred for 24 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 85:15) afforded title compound 
(rr = 100:0, 44 mg, 69 % yield) as a pale yellow semi solid;1H NMR (600 MHz, C6D6): δ 7.89 
(d, J = 7.1 Hz, 2H), 6.96 (d, J = 7.2 Hz, 1H), 6.92 (t, J = 7.6 Hz, 2H), 6.37 (dq, J = 15.7, 6.7 Hz, 
1H), 6.00 (d, J = 15.7 Hz, 1H), 4.13 (d, J = 4.4 Hz, 1H), 2.29 (d, J = 14.5 Hz, 1H), 2.20 (dd, J = 
14.5, 4.5 Hz, 1H), 1.93-1.87 (m, 1H), 1.65 (d, J = 6.5 Hz, 3H), 1.43 (d, J = 9.3 Hz, 3H), 1.33 (d, 
J = 14.0 Hz, 1H), 1.18 (d, J = 14.3 Hz, 1H),1.00-0.91 (m, 3H), 0.81-0.75 (m, 2H); 13C NMR 
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(150 MHz, C6D6): δ 149.3, 138.1, 133.0, 132.9, 130.1, 129.6 (2x CH), 128.4 (2x CH),122.5, 
60.9, 37.9, 30.4, 30.3, 29.9, 26.1, 25.8 (2x CH2), 18.6. 
HPLC (Chiracel OD-H, 2% Isopropanol-hexanes, 1mL/minute, 35 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 11.66 min (50.7%) and 12.53 min (49.30%); 
(R)- PCy-PHOXCoBr2 derived product: 11.63 (98.0%) and 12.69 min (2.0%); major (S, 96% ee); 
Absolute configuration assigned as (S) by analogy. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C19H24SO2Na, 339.1389; found 339.1386. 
(S,E)-(((3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)methoxy)methyl)benzene (9j) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and ((allyloxy)methyl)benzene (33 
mg, 0.22 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydroo- xazole CoBr2, stirred for 15 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 96:4) afforded title compound (rr = 98:2, 55 mg, 92% yield) as a pale 
yellow oil;1H NMR (400 MHz, C6D6): δ 7.33 (d, J = 8.2 Hz, 2H), 7.18 (d, J = 8.1 Hz, 2H), 7.08 
(t, J = 7.4 Hz, 1H), 6.24 (dd, J = 15.6, 0.8 Hz, 1H), 5.75 (dq, J = 15.6, 6.7 Hz, 1H), 4.40 (d, J = 
3.0 Hz, 2H), 3.78 (dd, J = 9.3, 5.6 Hz, 1H), 3.48 (dd, J = 9.3, 7.6 Hz, 1H), 3.21 (q, J = 6.2 Hz, 
1H), 2.54 (dd, J = 13.9, 4.5 Hz, 1H), 2.16 (d, J = 13.8 Hz, 2H), 1.72-1.54 (m, 8H), 1.22-1.09 (m, 
5H); 13C NMR (100 MHz, C6D6): δ 145.7, 139.7, 138.2, 128.5, 127.8, 127.6, 126.0, 124.9, 74.4, 
73.3, 39.1, 38.6, 31.5, 31.5, 31.2, 26.5, 26.4 (2x CH2), 18.5. 

1H Selective NOE Data of Compound (9j) 

Irradiation  Intensity Increases 
 H1 H7 (δ 5.75, 0.96%), H4 (δ 3.78, 0.38%), H5 (δ 3.48, 0.84%), H3 (δ 2.56, 2.15%) 

 H7 H6 (δ 6.24, 1.22%), H4 (δ 3.78, 1.22%), H1 (δ 3.21, 0.86%), H8 (δ 1.64, 2.38%) 

GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 12.64 min. 
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CSP-GC (cyclosil-B, 150 °C , 250 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 259.60 min (49.7%) and 262.42 min (50.3%); (R)- PCy-PHOXCoBr2 derived 
product: 259.65 (4.2%) and 262.35 min (95.8%); major (S, 92% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H28ONa, 319.2032; found 319.2030. 
[𝛼]$%& + 9.55 (c 1.067 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
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(S,E)-N-((3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)methyl)-4-methylbenzene 
sulfonamide  (9k) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and N-allyl-4-methylbenzene 
sulfonamide (46.5 mg, 0.22 mmol) with optimized condition using 2-(2-
(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole CoBr2, stirred for 24 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 75:25) afforded title compound 
(rr = 100:0, 37 mg, 51% yield) as off-white solid; 1H NMR (600 MHz, C6D6): δ 7.80 (d, J = 8.1 
Hz, 2H), 6.77 (d, J = 7.9 Hz, 2H), 6.00 (d, J = 15.7 Hz, 1H), 5.28-5.24 (m, 1H), 4.56 (d, J = 4.4 
Hz, 1H), 3.39-3.37 (m, 1H), 2.88-2.85 (m, 1H),  2.72 (d, J = 3.5 Hz, 1H), 2.28-2.24 (m, 1H), 
2.05 (t,  J = 6.7 Hz, 1H), 1.93 (t,  J = 13.6 Hz, 1H), 1.88 (s, 3H), 1.60-1.52 (m, 5H), 1.51 (d, J = 
6.6 Hz, 3H), 1.16-1.03 (m, 5H); 13C NMR (150 MHz, C6D6): δ 146.7, 142.6, 138.6, 136.1, 129.6, 
127.5, 125.7, 124.5, 45.9, 38.5, 37.7, 31.4, 31.3, 30.7, 30.2, 26.4, 26.3, 21.1, 18.3. 
HPLC (Chiracel IC, 5% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 39.84 min (50.0%) and 42.13 min (50.0%); (R)- 
PCy-PHOXCoBr2 derived product: 39.40 (93.3%) and 43.00 min (6.7%); major (S, 87% ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H29NO2S, 382.1811; found 353.1813. 

(S,E)-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)methanol (9l-OH) 

Prepared from reaction of enyne 8a (30 mg, 0.2 mmol) and allylboronic acid pinacol ester (50 
mg, 0.3 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)- -4,5-
dihydrooxazole CoBr2, stirred for 4 h, followed by oxidation with H2O2 (4.0 mmol) and 4 M 
NaOH (2.0 mmol) and purification by column chromatography (hexane/ethyl acetate = 94:6) 
afforded title compound (rr =95:5, 29 mg,70% two step yield) as a colorless oil; 1H NMR (600 
MHz, C6D6): δ 6.19 (dd, J = 15.6, 0.7 Hz, 1H), 5.58 (dq, J = 15.6, 6.7 Hz, 1H), 3.78 (dd, J = 
10.8, 4.5 Hz, 1H), 3.60 (dd, J = 10.7, 6.5 Hz, 1H), 2.92 (q, J = 5.0 Hz, 1H), 2.38 (dd, J = 13.7, 
4.5 Hz, 1H), 2.19-2.14 (m, 1H), 2.09 (d, J = 13.7 Hz, 1H), 1.68-1.54 (m, 8H), 1.22-1.07 (m, 5H); 
13C NMR (150 MHz, C6D6): δ 146.6, 136.8, 125.6, 125.0, 65.1, 41.2, 38.6, 31.6, 31.5, 30.1, 26.5, 
26.4 (2 x CH2), 18.4. 
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HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H22ONa, 229.1563; found 229.1555. 
[𝛼]$%& - 4.74 (c 1.125 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
(S,E)-(((3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)methyl)sulfonyl)benzene (9m) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and allyl phenyl sulfone (40 mg, 0.22 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 85:15) afforded title compound (rr = 100:0, 32 mg, 48% yield) as a pale yellow oil; 1H 
NMR (400 MHz, C6D6): δ 7.81 (dd, J = 6.8, 1.6 Hz, 2H), 6.95-6.88 (m, 3H), 5.98 (dd, J = 15.8, 
0.7 Hz, 1H), 5.23 (dq, J = 15.8, 6.7 Hz, 1H), 3.59 (dd, J = 14.2, 1.9 Hz, 1H), 3.29-3.23 (m, 1H), 
2.85 (dd, J = 14.1, 11.6 Hz, 1H), 2.43 (dd, J = 14.8, 3.7 Hz, 1H), 2.03 (d, J = 14.5 Hz, 2H), 1.58-
1.52 (m, 5H), 1.49 (dd, J = 6.7, 1.1 Hz, 3H), 1.13-0.91 (m, 5H); 13C NMR (150 MHz, C6D6): δ 
146.0, 141.3, 136.5, 133.0, 129.1, 128.4, 125.9, 123.6, 60.1, 38.5, 33.8, 32.7, 31.2, 31.2, 30.2, 
26.3, 26.2, 18.4. 
HPLC (Chiracel IC, 5% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 39.64 min (50.6%) and 43.10 min (49.4%); (R)- 
PCy-PHOXCoBr2 derived product: 39.40 (77.6%) and 43.00 min (22.4%); major (S, 55% ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C20H26SO2Na, 353.1546; found 353.1549. 

 (S,E)-((3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)methyl)trimethylsilane (9n) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and allyltrimethylsilane (34 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (Hexane = 100%) 
afforded title compound (rr = 94:6,48 mg, 91% yield) as a colorless oil; 1H NMR (600 MHz, 
C6D6): δ 6.36 (dd, J = 15.7, 0.7 Hz, 1H), 5.60 (dq, J = 15.7, 6.7 Hz, 1H), 2.88 (d, J = 12.5 Hz, 
1H), 2.57 (dd, J = 13.5, 4.3 Hz, 1H), 2.25-2.18 (m, 1H), 1.92 (d, J = 13.5 Hz, 1H), 1.77-1.51 (m, 
8H), 1.32 (dd, J = 14.7, 2.4 Hz, 1H), 1.25-1.11 (m, 5H), 0.62 (dd, J = 14.7, 12.5 Hz, 1H), 0.07 (s, 
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9H); 13C NMR (100 MHz, C6D6): δ 143.2, 142.2, 124.8, 124.7, 38.6, 35.7, 34.7, 31.7, 31.7, 26.7, 
26.6, 26.5, 21.5, 18.6, -0.7. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 9.55 min.  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 83.59 min (50.4%) and 88.69 min (49.6%); (R)- PCy-PHOXCoBr2 derived 
product: 83.43 (42.5%) and 88.27 min (57.5%); major (S, 15% ee);  
Norephe-PHOXCoBr2 derived product: 81.41 min (5.00%) and 86.05 min (95.0%); major (S, 
90% ee); Absolute configuration assigned as (S) by analogy.  
 (R,E)-1-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)-4-methylbenzene (9o) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 4-methylstyrene 
(35 mg, 0.30 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydroo- xazole CoBr2, stirred for 15 h, followed by purification by column chromatography 
(Hexane = 100%) afforded title compound (rr = 93:7, 51 mg, 96% yield) as a colorless oil; 1H 
NMR (400 MHz, C6D6): δ 7.27 (d, J = 8.1 Hz, 2H), 7.06 (d, J = 7.7 Hz, 2H), 6.29 (dd, J = 15.5, 
0.9 Hz, 1H), 5.45 (dq, J = 15.5, 6.7 Hz, 1H), 3.88 (d, J = 4.6 Hz, 1H), 2.82 (dd, J = 13.6, 4.8 Hz, 
1H), 2.30-2.25 (m, 1H), 2.19 (d, J = 13.6 Hz, 1H), 2.14 (s, 3H), 1.80-1.57 (m, 5H), 1.49 (dd, J = 
6.7, 1.2 Hz, 3H), 1.28-1.17 (m, 5H); 13C NMR (100 MHz, C6D6): δ 145.7, 141.3, 138.9, 135.6, 
129.5, 127.2, 126.5, 124.2, 43.4, 38.8, 37.7, 31.8, 31.4, 26.5, 26.4, 26.4, 21.1, 18.3. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 11.56 min.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C20H26Na, 289.1927; found 289.1924. 
[𝛼]$%& + 11.60 (c 1.23CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

(R,E)-1-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)-4-methoxybenzene (9p) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 4-methoxystyrene (40 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
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acetate = 99:1)  afforded title compound (rr = 94:6, 55 mg, 97% yield) as a colorless oil; 1H 
NMR (600 MHz, C6D6): δ 7.24 (d, J = 8.6 Hz, 2H), 6.85 (d, J = 8.7 Hz, 2H), 6.29 (dd, J = 15.5, 
0.8 Hz, 1H), 5.46 (dq, J = 15.5, 6.8 Hz, 1H), 3.86 (d, J = 4.6 Hz, 1H), 3.33 (s, 3H), 2.83 (dd, J = 
13.6, 4.8 Hz, 1H), 2.31-2.26 (m, 1H), 2.18 (d, J = 13.6 Hz, 1H), 1.81-1.57 (m, 5H), 1.51 (dd, J = 
6.7, 1.1 Hz, 3H), 1.29-1.11 (m, 5H); 13C NMR (150 MHz, C6D6): δ 158.8, 145.6, 138.9, 136.2, 
128.1, 126.5, 124.2, 114.3, 54.8, 43.0, 38.8, 37.7, 31.8, 31.5, 26.5, 26.4, 26.4, 18.4. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 12.52 min.  
HPLC (Chiracel OD-H, 0.1% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 7.67 min (50.5%) and 13.15 min (49.5%); (R)- 
PCy-PHOXCoBr2 derived product: 7.74 (69.7%) and 12.69 min (30.3%); major (S, 39% ee); 
Absolute configuration assigned as (S) by analogy.  
[𝛼]$%& +5.60 (c 1.133 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

(R,E)-1-bromo-4-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)benzene (9q) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 4-bromostyrene (55 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (Hexane = 100%) 
afforded title compound (rr = 94:6), 64 mg, 97% yield) as a colorless oil; 1H NMR (400 MHz, 
C6D6): δ 7.31 (d, J = 8.4 Hz, 2H), 6.95 (d, J = 8.4 Hz, 2H), 6.21 (dd, J = 15.5, 0.8 Hz, 1H), 5.29 
(dq, J = 15.5, 6.8 Hz, 1H), 3.66 (d, J = 4.6 Hz, 1H), 2.72 (dd, J = 13.7, 4.8 Hz, 1H), 2.25-2.18 
(m, 1H), 2.00 (d, J = 13.6 Hz, 1H), 1.74-1.57 (m, 5H), 1.48 (dd, J = 6.7, 1.0 Hz, 3H), 1.23-1.18 
(m, 5H); 13C NMR (100 MHz, C6D6): δ 145.9, 143.2, 138.3, 131.8, 128.9, 126.7, 123.9, 120.1, 
42.8, 38.7, 37.3, 31.7, 31.4, 26.4, 26.3, 26.3, 18.3. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 12.82 min.  
HPLC (Chiracel OD-H, 0.1% Isopropanol-hexanes, 1mL/minute, 23 º C Sig = 254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 4.28 min (48.0%) and 4.55 min (52.0%); (R)- 
PCy-PHOXCoBr2 derived product: 4.39 (72.7%) and 4.66 min (27.3%); major (S, 45% ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C19H23BrNa, 369.0824 and 371.0806; found 
369.0812 and 371.0804 respectively. 
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(R,E)-2-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)naphthalene (9r) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 2-vinylnaphthalene (46 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (Hexane = 100%) 
afforded title compound (rr = 96:4, 57 mg, 95% yield) as a pale yellow solid; 1H NMR (400 
MHz, C6D6): δ 7.73-7.62 (m, 4H), 7.48 (dd, J = 8.4, 1.7 Hz, 1H), 7.28-7.20 (m, 2H), 6.32 (dd, J 
= 15.5, 0.9 Hz, 1H), 5.44 (dq, J = 15.5, 6.7 Hz, 1H), 4.02 (d, J = 4.6 Hz, 1H), 2.87 (dd, J = 13.7, 
4.8 Hz, 1H), 2.33-2.28 (m, 1H), 2.25 (d, J = 13.7 Hz, 1H), 1.84-1.77 (m, 2H), 1.70-1.67 (m, 2H), 
1.62-1.58 (m, 1H), 1.44 (dd, J = 6.7, 1.2 Hz, 3H), 1.30-1.21 (m, 5H); 13C NMR (100 MHz, 
C6D6): δ 145.9, 141.9, 138.8, 134.5, 133.2, 128.6, 128.1, 127.9, 126.7, 126.1, 125.9, 125.4, 
125.4, 124.2, 43.8, 38.8, 37.5, 31.8, 31.5, 26.5, 26.4, 26.4, 18.3. 
HPLC (Chiracel OD-H, 0.1% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 16.51 min (49.7%) and 20.85 min (50.3%); (R)- 
PCy-PHOXCoBr2 derived product: 16.43 (29.5%) and 20.16 min (70.5%); major (S, 41% ee); 
Absolute configuration assigned as (S) by analogy.  

HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C23H26Na, 325.1927; found 325.1921. 
[𝛼]$%& -18.67 (c 1.100 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

(S,E)-2-(3-cyclohexyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)-6-methoxybenzofuran (9s) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 6-methoxy-2-vinylbenzofuran (38 
mg, 0.22 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydroo- xazole CoBr2, stirred for 15 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 98:2) afforded title compound (rr = 94:6, 57 mg, 88% yield) as a white 
solid;1H NMR (600 MHz, C6D6): δ 7.24 (d, J = 8.8 Hz, 1H), 6.91 (d, J = 2.5 Hz, 1H), 6.78 (dd, J 
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= 8.8, 2.6 Hz, 1H), 6.39 (s, 1H), 6.27 (dd, J = 15.5, 0.7 Hz, 1H), 5.64 (dq, J = 15.5, 6.8 Hz, 1H), 
4.02 (d, J = 4.4 Hz, 1H), 3.39 (s, 3H), 2.73 (dd, J = 13.6, 4.7 Hz, 1H), 2.49 (d, J = 13.6 Hz, 1H), 
2.24-2.20 (m, 1H), 1.78-1.57 (m, 5H), 1.54 (dd, J = 6.7, 0.9 Hz, 3H), 1.23-1.18 (m, 5H); 13C 
NMR (150 MHz, C6D6): δ 161.9, 156.6, 150.4, 146.2, 136.4, 130.2, 126.6, 124.1, 112.1, 111.6, 
103.7, 102.5, 55.4, 38.8, 37.0, 34.3, 31.4, 31.3, 26.4, 26.3 (2x CH2), 18.4. 
HPLC (Chiracel OD-H, 0.5% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 19.58 min (47.9%) and 23.77 min (52.1%); (R)- 
PCy-PHOXCoBr2 derived product: 18.94 (93.1%) and 23.64 min (6.9%); major (S, 86% ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C22H26ONa, 345.1825; found 345.1830. 
[𝛼]$%& +15.79 (c 1.700 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

 (1S,5S)-6-cyclohexyl-7-((E)-prop-1-en-1-yl)-2-oxabicyclo[3.2.0]hept-6-ene (9t) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and 2,3-dihydrofuran (21 mg, 0.30 
mmol) with optimized condition using dpppCoBr2, stirred for 24 h, followed by purification by 
column chromatography (hexane/ethyl acetate = 99:1) afforded title compound (rr = 100:0, 33 
mg, 75% yield) as a colorless oil; 1H NMR (400 MHz, C6D6): δ 6.16 (d, J = 16.5 Hz, 1H), 6.09 
(dq, J = 15.5, 6.2 Hz, 1H), 5.08 (d, J = 3.3 Hz, 1H), 4.04 (t, J = 7.8 Hz, 1H), 3.91-3.84 (m, 1H), 
3.08 (dd, J = 7.5, 3.1 Hz, 1H), 2.18-2.12 (m, 1H), 1.70-1.59 (m, 8H), 1.49-1.32 (m, 2H), 1.21-
1.10 (m, 5H); 13C NMR (100 MHz, C6D6): δ 146.0, 136.4, 128.0, 123.4, 77.8, 66.1, 45.2, 38.5, 
32.1, 31.5, 27.8, 26.5, 26.4, 26.3, 18.4. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 9.24 min.  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [dpppCoBr2]: major -
isomer: 93.80 min (50.0%) and 107.05 min (50.0%); (S,S)- BDPPCoBr2 derived product: 93.92 
(73.7%) and 107.58 min (26.3%); major (48% ee);  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C15H22ONa, 241.1563; found 241.1561. 
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 (1S,6R)-3-cyclohexyl-4-((E)-prop-1-en-1-yl)tricyclo[4.2.1.02,5]non-3-ene (9u) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and norbornene (28 mg, 0.30 mmol) 
with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole CoBr2, 
stirred for 12 h, followed by purification by column chromatography (Hexane = 100%) afforded 
title compound (47 mg, 98% yield) as a colorless oil; 1H NMR (600 MHz, C6D6): δ 6.22 (dd, J = 
15.4, 1.6 Hz, 1H), 5.60 (dq, J = 15.6, 6.7 Hz, 1H), 2.50 (d, J = 3.4 Hz, 1H), 2.40 (d, J = 2.9 Hz, 
1H), 2.22-2.18 (m, 1H), 2.13 (d, J = 1.0 Hz, 1H), 1.98 (d, J = 2.3 Hz, 1H),  1.76-1.73 (m, 2H), 
1.68-1.64 (m, 5H), 1.61-1.57 (m, 2H), 1.56-1.52 (m, 2H), 1.28-1.05 (m, 7H), 0.99 (dd, J = 9.8, 
2.4 Hz, 1H); 13C NMR (150 MHz, C6D6): δ 145.8, 137.4, 125.3, 124.8, 47.1, 45.9, 38.7, 35.4, 
34.8, 32.2, 31.9, 31.2, 29.2, 28.9, 26.7, 26.6, 26.5, 18.3. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 10.30 min. 

(E)-1-(3-cyclohexyl-4-methyl-2-(prop-1-en-1-yl)cyclobut-2-en-1-yl)-4-methoxybenzene (9v) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and trans-anethole (33 mg, 0.22 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 99:1) afforded title compound (rr = 90:10, 49 mg, 82% yield) as a colorless oil;1H 
NMR (600 MHz, C6D6): δ 7.23 (d, J = 8.6 Hz, 2H), 6.86 (d, J = 8.6 Hz, 2H), 6.35 (d, J = 15.4 
Hz, 1H), 5.45 (dq, J = 15.4, 6.7 Hz, 1H), 3.34 (s, 3H), 2.51 (d, J = 6.6 Hz, 1H), 2.29 (t, J = 11.2 
Hz, 1H), 1.87-1.60 (m, 5H), 1.51(d, J = 6.7 Hz, 3H), 1.41-1.14 (m, 9H); 13C NMR (150 MHz, 
C6D6): δ 158.8, 149.9, 136.8, 135.6, 128.2, 126.8, 124.5, 114.3, 54.8, 52.2, 46.8, 38.8, 32.2, 31.9, 
26.8, 26.6, 26.6, 18.6, 18.4. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H28ONa, 319.2032; found 319.2060. 
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 Methyl (S,E)-3-cyclopropyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9w) 

Prepared from reaction of enyne 8d (21.2 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 98:2) afforded title compound (rr = 89:11, 33 mg, 86% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 6.18 (dd, J = 14.8, 0.8 Hz, 1H), 5.80 (dq, J = 15.8, 6.7 Hz, 1H), 3.52 
(dd, J = 4.7, 1.4 Hz, 1H), 3.37 (s, 3H), 2.37 (d, J = 13.3 Hz, 1H), 2.06 (dd, J = 13.8, 4.8 Hz, 1H), 
1.62 (dd, J = 6.7, 1.3 Hz, 3H), 1.38-1.34 (m, 1H), 0.45-0.40 (m, 3H), 0.36-0.33 (m, 1H); 13C 
NMR (150 MHz, C6D6): δ 173.7, 143.7, 136.0, 125.4, 123.9, 51.1, 41.1, 28.9, 18.3, 10.4, 5.4, 
5.3. 
GC (phenyl methyl silicone, 80oC, 5 min, 20 oC/min to 250 oC): Rt 9.90 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 25.07 min (50.0%) and 28.99 min (50.0%); (R)- PCy-PHOXCoBr2 derived 
product: 25.00 min (3.4%) and 28.87 min (96.6%); major (S, 93% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C12H16O2Na, 215.1043; found 215.1042. 
[𝛼]$%& -53.00 (c 1.000 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

 Methyl (S,E)-3-cyclopentyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9x) 

Prepared from reaction of enyne 8e (26.8 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 15 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 97:3) afforded title compound (rr = 97:3, 42 mg, 96% yield) as a colorless oil.;11H 
NMR (400 MHz, C6D6): δ 6.17 (dd, J = 15.6, 0.8 Hz, 1H), 5.80 (dq, J = 15.5, 6.7 Hz, 1H), 3.59 
(d, J = 4.7 Hz, 1H), 3.39 (s, 3H), 2.63 (d, J = 13.4 Hz, 1H), 2.59-2.53 (m, 1H), 2.38 (dd, J = 13.8, 
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4.4 Hz, 1H), 1.66-1.58 (m, 5H), 1.52-1.48 (m, 2H), 1.45-1.37 (m, 4H); 13C NMR (100 MHz, 
C6D6): δ 173.8, 146.4, 136.0, 126.0, 124.1, 51.1, 41.7, 39.5, 31.2, 31.2, 30.1, 25.7, 25.7, 18.4. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.60 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 65.43 min (50.1%) and 74.74 min (49.9%); (R)- PCy-PHOXCoBr2 derived 
product: 65.60 min (3.1%) and 74.51 min (96.9%); major (S, 94% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H20O2Na, 243.1356; found 243.1346. 
[𝛼]$%& +20.60 (c 1.250 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

 Methyl (S,E)-3-butyl-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9y) 

Prepared from reaction of enyne 8b (24.4 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 96:4) afforded title compound (rr = 99:1, 40 mg, 95% yield) as a colorless oil.; 1H 
NMR (400 MHz, C6D6): δ 6.10 (dd, J = 15.6, 0.8 Hz, 1H), 5.80 (dq, J = 15.5, 6.7 Hz, 1H), 3.60 
(d, J = 2.4 Hz, 1H), 3.38 (s, 3H), 2.62 (dd, J = 13.5, 1.0 Hz, 1H), 2.34 (dd, J = 13.6, 4.5 Hz, 1H), 
2.01-1.96 (m, 2H), 1.60 (d, J = 6.2 Hz, 3H), 1.33-1.18 (m, 4H), 0.81 (t, J = 7.1 Hz, 3H); 13C 
NMR (150 MHz, C6D6): δ 173.7, 143.3, 137.3, 126.0, 123.8, 51.1, 42.3, 32.0, 29.5, 28.6, 22.8, 
18.3, 14.0. 
GC (phenyl methyl silicone, 100oC, 5 min, 20 oC/min to 250 oC): Rt 8.54 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 23.10 min (50.4%) and 23.87 min (49.6%); (R)- PCy-PHOXCoBr2 derived 
product: 23.05 min (3.5%) and 23.83 min (96.5%); major (S, 93% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H20O2Na, 231.1356; found 231.1354. 
[𝛼]$%& – 20.63 (c 1.200 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
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Methyl (S,E)-3-(tert-butyl)-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9z) 

Prepared from reaction of enyne 8c (24.4 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 98:2) afforded title compound (rr = 100:0, 40 mg, 96% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 6.34 (dd, J = 15.5, 0.5 Hz, 1H), 5.80 (dq, J = 15.4, 6.7 Hz, 1H), 3.54 
(d, J = 4.7 Hz, 1H), 3.38 (s, 3H), 2.56 (dd, J = 13.4, 0.5 Hz, 1H), 2.34 (dd, J = 13.4, 4.8 Hz, 1H), 
1.59 (dd, J = 6.7, 1.2 Hz, 3H), 1.02 (s, 9H); 13C NMR (150 MHz, C6D6): δ 173.9, 150.4, 134.3, 
126.8, 125.3, 51.2, 41.0, 34.5, 29.3, 28.7, 18.4. 
GC (phenyl methyl silicone, 70oC, 5 min, 20 oC/min to 250 oC): Rt 9.77 min. 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
13.59 min (49.9%) and 14.55 min (50.1%); (R)- Ph-PHOXCoBr2 derived product: 13.53 min 
(14.1%) and 14.52 min (85.9%); major (S, 72% ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H20O2Na, 231.1356; found 231.1353. 

Methyl (S,E)-3-(4-chlorobutyl)-2-(prop-1-en-1-yl)cyclobut-2-ene-1-carboxylate (9aa) 

Prepared from reaction of enyne 8f (31.2 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 94:6) afforded title compound (rr = 99:1, 43 mg, 88% yield) as a colorless oil.;1H 
NMR (400 MHz, CDCl3): δ 6.02 (dd, J = 15.6, 0.8 Hz, 1H), 5.77 (dq, J = 15.6, 6.7 Hz, 1H), 3.55 
(d, J = 2.9 Hz, 1H), 3.37 (s, 3H), 3.05 (t, J = 6.5 Hz, 2H), 2.53 (dd, J = 13.6, 1.1 Hz, 1H), 2.26 
(dd, J = 13.6, 4.7 Hz, 1H), 1.88-1.74 (m, 2H), 1.58 (d, J = 7.2 Hz, 3H), 1.44-1.34 (m, 2H), 1.29-
1.21 (m,2H); 13C NMR (150 MHz, CDCl3): δ 173.6, 142.3, 137.8, 126.5, 123.5, 51.2, 44.7, 42.3, 
32.4, 31.8, 27.9, 24.4, 18.3. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 9.39 min (major isomer).  
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CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 132.34 min (49.6%) and 134.85 min (50.4%); (R)- PCy-PHOXCoBr2 derived 
product: 132.39 min (2.8%) and 134.64 min (97.2%); major (S, 94% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H19O2ClNa, 265.0966; found 265.0971. 
[𝛼]$%& +22.90 (c 1.00 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

Methyl (S,E)-3-(4-(1,3-dioxoisoindolin-2-yl)butyl)-2-(prop-1-en-1-yl)cyclobut-2-ene-1- 
carboxylate (9ab) 

Prepared from reaction of enyne 8g (53.4 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 85:15) afforded title compound (rr = 90:10, 64 mg, 90% yield) as a white semi solid; 
1H NMR (600 MHz, C6D6): δ 7.44 (dd, J = 5.3, 3.0 Hz, 2H), 6.87 (dd, J = 5.4, 3.0 Hz, 2H), 6.10 
(d, J = 15.5 Hz, 1H), 5.79 (dq, J = 15.4, 6.9 Hz, 1H), 3.56 (d, J = 3.2 Hz, 1H), 3.48 (t, J = 7.2 Hz, 
2H), 3.39 (s, 3H), 2.55 (d, J = 13.5 Hz, 1H), 2.29 (dd, J = 13.5, 4.4 Hz, 1H), 1.95-1.87 (m, 
2H),1.60 (d, J = 6.7, Hz, 3H), 1.59-1.49 (m, 2H), 1.28-1.21 (m, 2H); 13C NMR (150 MHz, 
C6D6): δ 173.7, 168.0, 142.6, 137.7, 133.4, 132.7, 126.2, 123.7, 122.9, 51.2, 42.3, 37.7, 31.9, 
28.6, 28.2, 24.5, 18.3. 
HPLC (Chiracel OD-H, 5% Isopropanol-hexanes, 1mL/minute, 23 º C Sig=254 nm): Rt 
from [Achiral Ph-PHOXCoBr2]: major -isomer: 12.36 min (50.1%) and 19.31 min (49.9%); (R)- 
PCy-PHOXCoBr2 derived product: 12.43 (96.9%) and 19.29 min (3.1%); major (S, 94% ee); 
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H23O4NNa, 376.1519; found 376.1516. 
[𝛼]$%& + 2.93 (c 1.050 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
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Methyl (S)-3-cyclohexyl-2-vinylcyclobut-2-ene-1-carboxylate (9ac) 

Prepared from reaction of corresponding enyne (26.8 mg, 0.20 mmol) and methyl acrylate (52 
mg, 0.60 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydrooxazole CoBr2, stirred for 15 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 98:2) afforded title compound (rr = 91:9, 29 mg, 65% yield) as a 
colorless oil.; 1H NMR (600 MHz, C6D6): δ 6.42 (dd, J = 17.4, 10.8 Hz, 1H), 5.35 (d, J = 17.5 
Hz, 1H), 5.01 (dd, J = 10.8, 1.2 Hz, 1H), 3.56 (d, J = 4.8 Hz, 1H), 3.37 (s, 3H), 2.59 (d, J = 13.8 
Hz, 1H), 2.31 (dd, J = 13.8, 4.7 Hz, 1H), 2.09-2.04 (m, 1H), 1.72-1.49 (m, 6H), 1.11-1.06 (m, 
4H); 13C NMR (150 MHz, C6D6): δ 173.6, 150.8, 135.8, 129.3, 114.1, 51.2, 41.4, 38.8, 31.0, 
30.9, 30.1, 26.3, 26.1, 26.1. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 8.54 min. 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
70.98 min (50.1%) and 78.33 min (49.9%); (R)- PCy-PHOXCoBr2 derived product: 71.33 min 
(4.0%) and 78.64 min (96.0%); major (S, 92% ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C14H20O2Na, 243.1356; found 231.1359. 
[𝛼]$%& -11.40 (c 1.050 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

Methyl (S)-3-butyl-2-vinylcyclobut-2-ene-1-carboxylate (9ad) 

Prepared from reaction of corresponding enyne (21.6 mg, 0.20 mmol) and methyl acrylate (52 
mg, 0.60 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydrooxazole CoBr2, stirred for 15 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 98:2) afforded title compound (rr = 92:8, 20 mg, 52% yield) as a 
colorless oil.; 1H NMR (400 MHz, CDCl3): δ 6.26 (dd, J = 17.5, 10.9 Hz, 1H), 5.00 (d, J = 17.5 
Hz, 1H), 4.91 (d, J = 10.8 Hz, 1H), 3.59 (s, 3H), 3.48(d, J = 2.2 Hz, 1H), 2.52-2.40 (m, 2H), 2.08 
(t, J = 7.3 Hz, 2H), 1.37-1.31 (m, 2H), 1.23 (sext, J = 7.2 Hz, 2H), 0.80 (t, J = 7.3 Hz, 3H); 13C 
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NMR (150 MHz, CDCl3): δ 174.5, 147.2, 137.0, 128.1, 113.9, 51.8, 41.4, 32.1, 29.2, 28.6, 22.7, 
14.0. 
GC (phenyl methyl silicone, 80oC, 5 min, 20 oC/min to 250 oC): Rt 8.90 min (major isomer).  
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 14.19 min (50.3%) and 14.99 min (49.7%); (R)- PCy-PHOXCoBr2 derived 
product: 14.25 min (3.0%) and 15.05 min (97.0%); major (S, 94% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C12H18O2Na, 217.1199; found 271.1196. 
[𝛼]$%& - 7.47 (c 1.600 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
Methyl (S)-3-ethyl-2-(prop-1-en-2-yl)cyclobut-2-ene-1-carboxylate (9ae) 

Prepared from reaction of corresponding enyne (18.8 mg, 0.20 mmol) and methyl acrylate (25.8 
mg, 0.30 mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- 
dihydrooxazole CoBr2, stirred for 24 h, followed by purification by column chromatography 
(hexane/ethyl acetate = 98:2) afforded title compound (rr = 95:5, 34 mg, 94% yield) as a 
colorless oil.;1H NMR (600 MHz, C6D6): δ 5.09 (s, 1H), 4.81 (s, 1H), 3.54 (d, J = 4.6 Hz, 1H), 
3.37 (s, 3H), 2.50 (d, J = 13.6 Hz, 1H), 2.24 (dd, J = 13.6, 4.7 Hz, 1H), 2.09-1.97 (m, 2H), 1.78 
(s, 3H), 0.80 (t, J = 7.6 Hz, 3H); 13C NMR (150 MHz, C6D6): δ 173.8, 146.7, 139.1, 138.2, 
112.6, 51.2, 41.8, 30.6, 23.1, 20.8, 11.7. 
GC (phenyl methyl silicone, 60oC, 5 min, 20 oC/min to 250 oC): Rt 9.44 min. 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [dpppCoBr2]: 9.07 min 
(50.5%) and 9.74 min (49.5%); (R)- PCy-PHOXCoBr2 derived product: 9.00 min (5.5%) and 
9.68 min (94.5%); major (S, 89% ee); Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C11H16O2Na, 203.1043; found 203.1039. 
[𝛼]$%& + 15.17 (c 1.100 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 
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Methyl (S)-3-cyclopentyl-2-(1-(trimethylsilyl)vinyl)cyclobut-2-ene-1-carboxylate (9af) 

Prepared from reaction of enyne 8h (38.4 mg, 0.20 mmol) and methyl acrylate (25.8 mg, 0.30 
mmol) with optimized condition using 2-(2-(diphenylphosphaneyl)phenyl)-4,5- dihydrooxazole 
CoBr2, stirred for 24 h, followed by purification by column chromatography (hexane/ethyl 
acetate = 98:2) afforded title compound (rr = 100:0, 51 mg, 91% yield) as a colorless oil.; 1H 
NMR (600 MHz, C6D6): δ 5.90 (d, J = 3.2 Hz, 1H), 5.48 (d, J = 3.2 Hz, 1H), 3.67 (dd, J = 4.8, 
1.7 Hz, 1H), 3.37 (s, 3H), 2.87-2.82 (m, 1H), 2.55 (dd, J = 13.2, 0.9 Hz, 1H), 2.35 (dd, J = 13.2, 
4.8 Hz, 1H), 1.74-1.28 (m, 8H), 0.19 (s, 9H); 13C NMR (150 MHz, C6D6): δ 173.9, 147.6, 145.3, 
139.5, 126.7, 51.1, 43.0, 39.9, 31.4, 31.2, 28.2, 26.2, 26.1, -0.8. 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 9.39 min. 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
81.13 min (50.1%) and 89.31 min (49.9%); (R)- PCy-PHOXCoBr2 derived product: 81.09 min 
(3.1%) and 89.29 min (96.9%); major (S, 94% ee); Absolute configuration assigned as (S) by 
analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H26O2Na, 301.1594; found 301.1580. 
[𝛼]$%& - 34.90 (c 1.000 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

2,2,2-trifluoroethyl (S)-3-phenyl-2-(prop-1-en-2-yl)cyclobut-2-ene-1-carboxylate (9ag) 

Prepared from reaction of corresponding enyne (28.4 mg, 0.20 mmol) and 2,2,2-trifluoroethyl 
acrylate (46 mg, 0.30 mmol) with optimized condition using 2-(2-
(diphenylphosphaneyl)phenyl)-4,5- dihydroo- xazole CoBr2, stirred for 24 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 98:2) afforded title compound 
(rr = 65:35, 44 mg, 74% yield) as a colorless oil; 1H NMR (400 MHz, C6D6): δ 7.33 (d, J = 9.5 
Hz, 1.8H), 7.24 (d, J = 9.6 Hz, 1.1 H), 7.12-7.01(m, 4.65H), 5.2 (d, J = 0.8 Hz, 0.53H), 5.03 (d, J 
= 1.7 Hz, 1H), 4.94 (d, J = 2.9 Hz, 0.53H), 4.88 (d, J = 0.7 Hz, 1H), 4.12-3.95 (m,1.29 H), 3.87 
(q, J = 8.6 Hz, 2H), 3.63 (d, J = 5.9 Hz, 1H), 3.52 (dd, J = 5.0, 1.9 Hz, 0.52H), 2.78 (dd, J = 
13.3, 1.9 Hz, 0.47H), 2.74 (dd, J = 13.0, 2.0 Hz, 1H), 2.46 (dd, J = 13.2, 5.0 Hz, 0.49H), 2.42 
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(dd, J = 13.0, 5.0 Hz, 1H), 1.77 (d, J = 2.1 Hz, 1.69H), 1.71 (d, J = 2.0 Hz, 3H),; 13C NMR (100 
MHz, C6D6): δ 171.5, 171.2, 142.9, 141.6, 139.4, 138.7, 138.6, 137.4, 135.4, 134.9, 128.4, 128.2, 
128.1, 127.9, 127.6, 123.6 (d, JC-F= 277.4 Hz), 116.2, 115.5, 60.1. (q, JC-F= 34.0 Hz), 42.2, 41.8, 
31.0, 30.3, 20.6, 20.4. ; 19F NMR (565 MHz, C6D6): δ -73.74 (major), -73.86 (minor). 
GC (phenyl methyl silicone, 120oC, 5 min, 20 oC/min to 250 oC): Rt 6.96 min (major isomer) and 
7.15 (minor isomer) 
CSP-GC (cyclosil-B, 125 °C , 150 min, 1 oC/min to 175 oC): Rt, from [Achiral Ph-PHOXCoBr2]: 
major -isomer: 65.91 min (50.5%) and 72.64 min (49.5%); (R)- PCy-PHOXCoBr2 derived 
product: 65.87 min (3.4%) and 72.64 min (96.6%); major (S, 93% ee); Absolute configuration 
assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H25F3O2Na, 319.0916; found 319.0913. 

methyl (S)-3-cyclohexyl-2-formylcyclobut-2-ene-1-carboxylate (12a) 

1H NMR (600 MHz, CDCl3): δ 9.70 (s, 1H), 3.68 (d, J = 1.1 Hz, 3H), 3.62 (dd, J = 4.9, 0.6 Hz, 
1H), 2.70 (dd, J = 10.8, 4.9 Hz, 1H), 2.57 (dt, J = 13.8, 1.0 Hz, 2H), 1.92-1.69 (m, 5H), 1.37-
1.20 (m, 5H); 13C NMR (150 MHz, C6D6): δ 184.3, 173.0, 172.4, 136.5, 52.1, 40.1, 39.3, 32.0, 
31.2, 31.0, 25.8, 25.7, 25.7. 
CSP-GC (cyclosil-B, 125 °C, 150 min, 1 oC/min to 175 oC): Rt, (R)- PCy-PHOXCoBr2 derived 
product: 183.1 min (4.0%) and 187.0 min (96.0%); major (S, 92 % ee);  
Absolute configuration assigned as (S) by analogy.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C13H18O3, 245.1148; found 245.1150. 
[𝛼]$%& +4.23 (c 1.50 CHCl3) from (R)-2-(2-(dicyclohexylphosphaneyl)phenyl)-4- phenyl-4,5-
dihydrooxazole. 

((((1E,4Z,6E)-4-cyclohexylocta-1,4,6-trien-1-yl)oxy)methyl)benzene (14j) 

Prepared from reaction of enyne 8a (29.6 mg, 0.20 mmol) and ((allyloxy)methyl)benzene (33 
mg, 0.22 mmol) with optimized condition using dppp CoBr2, stirred for 12 h, followed by 
purification by column chromatography (hexane/ethyl acetate = 96:4) afforded title compound 
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(51 mg, 86% yield) as a pale yellow oil;1H NMR (400 MHz, C6D6): δ 7.22 (dd, J = 8.3, 0.9 Hz, 
2H), 7.13 (d, J = 7.6 Hz, 2H), 7.07 (t, J = 7.2 Hz, 1H), 6.54 (ddq, J = 14.8, 10.9, 1.6 Hz, 1H), 
6.30 (d, J = 12.6 Hz, 1H), 5.98 (d, J = 10.9 Hz, 1H), 5.57 (dq, J = 15.6, 6.6 Hz, 1H), 4.93 (dt, J = 
12.6, 7.3 Hz, 1H), 4.53 (s, 2H), 2.74-2.68 (m, 1H), 2.64 (d, J = 7.3 Hz, 2H), 1.73-1.57 (m, 8H), 
1.38-1.06 (m, 5H); 13C NMR (100 MHz, C6D6): δ 147.3, 144.0, 138.1, 128.6, 128.0, 127.8, 
127.6, 127.5, 125.2, 103.7, 71.1, 41.0, 31.7, 31.4, 27.1, 26.6, 18.5. 
GC (phenyl methyl silicone, 80oC, 5 min, 20 oC/min to 250 oC): Rt 13.1 min. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C21H28ONa, 319.2032; found 319.2028. 

(((1E,4Z,6E)-4-cyclohexylocta-1,4,6-trien-1-yl)sulfonyl)benzene (14m) 

Prepared from reaction of enyne 1a (29.6 mg, 0.20 mmol) and allyl phenyl sulfone (40 mg, 0.22 
mmol) with optimized condition using dpppCoBr2, stirred for 24 h, followed by purification by 
column chromatography (hexane/ethyl acetate = 85:15) afforded title compound (44 mg, 66% 
yield) as a pale yellow oil;1H NMR (600 MHz, C6D6): δ 7.66 (dd, J = 7.8, 1.7 Hz, 2H), 6.76 (dt, 
J = 15.0, 7.1 Hz, 1H), 6.74-6.70 (m, 3H), 6.15 (ddq, J = 14.7, 10.6, 1.7 Hz, 1H), 5.87 (dt, J = 
15.0, 1.5 Hz, 1H), 5.39 (d, J = 10.8 Hz, 1H), 5.25 (dq, J = 14.7, 7.0 Hz, 1H), 2.33-2.29 (m, 1H), 
2.22 (d, J = 6.9 Hz, 2H), 1.40 (dd, J = 6.7, 1.2 Hz, 3H), 1.38-1.31 (m, 2H), 1.17 (dd, J = 13.2, 1.8 
Hz, 2H), 0.95-0.88 (m, 2H) 0.80-0.70 (m, 4H); 13C NMR (150 MHz, C6D6): δ 145.7, 142.2, 
139.6, 132.7, 132.6, 129.4, 129.1 (2 x CH), 127.9 (3 x CH), 127.1, 40.5, 35.0, 31.5 (2 x CH2), 
26.8 (2 x CH2), 26.3, 18.4. 
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C20H26SO2Na, 353.1546; found 353.1544. 

(1E,4Z,6E)-4-cyclohexylocta-1,4,6-trien-1-yl acetate (14ah) 

Prepared from reaction of enyne 1a (21.6 mg, 0.20 mmol) and allyl acetate (30 mg, 0.30 mmol) 
with optimized condition using dpppCoBr2, stirred for 24 h, followed by purification by column 
chromatography (hexane/ethyl acetate = 95:5) afforded title compound (45 mg, 91% yield) as a 
colorless oil.; 1H NMR (400 MHz, C6D6): δ 7.33 (dt, J = 12.4, 1.4 Hz, 1H), 6.48 (ddq, J = 14.7, 
10.8, 1.6 Hz, 1H), 5.90 (d, J = 10.9 Hz, 1H), 5.58-5.46 (m, 2H), 2.69-2.63 (m, 1H), 2.58 (d, J = 
7.6 Hz, 2H), 1.67-1.51 (m, 11H), 1.35-1.02 (m, 5H); 13C NMR (100 MHz, C6D6): δ 167.5, 142.6, 
136.9, 128.1, 127.7, 125.8, 113.4, 40.9, 31.6, 30.7, 27.0, 26.5, 20.1, 18.4. 
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GC (phenyl methyl silicone, 80oC, 5 min, 20 oC/min to 250 oC): Rt 8.30min.  
HRMS-(ESI-TOF) (m/z): [M + Na]+ calcd for C16H24O2Na, 271.1669; found 271.1667. 

2-((1S,2S,3R)-2,3-diphenylcyclobutyl)-4,4,5,5-tetramethyl-1,3,2-dioxaborolane (15h) 

Prepared from Pd/C-catalyzed hydrogenation of 6h in EtOH while stirring under balloon 
pressure of H2 gas overnight at rt, followed by purification by column chromatography 
(hexane/ethyl acetate = 97:3) afforded title compound (96.5 mg, 96% yield, >95% ee) as a white 
solid. 
 1H NMR (600 MHz, CDCl3): δ 7.09 (t, J = 6.3 Hz, 4H), 7.04 (t, J = 7.5 Hz, 2H), 7.00-6.96 (m, 
2H), 6.90 (d, J = 7.7 Hz, 2H), 4.31 (q, J = 9.5 Hz, 1H), 4.10 (t, J = 4.2 Hz, 1H), 2.92 (q, J = 11.1 
Hz, 1H), 2.60 (q, J = 9.8 Hz, 1H), 2.56-2.50 (m, 1H), 1.03 (s, 6H), 0.90 (s, 6H); 13C NMR (150 
MHz, CDCl3): δ 142.3, 141.9, 129.3, 127.7, 127.6, 127.1, 125.7, 125.2, 83.2, 48.7, 43.8, 26.9, 
25.0, 24.7. 
GC (phenyl methyl silicone, 180oC, 3 min, 20 oC/min to 250 oC): Rt 5.60 min (2%), 5.69 min 
(98%). 

The reported compound in Tortosa et al.11 has diphenyl rings in cis-orientation but opposite to 
boronate sustitutuent. The data of this compound is not matching with 15h, which suggests that 
all the three substituent on 15h are on the same side. 
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X-ray crystallographic structure and data for compound (S)-9h-naphthoate (CCDC #
1921037)

ORTEP of (S)-9h-naphthoate; (Red- O, Brown- Br) 

Table 1.  Crystallographic details for RajanBabu 2307 

Formula  C24 H24 Br2 O2 

Formula weight  504.25 

Temperature  150(2) K 

Wavelength  0.71073 Å 

Crystal system  Monoclinic 

Space group  P 21 

Unit cell dimensions a = 11.3708(6) Å 

b = 4.6026(2) Å 

c = 20.5978(10) Å 

 b= 94.029(2)° 

Volume 1075.33(9) Å3 

Z 2 

Density (calculated) 1.557 Mg/m3 

Absorption coefficient 3.786 mm-1 

F(000) 508 

Crystal size 0.04 x 0.08 x 0.15 mm3 
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Theta range for data collection 2.974 to 25.077° 

Index ranges -13<=h<=13, -5<=k<=5, -24<=l<=24 

Reflections collected 24719 

Independent reflections 3810 [R(int) = 0.0371] 

Completeness to theta = 25.077° 99.7 %  

Refinement method Full-matrix least-squares on F2 

Data / restraints / parameters 3810 / 2 / 275 

Goodness-of-fit on F2 1.052 

Final R indices [I>2sigma(I)] R1 = 0.0243, wR2 = 0.0517 

R indices (all data) R1 = 0.0300, wR2 = 0.0531 

Absolute structure parameter 0.013(11) 

Largest diff. peak and hole 0.308 and -0.270 e/Å3 
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 X-ray crystallographic structure and data for compound [L8]CoBr2 (CCDC # 1860755)  
 

 
ORTEP: 

 

 
 

Table 1.  Crystallographic details for [L8]CoBr2 

 

Formula  C27 H34 Br2 Co N O P 

Formula weight  638.27 

Temperature  150(2) K 

Wavelength  0.71073 Å 

Crystal system  Monoclinic 
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Space group  P 21 

Unit cell dimensions a = 11.0641(6) Å  

 b = 22.4546(10) Å  

 c = 11.0810(6) Å 

                                                     b= 99.705(2)°  

Volume 2713.6(2) Å3 

Z 4 

Density (calculated) 1.562 Mg/m3 

Absorption coefficient 3.656 mm-1 

F(000) 1292 

Crystal size 0.04 x 0.31 x 0.42 mm3 

Theta range for data collection 2.853 to 27.885° 

Index ranges -14<=h<=14, -29<=k<=29, -14<=l<=14 

Reflections collected 68676 

Independent reflections 12772 [R(int) = 0.0259] 

Completeness to theta = 25.242° 99.8 %  

Refinement method Full-matrix least-squares on F2 

Data / restraints / parameters 12772 / 1 / 596 

Goodness-of-fit on F2 1.118 

Final R indices [I>2sigma(I)] R1 = 0.0189, wR2 = 0.0506 

R indices (all data) R1 = 0.0204, wR2 = 0.0510 

Absolute structure parameter 0.010(4) 

Largest diff. peak and hole 0.411 and -0.484 e/Å3 
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Table 2.  Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (Å2x 103) 

for RajanBabu 2243.  U(eq) is defined as one third of the trace of the orthogonalized Uij tensor. 

________________________________________________________________________________ 

 x y z U(eq) 

________________________________________________________________________________ 

C(1A) 6919(3) 4481(1) 3916(2) 23(1) 

C(1B) 2048(3) 5290(1) 10244(2) 22(1) 

C(2A) 7682(3) 4064(1) 3260(3) 32(1) 

C(2B) 1865(3) 5784(1) 11143(3) 29(1) 

C(3A) 7801(2) 5000(1) 2555(2) 19(1) 

C(3B) 1981(2) 4896(1) 12099(2) 20(1) 

C(4A) 8101(2) 5427(1) 1624(2) 17(1) 

C(4B) 1911(2) 4523(1) 13189(2) 20(1) 

C(5A) 8458(3) 5164(1) 588(2) 22(1) 

C(5B) 1668(3) 4832(1) 14222(3) 31(1) 

C(6A) 8625(3) 5504(1) -413(2) 25(1) 

C(6B) 1549(3) 4535(2) 15282(3) 37(1) 

C(7A) 8454(2) 6111(1) -400(2) 24(1) 

C(7B) 1662(3) 3923(2) 15341(2) 35(1) 

C(8A) 8138(2) 6381(1) 630(2) 21(1) 

C(8B) 1916(3) 3610(1) 14330(2) 27(1) 

C(9A) 7949(2) 6051(1) 1656(2) 16(1) 

C(9B) 2047(2) 3900(1) 13244(2) 20(1) 

C(10A) 7096(3) 4407(1) 5289(2) 27(1) 

C(10B) 3000(3) 5409(1) 9449(2) 22(1) 

C(11A) 8228(4) 4341(2) 6001(3) 44(1) 

C(11B) 4232(3) 5444(1) 9950(3) 28(1) 

C(12A) 8309(5) 4252(2) 7283(4) 64(1) 

C(12B) 5107(3) 5522(1) 9198(3) 34(1) 

C(13A) 7265(6) 4242(2) 7790(4) 62(1) 

C(13B) 4747(4) 5571(1) 7948(3) 38(1) 

C(14A) 6158(5) 4320(2) 7099(4) 54(1) 

C(14B) 3518(4) 5553(2) 7447(3) 42(1) 

C(15A) 6052(4) 4402(1) 5848(3) 36(1) 

C(15B) 2641(3) 5472(1) 8191(3) 34(1) 

C(16A) 6550(2) 7076(1) 2299(2) 19(1) 
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C(16B) 985(2) 3042(1) 11392(2) 20(1) 

C(17A) 6246(3) 7457(1) 3359(3) 28(1) 

C(17B) 620(3) 2539(1) 12188(3) 29(1) 

C(18A) 5320(3) 7940(1) 2897(3) 33(1) 

C(18B) -538(3) 2233(2) 11539(3) 39(1) 

C(19A) 4156(3) 7668(2) 2171(3) 38(1) 

C(19B) -1575(3) 2680(2) 11231(3) 44(1) 

C(20A) 4450(3) 7305(2) 1101(3) 34(1) 

C(20B) -1227(3) 3186(2) 10442(3) 41(1) 

C(21A) 5398(3) 6822(1) 1517(3) 26(1) 

C(21B) -60(3) 3492(1) 11059(3) 29(1) 

C(22A) 9016(2) 6790(1) 3708(2) 19(1) 

C(22B) 3507(2) 2882(1) 12756(2) 19(1) 

C(23A) 9955(2) 6295(1) 4109(2) 23(1) 

C(23B) 4625(3) 3189(1) 13496(2) 23(1) 

C(24A) 11144(3) 6550(1) 4800(3) 33(1) 

C(24B) 5621(3) 2741(1) 13995(3) 29(1) 

C(25A) 11674(3) 7021(2) 4035(3) 43(1) 

C(25B) 5979(3) 2367(2) 12972(3) 34(1) 

C(26A) 10759(4) 7515(2) 3661(3) 43(1) 

C(26B) 4875(3) 2045(1) 12277(3) 31(1) 

C(27A) 9550(3) 7269(1) 2955(3) 33(1) 

C(27B) 3868(3) 2478(1) 11754(2) 23(1) 

N(1A) 7267(2) 5082(1) 3488(2) 18(1) 

N(1B) 2349(2) 4769(1) 11084(2) 19(1) 

O(1A) 8060(2) 4432(1) 2316(2) 27(1) 

O(1B) 1541(2) 5452(1) 12177(2) 27(1) 

P(1A) 7545(1) 6460(1) 2961(1) 15(1) 

P(1B) 2422(1) 3440(1) 11998(1) 16(1) 

Co(1A) 6698(1) 5814(1) 4255(1) 17(1) 

Co(1B) 3097(1) 4033(1) 10509(1) 18(1) 

Br(1A) 7658(1) 6077(1) 6254(1) 32(1) 

Br(1B) 5239(1) 3969(1) 10558(1) 32(1) 

Br(2A) 4527(1) 5766(1) 4003(1) 37(1) 

Br(2B) 1888(1) 3742(1) 8630(1) 36(1) 

________________________________________________________________________________
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Table 3.   Bond lengths [Å] and angles [°] for RajanBabu 2243. 

_____________________________________________________ 

C(1A)-N(1A)  1.502(3) 

C(1A)-C(10A)  1.511(4) 

C(1A)-C(2A)  1.524(4) 

C(1A)-H(1A)  1.0000 

C(1B)-N(1B)  1.498(3) 

C(1B)-C(10B)  1.507(4) 

C(1B)-C(2B)  1.526(4) 

C(1B)-H(1B)  1.0000 

C(2A)-O(1A)  1.448(3) 

C(2A)-H(2A1)  0.9900 

C(2A)-H(2A2)  0.9900 

C(2B)-O(1B)  1.461(3) 

C(2B)-H(2B1)  0.9900 

C(2B)-H(2B2)  0.9900 

C(3A)-N(1A)  1.287(3) 

C(3A)-O(1A)  1.343(3) 

C(3A)-C(4A)  1.487(4) 

C(3B)-N(1B)  1.291(3) 

C(3B)-O(1B)  1.348(3) 

C(3B)-C(4B)  1.483(4) 

C(4A)-C(5A)  1.406(3) 

C(4A)-C(9A)  1.412(3) 

C(4B)-C(5B)  1.402(4) 

C(4B)-C(9B)  1.408(4) 

C(5A)-C(6A)  1.385(4) 

C(5A)-H(5A)  0.9500 

C(5B)-C(6B)  1.376(4) 

C(5B)-H(5B)  0.9500 

C(6A)-C(7A)  1.377(4) 

C(6A)-H(6A)  0.9500 

C(6B)-C(7B)  1.381(5) 

C(6B)-H(6B)  0.9500 

C(7A)-C(8A)  1.388(4) 

C(7A)-H(7A)  0.9500 

 
S82



 

 
 

 

C(7B)-C(8B)  1.390(4) 

C(7B)-H(7B)  0.9500 

C(8A)-C(9A)  1.402(3) 

C(8A)-H(8A)  0.9500 

C(8B)-C(9B)  1.397(4) 

C(8B)-H(8B)  0.9500 

C(9A)-P(1A)  1.831(2) 

C(9B)-P(1B)  1.827(3) 

C(10A)-C(11A)  1.371(5) 

C(10A)-C(15A)  1.399(5) 

C(10B)-C(11B)  1.385(4) 

C(10B)-C(15B)  1.391(4) 

C(11A)-C(12A)  1.423(6) 

C(11A)-H(11A)  0.9500 

C(11B)-C(12B)  1.390(4) 

C(11B)-H(11B)  0.9500 

C(12A)-C(13A)  1.367(7) 

C(12A)-H(12A)  0.9500 

C(12B)-C(13B)  1.380(5) 

C(12B)-H(12B)  0.9500 

C(13A)-C(14A)  1.342(7) 

C(13A)-H(13A)  0.9500 

C(13B)-C(14B)  1.379(5) 

C(13B)-H(13B)  0.9500 

C(14A)-C(15A)  1.384(5) 

C(14A)-H(14A)  0.9500 

C(14B)-C(15B)  1.386(5) 

C(14B)-H(14B)  0.9500 

C(15A)-H(15A)  0.9500 

C(15B)-H(15B)  0.9500 

C(16A)-C(21A)  1.526(4) 

C(16A)-C(17A)  1.536(4) 

C(16A)-P(1A)  1.842(3) 

C(16A)-H(16A)  1.0000 

C(16B)-C(17B)  1.529(4) 

C(16B)-C(21B)  1.532(4) 
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C(16B)-P(1B)  1.848(3) 

C(16B)-H(16B)  1.0000 

C(17A)-C(18A)  1.521(4) 

C(17A)-H(17A)  0.9900 

C(17A)-H(17B)  0.9900 

C(17B)-C(18B)  1.523(4) 

C(17B)-H(17C)  0.9900 

C(17B)-H(17D)  0.9900 

C(18A)-C(19A)  1.526(5) 

C(18A)-H(18A)  0.9900 

C(18A)-H(18B)  0.9900 

C(18B)-C(19B)  1.519(5) 

C(18B)-H(18C)  0.9900 

C(18B)-H(18D)  0.9900 

C(19A)-C(20A)  1.519(5) 

C(19A)-H(19A)  0.9900 

C(19A)-H(19B)  0.9900 

C(19B)-C(20B)  1.523(5) 

C(19B)-H(19C)  0.9900 

C(19B)-H(19D)  0.9900 

C(20A)-C(21A)  1.524(4) 

C(20A)-H(20A)  0.9900 

C(20A)-H(20B)  0.9900 

C(20B)-C(21B)  1.519(4) 

C(20B)-H(20C)  0.9900 

C(20B)-H(20D)  0.9900 

C(21A)-H(21A)  0.9900 

C(21A)-H(21B)  0.9900 

C(21B)-H(21C)  0.9900 

C(21B)-H(21D)  0.9900 

C(22A)-C(23A)  1.534(4) 

C(22A)-C(27A)  1.540(4) 

C(22A)-P(1A)  1.852(3) 

C(22A)-H(22A)  1.0000 

C(22B)-C(23B)  1.529(4) 

C(22B)-C(27B)  1.538(4) 
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C(22B)-P(1B)  1.837(3) 

C(22B)-H(22B)  1.0000 

C(23A)-C(24A)  1.519(4) 

C(23A)-H(23A)  0.9900 

C(23A)-H(23B)  0.9900 

C(23B)-C(24B)  1.526(4) 

C(23B)-H(23C)  0.9900 

C(23B)-H(23D)  0.9900 

C(24A)-C(25A)  1.532(5) 

C(24A)-H(24A)  0.9900 

C(24A)-H(24B)  0.9900 

C(24B)-C(25B)  1.516(4) 

C(24B)-H(24C)  0.9900 

C(24B)-H(24D)  0.9900 

C(25A)-C(26A)  1.511(5) 

C(25A)-H(25A)  0.9900 

C(25A)-H(25B)  0.9900 

C(25B)-C(26B)  1.514(5) 

C(25B)-H(25C)  0.9900 

C(25B)-H(25D)  0.9900 

C(26A)-C(27A)  1.534(4) 

C(26A)-H(26A)  0.9900 

C(26A)-H(26B)  0.9900 

C(26B)-C(27B)  1.519(4) 

C(26B)-H(26C)  0.9900 

C(26B)-H(26D)  0.9900 

C(27A)-H(27A)  0.9900 

C(27A)-H(27B)  0.9900 

C(27B)-H(27C)  0.9900 

C(27B)-H(27D)  0.9900 

N(1A)-Co(1A)  1.999(2) 

N(1B)-Co(1B)  2.000(2) 

P(1A)-Co(1A)  2.3440(7) 

P(1B)-Co(1B)  2.3391(7) 

Co(1A)-Br(1A)  2.3651(4) 

Co(1A)-Br(2A)  2.3736(5) 
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Co(1B)-Br(1B)  2.3656(5) 

Co(1B)-Br(2B)  2.3685(4) 

 

N(1A)-C(1A)-C(10A) 114.9(2) 

N(1A)-C(1A)-C(2A) 102.1(2) 

C(10A)-C(1A)-C(2A) 115.1(2) 

N(1A)-C(1A)-H(1A) 108.1 

C(10A)-C(1A)-H(1A) 108.1 

C(2A)-C(1A)-H(1A) 108.1 

N(1B)-C(1B)-C(10B) 113.4(2) 

N(1B)-C(1B)-C(2B) 101.7(2) 

C(10B)-C(1B)-C(2B) 115.9(2) 

N(1B)-C(1B)-H(1B) 108.5 

C(10B)-C(1B)-H(1B) 108.5 

C(2B)-C(1B)-H(1B) 108.5 

O(1A)-C(2A)-C(1A) 104.2(2) 

O(1A)-C(2A)-H(2A1) 110.9 

C(1A)-C(2A)-H(2A1) 110.9 

O(1A)-C(2A)-H(2A2) 110.9 

C(1A)-C(2A)-H(2A2) 110.9 

H(2A1)-C(2A)-H(2A2) 108.9 

O(1B)-C(2B)-C(1B) 102.6(2) 

O(1B)-C(2B)-H(2B1) 111.2 

C(1B)-C(2B)-H(2B1) 111.2 

O(1B)-C(2B)-H(2B2) 111.2 

C(1B)-C(2B)-H(2B2) 111.2 

H(2B1)-C(2B)-H(2B2) 109.2 

N(1A)-C(3A)-O(1A) 115.9(2) 

N(1A)-C(3A)-C(4A) 130.6(2) 

O(1A)-C(3A)-C(4A) 113.3(2) 

N(1B)-C(3B)-O(1B) 115.5(2) 

N(1B)-C(3B)-C(4B) 130.7(2) 

O(1B)-C(3B)-C(4B) 113.7(2) 

C(5A)-C(4A)-C(9A) 119.2(2) 

C(5A)-C(4A)-C(3A) 115.0(2) 

C(9A)-C(4A)-C(3A) 125.6(2) 
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C(5B)-C(4B)-C(9B) 119.4(2) 

C(5B)-C(4B)-C(3B) 115.4(2) 

C(9B)-C(4B)-C(3B) 125.2(2) 

C(6A)-C(5A)-C(4A) 121.1(3) 

C(6A)-C(5A)-H(5A) 119.5 

C(4A)-C(5A)-H(5A) 119.5 

C(6B)-C(5B)-C(4B) 121.0(3) 

C(6B)-C(5B)-H(5B) 119.5 

C(4B)-C(5B)-H(5B) 119.5 

C(7A)-C(6A)-C(5A) 120.1(2) 

C(7A)-C(6A)-H(6A) 120.0 

C(5A)-C(6A)-H(6A) 120.0 

C(5B)-C(6B)-C(7B) 120.1(3) 

C(5B)-C(6B)-H(6B) 119.9 

C(7B)-C(6B)-H(6B) 119.9 

C(6A)-C(7A)-C(8A) 119.7(2) 

C(6A)-C(7A)-H(7A) 120.2 

C(8A)-C(7A)-H(7A) 120.2 

C(6B)-C(7B)-C(8B) 119.6(3) 

C(6B)-C(7B)-H(7B) 120.2 

C(8B)-C(7B)-H(7B) 120.2 

C(7A)-C(8A)-C(9A) 121.9(3) 

C(7A)-C(8A)-H(8A) 119.0 

C(9A)-C(8A)-H(8A) 119.0 

C(7B)-C(8B)-C(9B) 121.5(3) 

C(7B)-C(8B)-H(8B) 119.2 

C(9B)-C(8B)-H(8B) 119.2 

C(8A)-C(9A)-C(4A) 118.0(2) 

C(8A)-C(9A)-P(1A) 117.69(19) 

C(4A)-C(9A)-P(1A) 124.27(19) 

C(8B)-C(9B)-C(4B) 118.3(2) 

C(8B)-C(9B)-P(1B) 117.2(2) 

C(4B)-C(9B)-P(1B) 124.45(19) 

C(11A)-C(10A)-C(15A) 119.1(3) 

C(11A)-C(10A)-C(1A) 122.8(3) 

C(15A)-C(10A)-C(1A) 118.1(3) 
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C(11B)-C(10B)-C(15B) 119.4(3) 

C(11B)-C(10B)-C(1B) 120.9(2) 

C(15B)-C(10B)-C(1B) 119.6(3) 

C(10A)-C(11A)-C(12A) 119.1(4) 

C(10A)-C(11A)-H(11A) 120.4 

C(12A)-C(11A)-H(11A) 120.4 

C(10B)-C(11B)-C(12B) 120.3(3) 

C(10B)-C(11B)-H(11B) 119.9 

C(12B)-C(11B)-H(11B) 119.9 

C(13A)-C(12A)-C(11A) 119.8(4) 

C(13A)-C(12A)-H(12A) 120.1 

C(11A)-C(12A)-H(12A) 120.1 

C(13B)-C(12B)-C(11B) 120.0(3) 

C(13B)-C(12B)-H(12B) 120.0 

C(11B)-C(12B)-H(12B) 120.0 

C(14A)-C(13A)-C(12A) 121.1(4) 

C(14A)-C(13A)-H(13A) 119.5 

C(12A)-C(13A)-H(13A) 119.5 

C(14B)-C(13B)-C(12B) 119.9(3) 

C(14B)-C(13B)-H(13B) 120.0 

C(12B)-C(13B)-H(13B) 120.0 

C(13A)-C(14A)-C(15A) 120.3(4) 

C(13A)-C(14A)-H(14A) 119.9 

C(15A)-C(14A)-H(14A) 119.9 

C(13B)-C(14B)-C(15B) 120.4(3) 

C(13B)-C(14B)-H(14B) 119.8 

C(15B)-C(14B)-H(14B) 119.8 

C(14A)-C(15A)-C(10A) 120.5(4) 

C(14A)-C(15A)-H(15A) 119.8 

C(10A)-C(15A)-H(15A) 119.8 

C(14B)-C(15B)-C(10B) 119.9(3) 

C(14B)-C(15B)-H(15B) 120.0 

C(10B)-C(15B)-H(15B) 120.0 

C(21A)-C(16A)-C(17A) 111.9(2) 

C(21A)-C(16A)-P(1A) 109.37(18) 

C(17A)-C(16A)-P(1A) 107.88(17) 
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C(21A)-C(16A)-H(16A) 109.2 

C(17A)-C(16A)-H(16A) 109.2 

P(1A)-C(16A)-H(16A) 109.2 

C(17B)-C(16B)-C(21B) 111.3(2) 

C(17B)-C(16B)-P(1B) 116.21(18) 

C(21B)-C(16B)-P(1B) 109.74(19) 

C(17B)-C(16B)-H(16B) 106.3 

C(21B)-C(16B)-H(16B) 106.3 

P(1B)-C(16B)-H(16B) 106.3 

C(18A)-C(17A)-C(16A) 111.2(2) 

C(18A)-C(17A)-H(17A) 109.4 

C(16A)-C(17A)-H(17A) 109.4 

C(18A)-C(17A)-H(17B) 109.4 

C(16A)-C(17A)-H(17B) 109.4 

H(17A)-C(17A)-H(17B) 108.0 

C(18B)-C(17B)-C(16B) 110.1(2) 

C(18B)-C(17B)-H(17C) 109.6 

C(16B)-C(17B)-H(17C) 109.6 

C(18B)-C(17B)-H(17D) 109.6 

C(16B)-C(17B)-H(17D) 109.6 

H(17C)-C(17B)-H(17D) 108.1 

C(17A)-C(18A)-C(19A) 110.7(3) 

C(17A)-C(18A)-H(18A) 109.5 

C(19A)-C(18A)-H(18A) 109.5 

C(17A)-C(18A)-H(18B) 109.5 

C(19A)-C(18A)-H(18B) 109.5 

H(18A)-C(18A)-H(18B) 108.1 

C(19B)-C(18B)-C(17B) 110.5(3) 

C(19B)-C(18B)-H(18C) 109.6 

C(17B)-C(18B)-H(18C) 109.6 

C(19B)-C(18B)-H(18D) 109.6 

C(17B)-C(18B)-H(18D) 109.6 

H(18C)-C(18B)-H(18D) 108.1 

C(20A)-C(19A)-C(18A) 110.7(3) 

C(20A)-C(19A)-H(19A) 109.5 

C(18A)-C(19A)-H(19A) 109.5 
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C(20A)-C(19A)-H(19B) 109.5 

C(18A)-C(19A)-H(19B) 109.5 

H(19A)-C(19A)-H(19B) 108.1 

C(18B)-C(19B)-C(20B) 111.6(3) 

C(18B)-C(19B)-H(19C) 109.3 

C(20B)-C(19B)-H(19C) 109.3 

C(18B)-C(19B)-H(19D) 109.3 

C(20B)-C(19B)-H(19D) 109.3 

H(19C)-C(19B)-H(19D) 108.0 

C(19A)-C(20A)-C(21A) 111.8(2) 

C(19A)-C(20A)-H(20A) 109.2 

C(21A)-C(20A)-H(20A) 109.2 

C(19A)-C(20A)-H(20B) 109.2 

C(21A)-C(20A)-H(20B) 109.2 

H(20A)-C(20A)-H(20B) 107.9 

C(21B)-C(20B)-C(19B) 110.9(3) 

C(21B)-C(20B)-H(20C) 109.5 

C(19B)-C(20B)-H(20C) 109.5 

C(21B)-C(20B)-H(20D) 109.5 

C(19B)-C(20B)-H(20D) 109.5 

H(20C)-C(20B)-H(20D) 108.0 

C(20A)-C(21A)-C(16A) 111.9(2) 

C(20A)-C(21A)-H(21A) 109.2 

C(16A)-C(21A)-H(21A) 109.2 

C(20A)-C(21A)-H(21B) 109.2 

C(16A)-C(21A)-H(21B) 109.2 

H(21A)-C(21A)-H(21B) 107.9 

C(20B)-C(21B)-C(16B) 111.1(3) 

C(20B)-C(21B)-H(21C) 109.4 

C(16B)-C(21B)-H(21C) 109.4 

C(20B)-C(21B)-H(21D) 109.4 

C(16B)-C(21B)-H(21D) 109.4 

H(21C)-C(21B)-H(21D) 108.0 

C(23A)-C(22A)-C(27A) 111.1(2) 

C(23A)-C(22A)-P(1A) 109.92(17) 

C(27A)-C(22A)-P(1A) 115.19(19) 
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C(23A)-C(22A)-H(22A) 106.7 

C(27A)-C(22A)-H(22A) 106.7 

P(1A)-C(22A)-H(22A) 106.7 

C(23B)-C(22B)-C(27B) 111.6(2) 

C(23B)-C(22B)-P(1B) 110.19(18) 

C(27B)-C(22B)-P(1B) 107.51(17) 

C(23B)-C(22B)-H(22B) 109.2 

C(27B)-C(22B)-H(22B) 109.2 

P(1B)-C(22B)-H(22B) 109.2 

C(24A)-C(23A)-C(22A) 111.1(2) 

C(24A)-C(23A)-H(23A) 109.4 

C(22A)-C(23A)-H(23A) 109.4 

C(24A)-C(23A)-H(23B) 109.4 

C(22A)-C(23A)-H(23B) 109.4 

H(23A)-C(23A)-H(23B) 108.0 

C(24B)-C(23B)-C(22B) 111.5(2) 

C(24B)-C(23B)-H(23C) 109.3 

C(22B)-C(23B)-H(23C) 109.3 

C(24B)-C(23B)-H(23D) 109.3 

C(22B)-C(23B)-H(23D) 109.3 

H(23C)-C(23B)-H(23D) 108.0 

C(23A)-C(24A)-C(25A) 111.2(2) 

C(23A)-C(24A)-H(24A) 109.4 

C(25A)-C(24A)-H(24A) 109.4 

C(23A)-C(24A)-H(24B) 109.4 

C(25A)-C(24A)-H(24B) 109.4 

H(24A)-C(24A)-H(24B) 108.0 

C(25B)-C(24B)-C(23B) 111.0(2) 

C(25B)-C(24B)-H(24C) 109.4 

C(23B)-C(24B)-H(24C) 109.4 

C(25B)-C(24B)-H(24D) 109.4 

C(23B)-C(24B)-H(24D) 109.4 

H(24C)-C(24B)-H(24D) 108.0 

C(26A)-C(25A)-C(24A) 110.9(3) 

C(26A)-C(25A)-H(25A) 109.5 

C(24A)-C(25A)-H(25A) 109.5 
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C(26A)-C(25A)-H(25B) 109.5 

C(24A)-C(25A)-H(25B) 109.5 

H(25A)-C(25A)-H(25B) 108.1 

C(26B)-C(25B)-C(24B) 110.8(2) 

C(26B)-C(25B)-H(25C) 109.5 

C(24B)-C(25B)-H(25C) 109.5 

C(26B)-C(25B)-H(25D) 109.5 

C(24B)-C(25B)-H(25D) 109.5 

H(25C)-C(25B)-H(25D) 108.1 

C(25A)-C(26A)-C(27A) 111.3(3) 

C(25A)-C(26A)-H(26A) 109.4 

C(27A)-C(26A)-H(26A) 109.4 

C(25A)-C(26A)-H(26B) 109.4 

C(27A)-C(26A)-H(26B) 109.4 

H(26A)-C(26A)-H(26B) 108.0 

C(25B)-C(26B)-C(27B) 111.4(3) 

C(25B)-C(26B)-H(26C) 109.4 

C(27B)-C(26B)-H(26C) 109.4 

C(25B)-C(26B)-H(26D) 109.4 

C(27B)-C(26B)-H(26D) 109.4 

H(26C)-C(26B)-H(26D) 108.0 

C(26A)-C(27A)-C(22A) 110.8(2) 

C(26A)-C(27A)-H(27A) 109.5 

C(22A)-C(27A)-H(27A) 109.5 

C(26A)-C(27A)-H(27B) 109.5 

C(22A)-C(27A)-H(27B) 109.5 

H(27A)-C(27A)-H(27B) 108.1 

C(26B)-C(27B)-C(22B) 111.5(2) 

C(26B)-C(27B)-H(27C) 109.3 

C(22B)-C(27B)-H(27C) 109.3 

C(26B)-C(27B)-H(27D) 109.3 

C(22B)-C(27B)-H(27D) 109.3 

H(27C)-C(27B)-H(27D) 108.0 

C(3A)-N(1A)-C(1A) 107.5(2) 

C(3A)-N(1A)-Co(1A) 132.75(18) 

C(1A)-N(1A)-Co(1A) 119.25(16) 
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C(3B)-N(1B)-C(1B) 107.4(2) 

C(3B)-N(1B)-Co(1B) 131.97(19) 

C(1B)-N(1B)-Co(1B) 120.58(16) 

C(3A)-O(1A)-C(2A) 107.6(2) 

C(3B)-O(1B)-C(2B) 106.4(2) 

C(9A)-P(1A)-C(16A) 105.74(11) 

C(9A)-P(1A)-C(22A) 103.92(12) 

C(16A)-P(1A)-C(22A) 107.39(12) 

C(9A)-P(1A)-Co(1A) 110.40(9) 

C(16A)-P(1A)-Co(1A) 115.79(9) 

C(22A)-P(1A)-Co(1A) 112.72(8) 

C(9B)-P(1B)-C(22B) 104.71(12) 

C(9B)-P(1B)-C(16B) 104.88(12) 

C(22B)-P(1B)-C(16B) 107.05(12) 

C(9B)-P(1B)-Co(1B) 110.56(9) 

C(22B)-P(1B)-Co(1B) 116.67(9) 

C(16B)-P(1B)-Co(1B) 112.08(8) 

N(1A)-Co(1A)-P(1A) 93.55(6) 

N(1A)-Co(1A)-Br(1A) 118.70(6) 

P(1A)-Co(1A)-Br(1A) 104.79(2) 

N(1A)-Co(1A)-Br(2A) 107.34(7) 

P(1A)-Co(1A)-Br(2A) 117.19(2) 

Br(1A)-Co(1A)-Br(2A) 114.015(17) 

N(1B)-Co(1B)-P(1B) 92.71(6) 

N(1B)-Co(1B)-Br(1B) 120.62(7) 

P(1B)-Co(1B)-Br(1B) 112.77(2) 

N(1B)-Co(1B)-Br(2B) 107.74(6) 

P(1B)-Co(1B)-Br(2B) 105.26(2) 

Br(1B)-Co(1B)-Br(2B) 114.757(17) 

_____________________________________________________________ 
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Table 4.   Anisotropic displacement parameters (Å2x 103) for RajanBabu 2243.  The anisotropic 

displacement factor exponent takes the form: -2p2[ h2a*2U11 + ... + 2 h k a* b* U12 ] 

______________________________________________________________________________ 

 U11 U22 U33 U23 U13 U12 

______________________________________________________________________________ 

C(1A) 29(2)  16(1) 25(1)  -2(1) 9(1)  -5(1) 

C(1B) 21(1)  21(1) 22(1)  2(1) 1(1)  3(1) 

C(2A) 50(2)  16(1) 34(2)  1(1) 18(1)  1(1) 

C(2B) 34(2)  20(1) 34(1)  2(1) 10(1)  6(1) 

C(3A) 20(1)  15(1) 20(1)  -4(1) 2(1)  1(1) 

C(3B) 16(1)  21(1) 23(1)  -4(1) 3(1)  1(1) 

C(4A) 14(1)  21(1) 17(1)  -2(1) 2(1)  1(1) 

C(4B) 19(1)  24(1) 18(1)  -6(1) 6(1)  -1(1) 

C(5A) 22(1)  23(1) 22(1)  -6(1) 5(1)  1(1) 

C(5B) 39(2)  29(2) 27(1)  -9(1) 14(1)  -4(1) 

C(6A) 23(1)  34(2) 19(1)  -7(1) 8(1)  -1(1) 

C(6B) 50(2)  43(2) 23(1)  -13(1) 17(1)  -4(2) 

C(7A) 23(1)  35(2) 15(1)  1(1) 5(1)  -4(1) 

C(7B) 47(2)  46(2) 14(1)  -1(1) 10(1)  -5(2) 

C(8A) 23(1)  23(1) 18(1)  0(1) 4(1)  0(1) 

C(8B) 35(2)  28(2) 19(1)  0(1) 7(1)  2(1) 

C(9A) 14(1)  21(1) 14(1)  -2(1) 2(1)  2(1) 

C(9B) 18(1)  29(1) 13(1)  -2(1) 2(1)  0(1) 

C(10A) 43(2)  14(1) 24(1)  1(1) 7(1)  -1(1) 

C(10B) 28(2)  16(1) 22(1)  1(1) 4(1)  0(1) 

C(11A) 52(2)  32(2) 43(2)  -4(1) -7(2)  8(2) 

C(11B) 27(2)  25(1) 31(2)  3(1) 4(1)  -3(1) 

C(12A) 96(4)  34(2) 48(2)  -2(2) -31(2)  12(2) 

C(12B) 28(2)  28(2) 49(2)  3(1) 11(1)  -5(1) 

C(13A) 127(5)  27(2) 32(2)  0(1) 15(2)  -7(2) 

C(13B) 54(2)  21(1) 46(2)  1(1) 29(2)  -7(1) 

C(14A) 104(4)  25(2) 41(2)  -5(1) 39(2)  -18(2) 

C(14B) 61(2)  41(2) 26(2)  5(1) 12(2)  -11(2) 

C(15A) 57(2)  21(1) 34(2)  -4(1) 19(2)  -9(1) 

C(15B) 38(2)  38(2) 23(1)  4(1) 1(1)  -8(1) 

C(16A) 21(1)  18(1) 18(1)  2(1) 4(1)  5(1) 
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C(16B) 17(1)  25(1) 18(1)  -4(1) 3(1)  0(1) 

C(17A) 34(2)  25(1) 25(1)  -4(1) 6(1)  11(1) 

C(17B) 26(2)  32(2) 28(1)  2(1) 5(1)  -6(1) 

C(18A) 42(2)  27(2) 32(2)  5(1) 15(1)  16(1) 

C(18B) 34(2)  44(2) 39(2)  -4(1) 7(1)  -16(2) 

C(19A) 31(2)  40(2) 45(2)  14(2) 13(2)  18(1) 

C(19B) 21(2)  67(2) 45(2)  -18(2) 8(1)  -13(2) 

C(20A) 25(2)  41(2) 33(2)  11(1) -2(1)  9(1) 

C(20B) 19(2)  57(2) 43(2)  -9(2) -4(1)  5(1) 

C(21A) 24(2)  28(1) 23(1)  1(1) -1(1)  4(1) 

C(21B) 22(2)  36(2) 29(1)  -1(1) 3(1)  5(1) 

C(22A) 19(1)  18(1) 20(1)  -3(1) 2(1)  -1(1) 

C(22B) 17(1)  21(1) 18(1)  2(1) 4(1)  1(1) 

C(23A) 18(1)  25(1) 24(1)  -4(1) 0(1)  2(1) 

C(23B) 21(1)  26(1) 22(1)  0(1) 0(1)  -2(1) 

C(24A) 23(2)  36(2) 34(2)  -5(1) -6(1)  0(1) 

C(24B) 21(1)  38(2) 27(1)  7(1) 1(1)  2(1) 

C(25A) 24(2)  56(2) 46(2)  -11(2) 0(1)  -15(2) 

C(25B) 23(2)  45(2) 37(2)  8(1) 10(1)  11(1) 

C(26A) 43(2)  37(2) 46(2)  3(2) -2(2)  -22(2) 

C(26B) 35(2)  23(1) 36(2)  3(1) 14(1)  9(1) 

C(27A) 31(2)  29(2) 37(2)  7(1) -2(1)  -11(1) 

C(27B) 24(1)  21(1) 25(1)  -2(1) 5(1)  2(1) 

N(1A) 21(1)  15(1) 18(1)  -1(1) 6(1)  -1(1) 

N(1B) 20(1)  19(1) 18(1)  0(1) 4(1)  -1(1) 

O(1A) 38(1)  17(1) 30(1)  -3(1) 15(1)  3(1) 

O(1B) 30(1)  22(1) 31(1)  -2(1) 13(1)  6(1) 

P(1A) 16(1)  15(1) 13(1)  -1(1) 2(1)  1(1) 

P(1B) 18(1)  18(1) 13(1)  -1(1) 4(1)  2(1) 

Co(1A) 18(1)  18(1) 15(1)  -1(1) 5(1)  1(1) 

Co(1B) 22(1)  19(1) 15(1)  -1(1) 7(1)  2(1) 

Br(1A) 44(1)  38(1) 15(1)  -5(1) 5(1)  -8(1) 

Br(1B) 26(1)  34(1) 42(1)  9(1) 17(1)  4(1) 

Br(2A) 19(1)  50(1) 43(1)  13(1) 9(1)  1(1) 

Br(2B) 51(1)  43(1) 15(1)  -5(1) 4(1)  -7(1) 

______________________________________________________________________________
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Table 5.  Calculated hydrogen coordinates ( x 104) and isotropic displacement parameters (Å2x 103) 

for RajanBabu 2243. 

________________________________________________________________________________ 

 x  y  z  U(eq) 

________________________________________________________________________________ 

 

H(1A) 6034 4411 3579 28 

H(1B) 1245 5212 9702 26 

H(2A1) 8402 3913 3830 38 

H(2A2) 7186 3722 2896 38 

H(2B1) 2627 6016 11389 34 

H(2B2) 1196 6057 10787 34 

H(5A) 8588 4746 575 27 

H(5B) 1584 5253 14189 37 

H(6A) 8857 5319 -1110 30 

H(6B) 1388 4751 15974 45 

H(7A) 8552 6344 -1092 29 

H(7B) 1568 3716 16068 42 

H(8A) 8047 6802 641 25 

H(8B) 2002 3189 14379 32 

H(11A) 8950 4356 5642 53 

H(11B) 4481 5415 10811 33 

H(12A) 9086 4198 7786 77 

H(12B) 5952 5541 9545 41 

H(13A) 7325 4180 8646 74 

H(13B) 5345 5617 7432 46 

H(14A) 5444 4318 7470 65 

H(14B) 3271 5596 6588 51 

H(15A) 5265 4456 5365 43 

H(15B) 1796 5460 7841 40 

H(16A) 7001 7325 1773 22 

H(16B) 1113 2854 10605 24 

H(17A) 5910 7199 3946 33 

H(17B) 7007 7644 3796 33 

H(17C) 1295 2246 12356 34 

H(17D) 473 2703 12980 34 
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H(18A) 5684 8220 2369 39 

H(18B) 5112 8167 3601 39 

H(18C) -371 2043 10777 46 

H(18D) -783 1917 12073 46 

H(19A) 3762 7409 2714 45 

H(19B) 3573 7989 1861 45 

H(19C) -1782 2845 11999 53 

H(19D) -2311 2474 10790 53 

H(20A) 4766 7573 516 41 

H(20B) 3689 7117 668 41 

H(20C) -1105 3027 9638 49 

H(20D) -1903 3480 10299 49 

H(21A) 5624 6623 790 31 

H(21B) 5033 6519 1996 31 

H(21C) -215 3695 11811 35 

H(21D) 184 3797 10502 35 

H(22A) 8854 6988 4473 23 

H(22B) 3093 2637 13320 22 

H(23A) 9611 6009 4640 27 

H(23B) 10123 6077 3378 27 

H(23C) 4959 3481 12969 28 

H(23D) 4372 3409 14187 28 

H(24A) 11748 6225 5009 39 

H(24B) 10991 6732 5574 39 

H(24C) 6351 2956 14421 35 

H(24D) 5320 2478 14597 35 

H(25A) 12431 7190 4518 51 

H(25B) 11893 6832 3294 51 

H(25C) 6339 2626 12403 41 

H(25D) 6608 2072 13321 41 

H(26A) 11108 7804 3141 52 

H(26B) 10597 7727 4401 52 

H(26C) 4554 1763 12833 37 

H(26D) 5126 1812 11601 37 

H(27A) 9694 7095 2170 40 

H(27B) 8952 7599 2766 40 
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H(27C) 3139 2253 11357 28 

H(27D) 4154 2728 11121 28 

________________________________________________________________________________
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Table 6.  Hydrogen bonds for RajanBabu 2243 [Å and °]. 

____________________________________________________________________________ 

D-H...A d(D-H) d(H...A) d(D...A) <(DHA) 

____________________________________________________________________________ 

 C(2A)-H(2A2)...Br(1B)#1 0.99 3.13 3.686(3) 117.2 

 C(21A)-H(21B)...Br(2A) 0.99 2.92 3.878(3) 162.5 

 C(21B)-H(21C)...O(1A)#2 0.99 2.66 3.421(4) 134.2 

 C(21B)-H(21D)...Br(2B) 0.99 3.03 3.763(3) 131.7 

 C(23A)-H(23A)...Br(1A) 0.99 3.03 3.793(3) 134.6 

 C(23A)-H(23B)...O(1B)#3 0.99 2.63 3.537(3) 152.7 

 C(23B)-H(23C)...Br(1B) 0.99 2.95 3.856(3) 152.4 

 C(27A)-H(27B)...Br(2B)#4 0.99 3.06 3.951(3) 150.3 

 C(27B)-H(27D)...Br(1B) 0.99 3.14 3.992(3) 145.3 

____________________________________________________________________________ 

Symmetry transformations used to generate equivalent atoms:  

#1 x,y,z-1    #2 x-1,y,z+1    #3 x+1,y,z-1    #4 -x+1,y+1/2,-z+1  
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1H and 13C Spectra and Chromatograms (Achiral, Chiral 

Stationary Phase GCs and HPLCs) of Key Compounds 

 
 
 
 
 
 

 
S100



=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 1/7/2019 2:22:35 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : 22HR@50
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pA
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 FID1 A,  (MAHESH\MP-04-018-MA-EPHE'.D)
 5

.9
90

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-018-MA-EPHE'.D
Sample Name: MP-04-018-MA-EPHE'

Instrument 1 4/18/2019 1:44:48 PM mp Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   5.990 VV    0.0148  761.64423  824.97565 1.000e2 

Totals : 761.64423  824.97565

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-018-MA-EPHE'.D
Sample Name: MP-04-018-MA-EPHE'

Instrument 1 4/18/2019 1:44:48 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-JACS-6a
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190820
Time 20.46 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699968 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Stamp
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Current Data Parameters
NAME MP-JACS-6a
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190822
Time 5.51 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227927 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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2030405060708090100110120130140150 ppm
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Current Data Parameters
NAME MP-JACS-6a
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190822
Time 6.11 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227930 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 11/22/2018 5:45:22 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/22/2018 5:32:43 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 4:56:38 PM by mahesh

(modified after loading)
Sample Info     : 40 DEGREE

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-MA-RAC-PCY2.D
Sample Name: MP-03-220-MA-RAC-PCY2

Instrument 1 4/18/2019 4:57:04 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   9.326 BB    0.0635  253.73224   62.36532 51.75672
   2   9.747 BB    0.0650  236.50795   56.33994 48.24328

Totals : 490.24019  118.70526

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-MA-RAC-PCY2.D
Sample Name: MP-03-220-MA-RAC-PCY2

Instrument 1 4/18/2019 4:57:04 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 201
Injection Date  : 1/7/2019 2:50:34 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 12/10/2018 12:58:40 PM by MAHESH
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 7:50:15 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   9.288 MM    0.0613   15.87671    4.31550  4.61615
   2   9.709 MM    0.0703  328.06189   77.77332 95.38385

Totals : 343.93859   82.08881

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-018-MA-EPHE'.D
Sample Name: MP-04-018-MA-EPHE'

Instrument 1 4/18/2019 7:50:18 PM mahesh Page 1 of 2
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=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-018-MA-EPHE'.D
Sample Name: MP-04-018-MA-EPHE'

Instrument 1 4/18/2019 7:50:18 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 12/21/2018 1:32:11 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : TOL-EPH'

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-277-40-DEGREE.D
Sample Name: MP-03-277-40-DEGREE.D

Instrument 1 4/18/2019 12:34:40 PM mp Page 1 of 2
 

S110

parsutkar.1
Stamp



Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   5.639 VV    0.0187 3523.82690 2895.09326 97.02899
   2   5.711 VV    0.0145   33.41678   35.45794  0.92014
   3   5.839 VV    0.0158   40.81401   40.22588  1.12382
   4   5.976 VV    0.0151   33.66825   33.93844  0.92706

Totals : 3631.72595 3004.71552

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-277-40-DEGREE.D
Sample Name: MP-03-277-40-DEGREE.D

Instrument 1 4/18/2019 12:34:40 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-03-227-4-OCTYNE-TFEA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181204
Time 21.12 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799948 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.32.42.52.6 ppm
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Current Data Parameters
NAME MP-03-227-4-OCTYNE-TFEA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181204
Time 21.55 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153224 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 11/22/2018 3:31:31 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/22/2018 3:30:48 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 4:54:55 PM by mahesh

(modified after loading)
Sample Info     : 40DEGREE

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-TFEA-RAC-PCY2.D
Sample Name: MP-03-220-TFEA-RAC-PCY2

Instrument 1 4/18/2019 4:55:10 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.289 MM    0.0526  378.11069  119.91140 51.16517
   2   7.516 MM    0.0544  360.88947  110.61035 48.83483

Totals : 739.00015  230.52175

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-TFEA-RAC-PCY2.D
Sample Name: MP-03-220-TFEA-RAC-PCY2

Instrument 1 4/18/2019 4:55:10 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 11/22/2018 5:06:17 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/22/2018 4:45:31 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 5/29/2019 1:00:01 PM by Jon

(modified after loading)
Sample Info     : RT

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-TFEA-CHIRAL.D
Sample Name: MP-03-220-TFEA-CHIRAL

Instrument 1 5/29/2019 1:00:08 PM Jon Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.279 MM    0.0526    4.56510    1.44619  5.80484
   2   7.511 MM    0.0539   74.07778   22.91763 94.19516

Totals : 78.64288   24.36382

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-220-TFEA-CHIRAL.D
Sample Name: MP-03-220-TFEA-CHIRAL

Instrument 1 5/29/2019 1:00:08 PM Jon Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 1/7/2019 5:08:03 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   6.490 VV    0.0159 2297.72974 2254.58862 97.11228
   2   6.626 VV    0.0141   26.32222   28.94416  1.11249

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-019-25HR.D
Sample Name: MP-04-019-25HR

Instrument 1 4/18/2019 1:46:00 PM mp Page 1 of 2
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   3   6.808 VV    0.0142   42.00286   45.97639  1.77523

Totals : 2366.05481 2329.50918

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-019-25HR.D
Sample Name: MP-04-019-25HR

Instrument 1 4/18/2019 1:46:00 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-20-EA
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190423
Time 20.26 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 88.68
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699970 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-20-EA
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190423
Time 20.58 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227883 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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1
4
.
1
1

1
4
.
2
5

1
4
.
4
0

2
0
.
7
6

2
0
.
8
9

2
9
.
9
1

3
0
.
4
3

3
1
.
5
7

4
3
.
6
9

5
9
.
9
7

Current Data Parameters
NAME MP-04-20-EA
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190423
Time 21.18 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH Seq. Line :   1
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 11/23/2018 10:09:06 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-125-ISO-
                  SHORT.M
Last changed    : 11/23/2018 10:25:41 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 7:54:42 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated

min10 11 12 13 14 15 16 17 18 19

pA

10

20

30

40

50

 FID1 B, FID1B, Back Signal (MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-03-221-EA.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  12.349 BB    0.0823  301.34598   55.73454 51.54874
   2  12.691 BB    0.0849  283.23859   51.57168 48.45126

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-03-221-EA.D
Sample Name: MP-03-221-EA

Instrument 1 4/18/2019 7:55:27 PM mahesh Page 1 of 2
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 584.58456  107.30622

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-03-221-EA.D
Sample Name: MP-03-221-EA

Instrument 1 4/18/2019 7:55:27 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 201
Injection Date  : 1/7/2019 5:22:46 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/7/2019 3:56:45 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:29:37 PM by mahesh

(modified after loading)
Sample Info     : TOLUENE@50

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-019-EA-EPHE'.D
Sample Name: MP-04-019-EA-EPHE'.D

Instrument 1 4/18/2019 5:29:45 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  12.297 MM    0.0871   48.10669    9.20029  4.68708
   2  12.656 MM    0.0914  978.26178  178.43193 95.31292

Totals : 1026.36847  187.63222

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-019-EA-EPHE'.D
Sample Name: MP-04-019-EA-EPHE'.D

Instrument 1 4/18/2019 5:29:45 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 1/7/2019 6:57:49 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : toluene-27hr@50

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-020-TBUA.D
Sample Name: MP-04-020-TBuA

Instrument 1 4/18/2019 1:47:22 PM mp Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   6.905 MF    0.0174 3248.94238 3119.71851 99.00747
   2   7.022 FM    0.0148   32.56998   36.59609  0.99253

Totals : 3281.51236 3156.31459

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-020-TBUA.D
Sample Name: MP-04-020-TBuA

Instrument 1 4/18/2019 1:47:22 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-19
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190110
Time 3.52 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799958 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-19
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190110
Time 4.19 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153237 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-19
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190110
Time 4.35 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153241 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH Seq. Line :   2
Acq. Instrument : Instrument 1 Location : Vial 202
Injection Date  : 11/23/2018 10:55:56 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-125-ISO-
                  SHORT.M
Last changed    : 11/23/2018 10:25:41 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 7:54:42 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  15.302 BV    0.1001  269.45471   40.43384 51.54449
   2  15.599 VB    0.1024  253.30670   37.32482 48.45551

Data File C:\CHEM32....1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-03-221-TBUA.D
Sample Name: MP-03-221-TBUA

Instrument 1 4/18/2019 7:54:44 PM mahesh Page 1 of 2
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 522.76141   77.75866

=====================================================================
*** End of Report ***

Data File C:\CHEM32....1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-23 22-08-13\MP-03-221-TBUA.D
Sample Name: MP-03-221-TBUA

Instrument 1 4/18/2019 7:54:44 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh Seq. Line :   1
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 1/7/2019 7:28:28 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-01-07 19-27-41\MP-125-ISO-
                  SHORT.M
Last changed    : 1/7/2019 8:04:09 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 7:58:38 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  15.224 MM    0.1107   39.50535    5.95010  2.84293
   2  15.544 MM    0.1141 1350.09265  197.19670 97.15707

Data File C:\CHEM32....\MAHESH\MAHESH_CHIRAL_GC 2019-01-07 19-27-41\MP-04-020-TBUA-EPHE'.D
Sample Name: MP-04-020-TBuA-EPHE'

Instrument 1 4/18/2019 7:58:41 PM mahesh Page 1 of 2
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 1389.59800  203.14680

=====================================================================
*** End of Report ***

Data File C:\CHEM32....\MAHESH\MAHESH_CHIRAL_GC 2019-01-07 19-27-41\MP-04-020-TBUA-EPHE'.D
Sample Name: MP-04-020-TBuA-EPHE'

Instrument 1 4/18/2019 7:58:41 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 12/26/2018 12:30:15 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : @RT-20HR

Additional Info : Peak(s) manually integrated

min2 4 6 8 10 12

pA

0

500

1000

1500

2000

2500

 FID1 A,  (MAHESH\MP-03-288-5MOL%.D)

 7
.5

44

 8
.1

81

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-288-5MOL%.D
Sample Name: MP-03-288-5MOL%

Instrument 1 4/18/2019 12:41:57 PM mp Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.544 VV    0.0170 3189.66602 2752.40771 97.75044
   2   8.181 VV    0.0141   73.40460   80.48742  2.24956

Totals : 3263.07062 2832.89513

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-288-5MOL%.D
Sample Name: MP-03-288-5MOL%

Instrument 1 4/18/2019 12:41:57 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-03-222-VINYLSILOXY
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 4.55 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799938 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.02.12.22.32.42.52.62.7 ppm
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Current Data Parameters
NAME MP-03-222-VINYLSILOXY
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 6.03 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153229 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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2030405060708090100110120130140150 ppm
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Current Data Parameters
NAME MP-03-222-VINYLSILOXY
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 5.11 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153515 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH Seq. Line :   2
Acq. Instrument : Instrument 1 Location : Vial 206
Injection Date  : 11/24/2018 7:07:33 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2018-11-24 17-09-45\MP-125-ISO-
                  CHIRAL-CYCLOSIL.M
Last changed    : 11/24/2018 5:09:30 PM by MAHESH
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 7:56:37 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  18.490 BV    0.1176  527.25006   60.08897 51.53160
   2  18.833 VB    0.1145  495.90857   61.20838 48.46840

Data File C:\CHEM32....A\MAHESH\MAHESH_CHIRAL_GC 2018-11-24 17-09-45\MP-03-223-VINYLBPIN.D
Sample Name: MP-03-223-VINYLBPIN

Instrument 1 4/18/2019 7:56:52 PM mahesh Page 1 of 2
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Totals : 1023.15863  121.29735

=====================================================================
*** End of Report ***

Data File C:\CHEM32....A\MAHESH\MAHESH_CHIRAL_GC 2018-11-24 17-09-45\MP-03-223-VINYLBPIN.D
Sample Name: MP-03-223-VINYLBPIN

Instrument 1 4/18/2019 7:56:52 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1                    Location : Vial 205
Injection Date  : 12/25/2018 2:12:21 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 12/25/2018 2:10:45 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:20:11 PM by mahesh

(modified after loading)
Sample Info     : @RT TOLUENE

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-280-EPHE'-PHOX.D
Sample Name: MP-03-280-EPHE'-PHOX.D

Instrument 1 4/18/2019 5:22:53 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  18.374 MM    0.1491   11.64972    1.30193  1.48800
   2  18.786 BB    0.1215  771.26331   88.67162 98.51200

Totals : 782.91303   89.97355

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-280-EPHE'-PHOX.D
Sample Name: MP-03-280-EPHE'-PHOX.D

Instrument 1 4/18/2019 5:22:53 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 204
Injection Date  : 12/25/2018 1:46:22 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 12/25/2018 1:45:16 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:20:11 PM by mahesh

(modified after loading)
Sample Info     : @RT TOLUENE

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-279-CHIRAL-PCY2-PHOX.D
Sample Name: MP-03-279-CHIRAL-PCY2-PHOX

Instrument 1 4/18/2019 5:22:03 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  18.379 MM    0.1422   28.91862    3.38908  2.27092
   2  18.830 MM    0.1544 1244.51318  134.30350 97.72908

Totals : 1273.43180  137.69258

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-279-CHIRAL-PCY2-PHOX.D
Sample Name: MP-03-279-CHIRAL-PCY2-PHOX

Instrument 1 4/18/2019 5:22:03 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 1/29/2019 1:38:03 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:34:36 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   5.372 VV    0.0168 1197.01501 1134.37183 90.96380
   2   5.995 VV    0.0150  118.90959  126.57504  9.03620

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-022-PURE.D
Sample Name: MP-04-022-PURE

Instrument 1 4/18/2019 1:48:01 PM mp Page 1 of 2
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 1315.92461 1260.94687

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-022-PURE.D
Sample Name: MP-04-022-PURE

Instrument 1 4/18/2019 1:48:01 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-022-VINYL-TMS
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 20.48 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799921 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-022-VINYL-TMS
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 21.40 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153228 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-022-VINYL-TMS
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 21.56 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153234 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 215
Injection Date  : 1/31/2019 1:23:09 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\50-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/31/2019 12:29:32 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 6:06:21 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 117.693 MM    0.3514  326.83527   15.50100 62.01850
   2 121.737 MM    0.3890  152.36986    6.52781 28.91288
   3 146.859 MM    0.1666   47.79129    4.78202  9.06862

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-RAC-50.D
Sample Name: MP-04-022-RAC-50

Instrument 1 4/18/2019 6:06:22 PM mahesh Page 1 of 2
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 526.99641   26.81084

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-RAC-50.D
Sample Name: MP-04-022-RAC-50

Instrument 1 4/18/2019 6:06:22 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 214
Injection Date  : 1/31/2019 6:45:29 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/31/2019 6:42:46 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:39:47 PM by mahesh

(modified after loading)
Sample Info     : TOL-RT

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-066-VINYLTMS-CHIRAL.D
Sample Name: MP-04-066-VINYLTMS-CHIRAL

Instrument 1 4/18/2019 5:40:04 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  15.630 MM    0.1247   26.07219    3.48422  2.47446
   2  16.429 MM    0.1286 1027.57874  133.15660 97.52554

Totals : 1053.65092  136.64082

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-066-VINYLTMS-CHIRAL.D
Sample Name: MP-04-066-VINYLTMS-CHIRAL

Instrument 1 4/18/2019 5:40:04 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 1/9/2019 12:33:35 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-120-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 12/26/2018 2:04:16 PM by MAHESH
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:30:55 PM by mahesh

(modified after loading)
Sample Info     : TOLUENE@50

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-VINYLTMS@120.D
Sample Name: MP-04-022-VINYLTMS@120

Instrument 1 4/18/2019 5:31:05 PM mahesh Page 1 of 2
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   5.293 BV    0.0368  579.33777  241.01553 60.23566
   2   5.396 VV    0.0455  284.24213   94.41874 29.55359
   3   8.450 MM    0.0615   98.20547   26.59334 10.21075

Totals : 961.78536  362.02761

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-VINYLTMS@120.D
Sample Name: MP-04-022-VINYLTMS@120

Instrument 1 4/18/2019 5:31:05 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 215
Injection Date  : 1/29/2019 7:13:18 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/29/2019 7:50:08 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 6:04:22 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  15.658 BB    0.1009  416.35434   57.72641 68.05813
   2  16.404 BB    0.1067  195.40849   26.05039 31.94187

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-RAC.D
Sample Name: MP-04-022-RAC

Instrument 1 4/18/2019 6:04:25 PM mahesh Page 1 of 2
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Totals : 611.76283   83.77680

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-022-RAC.D
Sample Name: MP-04-022-RAC

Instrument 1 4/18/2019 6:04:25 PM mahesh Page 2 of 2
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Current Data Parameters
NAME MP-03-223-VINYLBPIN
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 3.42 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799955 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

* ether

*

 
S160

parsutkar.1
Stamp



190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

1
4
.
2
1

1
4
.
4
5

2
1
.
2
6

2
1
.
3
3

2
4
.
9
5

2
4
.
9
8

2
9
.
6
6

3
0
.
8
4

3
1
.
2
6

8
2
.
7
6

1
4
0
.
1
5

1
4
1
.
9
6

Current Data Parameters
NAME MP-03-223-VINYLBPIN
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 4.51 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153232 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

*ether

*
*
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Current Data Parameters
NAME MP-03-223-VINYLBPIN
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181127
Time 3.59 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0 0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153234 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

*ether

*

*
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=====================================================================
Acq. Operator   : mahesh Seq. Line :   1
Acq. Instrument : Instrument 1 Location : Vial 210
Injection Date  : 3/13/2019 8:20:24 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-90-ISO-
                  CHIRAL-CYCLOSIL.M
Last changed    : 3/13/2019 8:17:05 PM by mahesh
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:58:00 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 149.788 MM    1.0730   23.12055 3.59141e-1 51.63213
   2 155.649 MM    0.8043   21.65883 4.48827e-1 48.36787

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-04-067-RAC.D
Sample Name: MP-04-067-RAC

Instrument 1 4/18/2019 5:58:06 PM mahesh Page 1 of 2
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Totals : 44.77938 8.07968e-1

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-04-067-RAC.D
Sample Name: MP-04-067-RAC

Instrument 1 4/18/2019 5:58:06 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh Seq. Line :   2
Acq. Instrument : Instrument 1 Location : Vial 211
Injection Date  : 3/14/2019 12:23:01 AM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-90-ISO-
                  CHIRAL-CYCLOSIL.M
Last changed    : 3/13/2019 8:17:05 PM by mahesh
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:58:00 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated

min146 148 150 152 154 156
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 FID1 B, FID1B, Back Signal (MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-04-067-CHIRAL.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 150.055 MM    0.6513    5.16632 1.32199e-1  1.27853
   2 155.809 MM    0.7917  398.91620    8.39808 98.72147

Data File C:\CHEM32....DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-04-067-CHIRAL.D
Sample Name: MP-04-067-CHIRAL

Instrument 1 4/18/2019 5:58:34 PM mahesh Page 1 of 2
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Totals : 404.08252    8.53028

=====================================================================
*** End of Report ***

Data File C:\CHEM32....DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-04-067-CHIRAL.D
Sample Name: MP-04-067-CHIRAL

Instrument 1 4/18/2019 5:58:34 PM mahesh Page 2 of 2
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Current Data Parameters
NAME MP-04-123-di-ph-ac-vbpin
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190321
Time 1.12 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700293 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.93.0 ppm
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* ethyl acetate

* 
** 
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Current Data Parameters
NAME MP-04-123-di-ph-ac-vbpin
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190321
Time 2.13 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227972 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-123-di-ph-ac-vbpin
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190321
Time 2.50 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227974 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   1
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 3/20/2019 4:54:25 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-03-20 16-53-29\MP_OD-H_99_1_0.5_40min.M
Last changed    : 2/16/2019 8:26:22 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-03-20 16-53-29\MP_OD-H_99_1_0.5_40min.M (Sequence

Method)
Last changed    : 4/21/2019 7:14:22 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   7.522 BV    0.1719 8673.55078  816.67322  51.8398
   2   7.919 MM    0.1368 8057.89551  981.42029  48.1602

Totals : 1.67314e4  1798.09351

Data File C:\Chem32\1\Data\MP\MP 2019-03-20 16-53-29\ZZX000003.D
Sample Name: MP-04-123-RAC_99_1_0.5_40MIN

1260 Infinity II 4/21/2019 7:15:30 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P2-E-02
Injection Date  : 3/20/2019 8:42:24 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-03-20 20-00-31\MP_OD-H_99_1_0.5_40min.M
Last changed    : 2/16/2019 8:26:22 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-03-20 20-00-31\MP_OD-H_99_1_0.5_40min.M (Sequence

Method)
Last changed    : 4/21/2019 7:21:24 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   7.497 MM    0.1060  192.52556   30.26362   1.5736
   2   7.873 MM    0.1360 1.20423e4  1475.41968  98.4264

Totals : 1.22349e4  1505.68330

Data File C:\Chem32\1\Data\MP\MP 2019-03-20 20-00-31\ZZX000004.D
Sample Name: MP-04-123-C_99_1_0.5_40MIN

1260 Infinity II 4/21/2019 7:21:31 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 3/8/2019 1:52:26 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\100-RAMP.M
Last changed    : 3/8/2019 12:26:27 PM by MP
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 2:02:54 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 A, 

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-108-EPHE'S.D
Sample Name: MP-04-108-EPHE'S

Instrument 1 4/18/2019 2:14:24 PM mp Page 1 of 2
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   6.390 VV    0.0194   75.49982   55.33594  4.21394
   2   6.621 VV    0.0176 1623.59949 1444.39929 90.61938
   3   6.792 VV    0.0151   92.56977   97.02481  5.16668

Totals : 1791.66908 1596.76004

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-108-EPHE'S.D
Sample Name: MP-04-108-EPHE'S

Instrument 1 4/18/2019 2:14:24 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-108-EPHE'S
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190311
Time 21.46 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 326.2 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699966 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

3.03.54.0 ppm
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Current Data Parameters
NAME MP-04-108-EPHE'S
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190312
Time 23.47 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 325.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227877 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-108-EPHE'S
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190312
Time 7.13 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 328.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227886 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 202
Injection Date  : 3/5/2019 8:37:41 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 3/5/2019 8:35:31 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:42:50 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MP-04-108-RAC-90-200MIN.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 276.638 MF    0.4161   49.74644    1.99255 48.55882
   2 277.517 FM    0.3956   52.69930    2.22016 51.44118

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-108-RAC-90-200MIN.D
Sample Name: MP-04-108-RAC-90-200MIN.D

Instrument 1 4/18/2019 5:42:54 PM mahesh Page 1 of 2
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Totals : 102.44573    4.21271

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-108-RAC-90-200MIN.D
Sample Name: MP-04-108-RAC-90-200MIN.D

Instrument 1 4/18/2019 5:42:54 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 3/8/2019 12:18:08 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL-DI-OTMS-ALKYNE.M
Last changed    : 3/8/2019 12:17:14 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:42:50 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated

min260 265 270 275 280 285

pA
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 FID1 B, FID1B, Back Signal (MAHESH\MP-04-108-CHIRAL-90-250MIN.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 276.625 MM    0.4071  679.82086   27.83208 97.47863
   2 277.557 MM    0.3428   17.58419 8.54938e-1  2.52137

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-108-CHIRAL-90-250MIN.D
Sample Name: MP-04-108-CHIRAL-90-250MIN.D

Instrument 1 4/18/2019 5:44:13 PM mahesh Page 1 of 2
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Totals : 697.40505   28.68702

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-108-CHIRAL-90-250MIN.D
Sample Name: MP-04-108-CHIRAL-90-250MIN.D

Instrument 1 4/18/2019 5:44:13 PM mahesh Page 2 of 2
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Current Data Parameters
NAME MP-03-231-DI-PH-AC-TFEA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181204
Time 19.59 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 55.93
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799954 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

7.07.27.47.6 ppm
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Current Data Parameters
NAME MP-03-231-DI-PH-AC-TFEA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181204
Time 21.07 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153245 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-231-DI-PH-AC-TFEA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181204
Time 20.15 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153249 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   3
Acq. Instrument : 1260 Infinity II Location :   P2-E-03
Injection Date  : 1/30/2019 4:58:51 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\MP_OD-H_99.5_0.5_0.7_60min.M
Last changed    : 7/26/2018 8:54:46 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\MP_OD-H_99.5_0.5_0.7_60min.M (

Sequence Method)
Last changed    : 2/5/2019 8:12:17 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-01-30 14-55-58\003-P2-E3-MP-03-231-ODH_99.5_0.5_0.7_60.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  12.580 MM    0.7101 7658.81445  179.75209  48.4182
   2  19.404 BB    1.5526 8159.24219   75.15665  51.5818

Totals : 1.58181e4   254.90874

Data File C:\Chem32\...MP\MP 2019-01-30 14-55-58\003-P2-E3-MP-03-231-ODH_99.5_0.5_0.7_60.D
Sample Name: MP-03-231-ODH_99.5_0.5_0.7_60

1260 Infinity II 2/5/2019 8:12:21 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P2-E-02
Injection Date  : 2/2/2019 4:59:49 PM Inj :   1

Inj Volume : 10.000 µl
Method : C:\Chem32\1\Data\MP\MP 2019-02-02 16-27-53\MP_OD-H_99.5_0.5_0.7_30min.M (

Sequence Method)
Last changed    : 2/1/2019 5:35:25 PM by SYSTEM
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-02-02 16-27-53\002-P2-E2-MP-04-065-C-ODH-99.5_0.5_0.7_3.D)
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 MWD1 C, Sig=220,4 Ref=off (MP\MP 2019-02-02 16-27-53\002-P2-E2-MP-04-065-C-ODH-99.5_0.5_0.7_3.D)

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  11.092 MM    0.7108 9.03945e4  2119.46069  94.8233
   2  16.148 MM    1.1234 4934.89307   73.21046   5.1767

Totals : 9.53294e4  2192.67116

Data File C:\Chem32\...P\MP 2019-02-02 16-27-53\002-P2-E2-MP-04-065-C-ODH-99.5_0.5_0.7_3.D
Sample Name: MP-04-065-C-ODH-99.5_0.5_0.7_30

1260 Infinity II 4/21/2019 7:32:21 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 2
Injection Date  : 12/15/2018 4:39:33 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 12/15/2018 4:34:58 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:18:30 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : 28hr

Additional Info : Peak(s) manually integrated

min2 4 6 8 10 12 14

pA

0

250

500

750

1000

1250

1500

1750

2000

 FID1 A,  (MAHESH\MP-03-268-CHIRAL-PCY2.D)

 7
.2

50
7.

46
4

 7
.5

43

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-268-CHIRAL-PCY2.D
Sample Name: MP-03-268-chiral-pcy2

Instrument 1 4/18/2019 12:29:25 PM mp Page 1 of 2
 

S186

parsutkar.1
Stamp



Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.250 VV    0.0172 2525.96582 2143.28149 90.93045
   2   7.464 VV    0.0140  101.49283  112.45930  3.65357
   3   7.543 VV    0.0139  150.45120  169.04697  5.41599

Totals : 2777.90985 2424.78776

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-268-CHIRAL-PCY2.D
Sample Name: MP-03-268-chiral-pcy2

Instrument 1 4/18/2019 12:29:25 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-JACS-6K
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190820
Time 20.35 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700032 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

3.03.5 ppm
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Current Data Parameters
NAME MP-JACS-6K
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190822
Time 4.48 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227901 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-JACS-6K
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190822
Time 4.17 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227905 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-JACS-6K
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190820
Time 20.41 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgfhigqn.2
TD 131072
SOLVENT C6D6
NS 16
DS 4
SWH 89285.711 Hz
FIDRES 1.362392 Hz
AQ 0.7340032 sec
RG 457.1
DW 5.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TD0 1
SFO1 376.4983502 MHz
NUC1 19F
P1 15.00 usec
PLW1 19.25399971 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 65536
SF 376.5360038 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME     01-31-0219-NOE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 15.40 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 120.04
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TD0 1
ZGOPTNS
SFO1 600.1821787 MHz
NUC1 1H
P1 10.24 usec
P2 20.48 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1799922 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

Ph-Ac-Me+TFEA-noeZ@3.63
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Current Data Parameters
NAME     01-31-0219-NOE
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 16.45 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 120.04
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TD0 1
ZGOPTNS
SFO1 600.1809593 MHz
NUC1 1H
P1 10.24 usec
P2 20.48 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1799922 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

Ph-Ac-Me+TFEA-noe@1.5948
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Current Data Parameters
NAME     01-31-0219-NOE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 16.09 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 134.59
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TD0 1
ZGOPTNS
SFO1 600.1843821 MHz
NUC1 1H
P1 10.24 usec
P2 20.48 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1799922 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

Ph-Ac-Me+TFEA-noeZ@7.30
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 207
Injection Date  : 11/24/2018 10:26:40 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/24/2018 11:51:34 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 4:58:16 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MP-03-207-DPPF-PH-ME-AC-TFEA.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  34.803 MM    0.2546  194.21416   12.71277 50.02426
   2  36.350 MM    0.2630  194.02582   12.29361 49.97574

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-207-DPPF-PH-ME-AC-TFEA.D
Sample Name: MP-03-207-DPPF-PH-ME-AC-TFEA

Instrument 1 4/18/2019 4:58:25 PM mahesh Page 1 of 2
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Totals : 388.23997   25.00638

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-207-DPPF-PH-ME-AC-TFEA.D
Sample Name: MP-03-207-DPPF-PH-ME-AC-TFEA

Instrument 1 4/18/2019 4:58:25 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 203
Injection Date  : 12/15/2018 5:21:10 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 12/15/2018 5:19:30 PM by MAHESH

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 5/29/2019 12:55:37 PM by Jon

(modified after loading)
Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MP-03-268-CHIRAL-PCY2.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  34.806 MM    0.2239   63.87761    4.75597  5.64535
   2  36.365 MM    0.2654 1067.63147   67.03991 94.35465

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-268-CHIRAL-PCY2.D
Sample Name: MP-03-268-CHIRAL-PCY2.D

Instrument 1 5/29/2019 12:56:28 PM Jon Page 1 of 2
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Totals : 1131.50908   71.79588

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-268-CHIRAL-PCY2.D
Sample Name: MP-03-268-CHIRAL-PCY2.D

Instrument 1 5/29/2019 12:56:28 PM Jon Page 2 of 2
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=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 1/24/2019 8:35:09 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 2:02:54 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : @40-TOL

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-058-EPHE'-25HR.D
Sample Name: MP-04-058-EPHE'-25HR

Instrument 1 4/18/2019 2:03:46 PM mp Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.691 VV    0.0173 2392.50049 2094.10083 93.86054
   2   7.836 VV    0.0143   64.42876   69.41269  2.52761
   3   7.908 VV    0.0141   92.06580  100.88102  3.61185

Totals : 2548.99506 2264.39454

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-058-EPHE'-25HR.D
Sample Name: MP-04-058-EPHE'-25HR

Instrument 1 4/18/2019 2:03:46 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-058-Ph-Ac-Et-TFEA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 16.49 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 120.36
DW 60.800 usec
DE 6.50 usec
TE 301.1 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699973 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

3.6 ppm
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Current Data Parameters
NAME MP-04-058-Ph-Ac-Et-TFEA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 23.58 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 302.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227872 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-058-Ph-Ac-Et-TFEA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 17.09 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 301.7 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227876 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 203
Injection Date  : 11/28/2018 10:03:11 AM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/24/2018 5:09:30 PM by MAHESH
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:05:28 PM by mahesh

(modified after loading)
Sample Info     : RAC-PCY2

Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MP-03-229-RAC.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-229-RAC.D
Sample Name: MP-03-229-RAC.D

Instrument 1 4/18/2019 5:05:31 PM mahesh Page 1 of 2
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  49.336 MM    0.3572  251.85100   11.75005 51.70039
   2  54.731 MM    0.3956  235.28455    9.91191 48.29961

Totals : 487.13554   21.66196

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-229-RAC.D
Sample Name: MP-03-229-RAC.D

Instrument 1 4/18/2019 5:05:31 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 207
Injection Date  : 1/25/2019 7:00:42 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/25/2019 6:59:58 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 6:09:10 PM by mahesh

(modified after loading)
Sample Info     : CHIRAL-PCY2@40-TOL

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-057-PCY2-PHOX.D
Sample Name: MP-04-057-PCY2-PHOX

Instrument 1 4/18/2019 6:09:13 PM mahesh Page 1 of 2S206
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  49.205 MM    0.3066   37.03382    2.01337  4.03553
   2  54.542 MM    0.3945  880.66064   37.20969 95.96447

Totals : 917.69447   39.22306

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-057-PCY2-PHOX.D
Sample Name: MP-04-057-PCY2-PHOX
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 4/8/2019 6:09:47 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 1:49:02 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 A, 

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-042.D
Sample Name: MP-04-042.D

Instrument 1 4/18/2019 1:53:50 PM mp Page 1 of 2S208

parsutkar.1
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   4.963 VV    0.0164  340.47144  334.29181 38.25099
   2   5.130 VV    0.0157  549.62695  549.16589 61.74901

Totals : 890.09839  883.45770

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-042.D
Sample Name: MP-04-042

Instrument 1 4/18/2019 1:53:50 PM mp Page 2 of 2S209
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Current Data Parameters
NAME MP-04-042
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190409
Time 6.54 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 120.36
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700102 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-042
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190409
Time 7.54 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228115 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S211
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Current Data Parameters
NAME MP-04-042
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190409
Time 8.31 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228117 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1                    Location : Vial 201
Injection Date  : 11/29/2018 7:17:25 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/29/2018 1:55:19 PM by mp
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:08:55 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  22.798 MM    0.1704  204.81021   20.03658 23.20471
   2  23.436 MM    0.1776  220.22903   20.66155 24.95165
   3  29.661 MM    0.2249  237.06947   17.56849 26.85964
   4  33.410 MM    0.2623  220.51457   14.01314 24.98400

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-236-1-ME-HEPTYNE-TFEA.D
Sample Name: MP-03-236-1-ME-HEPTYNE-TFEA.D

Instrument 1 4/18/2019 5:09:02 PM mahesh Page 1 of 2S213
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 882.62329   72.27977

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-236-1-ME-HEPTYNE-TFEA.D
Sample Name: MP-03-236-1-ME-HEPTYNE-TFEA.D

Instrument 1 4/18/2019 5:09:02 PM mahesh Page 2 of 2S214



=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 215
Injection Date  : 1/15/2019 5:18:48 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/15/2019 5:17:00 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:34:43 PM by mahesh

(modified after loading)
Sample Info     : TOL@RT

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-042-EPHE'.D
Sample Name: MP-04-042-EPHE'.D

Instrument 1 4/18/2019 5:34:55 PM mahesh Page 1 of 2S215
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  29.462 MM    0.2099   15.53427    1.23347  4.19758
   2  33.040 MM    0.2685  354.54279   22.01074 95.80242

Totals : 370.07705   23.24421

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-042-EPHE'.D
Sample Name: MP-04-042-EPHE'.D

Instrument 1 4/18/2019 5:34:55 PM mahesh Page 2 of 2S216



=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 215
Injection Date  : 1/15/2019 5:18:48 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/15/2019 5:17:00 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:35:19 PM by mahesh

(modified after loading)
Sample Info     : TOL@RT

Additional Info : Peak(s) manually integrated
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Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-042-EPHE'.D
Sample Name: MP-04-042-EPHE'.D

Instrument 1 4/18/2019 5:36:22 PM mahesh Page 1 of 2
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  22.604 MM    0.1690  214.52841   21.15452 92.71063
   2  23.243 MM    0.1576   16.86728    1.78426  7.28937

Totals : 231.39570   22.93878

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-042-EPHE'.D
Sample Name: MP-04-042-EPHE'.D
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=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1 Location : Vial 2
Injection Date  : 1/15/2019 2:30:22 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 1/15/2019 1:51:09 PM by mp
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 1:49:02 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : 26HR

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-043-RT.D
Sample Name: MP-04-043-RT.D

Instrument 1 4/18/2019 1:54:36 PM mp Page 1 of 2S219
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   3.719 VV    0.0217  253.32890  182.77428 12.34942
   2   3.791 VV    0.0215 1798.01355 1273.98816 87.65058

Totals : 2051.34245 1456.76244

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-043-RT.D
Sample Name: MP-04-043-RT.D

Instrument 1 4/18/2019 1:54:36 PM mp Page 2 of 2S220
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Current Data Parameters
NAME MP-04-043
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190409
Time 23.19 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 99.77
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-043
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190410
Time 0.20 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228112 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S222
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Current Data Parameters
NAME MP-04-043
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190410
Time 1.21 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.6 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228117 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S223
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=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 11/29/2018 1:16:06 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 11/28/2018 8:05:13 PM by PAGAR
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:07:52 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  11.495 BB    0.0784  147.68362   28.34644 12.35016
   2  11.807 BB    0.0834  154.80846   28.49692 12.94598
   3  12.943 BB    0.0914  463.28812   74.89363 38.74284
   4  15.420 BB    0.1235  430.02286   51.68377 35.96101

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-235-4-ME-PENTYNE-TFEA.D
Sample Name: MP-03-235-4-ME-PENTYNE-TFEA

Instrument 1 4/18/2019 5:07:57 PM mahesh Page 1 of 2S224

parsutkar.1
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 1195.80305  183.42076

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-03-235-4-ME-PENTYNE-TFEA.D
Sample Name: MP-03-235-4-ME-PENTYNE-TFEA

Instrument 1 4/18/2019 5:07:57 PM mahesh Page 2 of 2S225



=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 216
Injection Date  : 1/15/2019 3:15:22 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 1/15/2019 3:05:25 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:32:28 PM by mahesh

(modified after loading)
Sample Info     : TOL@RT

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-043-EPHE'.D
Sample Name: MP-04-043-EPHE'

Instrument 1 4/18/2019 5:33:19 PM mahesh Page 1 of 2S226
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Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  12.886 MM    0.0971   17.75706    3.04909  4.49188
   2  15.301 MM    0.1329  377.55777   47.36089 95.50812

Totals : 395.31483   50.40998

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-043-EPHE'.D
Sample Name: MP-04-043-EPHE'

Instrument 1 4/18/2019 5:33:19 PM mahesh Page 2 of 2S227



=====================================================================
Acq. Operator   : mp
Acq. Instrument : Instrument 1 Location : Vial 4
Injection Date  : 1/9/2019 1:19:59 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\50-RAMP.M
Last changed    : 1/9/2019 1:15:07 PM by mp
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 1:49:02 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : TOLUENE@50

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-027-20HR.D
Sample Name: MP-04-027-20HR

Instrument 1 4/18/2019 1:49:44 PM mp Page 1 of 2S228
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   8.133 VV    0.0156   29.49497   29.65597  1.60812
   2   8.201 VV    0.0163 1804.62720 1716.83105 98.39188

Totals : 1834.12217 1746.48702

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-027-20HR.D
Sample Name: MP-04-027-20HR

Instrument 1 4/18/2019 1:49:44 PM mp Page 2 of 2S229
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-3-2-18 7 6 5 4 3 2 1 0 ppm
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Current Data Parameters
NAME     01-31-0219-NOE
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 18.05 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 120.04
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TD0 1
ZGOPTNS
SFO1 600.1809855 MHz
NUC1 1H
P1 10.32 usec
P2 20.64 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

t-Bu-Ac-Me+TFEA@1.642
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Current Data Parameters
NAME     01-31-0219-NOE
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 17.37 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 400
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 120.04
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TD0 1
ZGOPTNS
SFO1 600.1818504 MHz
NUC1 1H
P1 10.32 usec
P2 20.64 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

t-Bu-Ac-Me+TFEA-noe@3.083
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Current Data Parameters
NAME MP-04-027-cleaner
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190131
Time 21.07 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153346 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 3
Injection Date  : 3/9/2019 3:55:11 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\MP-80-RAMP.M
Last changed    : 11/9/2018 7:49:41 PM by mahesh
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 2:02:54 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 A, 

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-114-CHIRAL-PCY2.D
Sample Name: MP-04-114-CHIRAL-PCY2

Instrument 1 4/18/2019 2:15:52 PM mp Page 1 of 2
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Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   7.689 VV    0.0141  875.73505  961.59259 91.25206
   2   7.777 MM    0.0150   83.95289   93.57581  8.74794

Totals : 959.68793 1055.16840

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-114-CHIRAL-PCY2.D
Sample Name: MP-04-114-CHIRAL-PCY2

Instrument 1 4/18/2019 2:15:52 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-PH-ME-AC-MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190423
Time 16.47 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699979 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-PH-ME-AC-MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190424
Time 0.25 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227894 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : mahesh Seq. Line :   3
Acq. Instrument : Instrument 1 Location : Vial 212
Injection Date  : 3/14/2019 4:25:10 AM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-125-ISO-
                  CHIRAL-CYCLOSIL.M
Last changed    : 3/13/2019 8:17:39 PM by mahesh
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:58:58 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  50.972 MM    0.3723  441.68338   19.77213 51.92872
   2  53.427 MM    0.3867  408.87372   17.62059 48.07128

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-03-252-RAC.D
Sample Name: MP-03-252-RAC

Instrument 1 4/18/2019 5:59:04 PM mahesh Page 1 of 2
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Totals : 850.55710   37.39271

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-03-13 20-19-16\MP-03-252-RAC.D
Sample Name: MP-03-252-RAC

Instrument 1 4/18/2019 5:59:04 PM mahesh Page 2 of 2
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 3/9/2019 4:25:09 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 3/9/2019 4:22:52 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\ER-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/18/2019 5:46:06 PM by mahesh

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  50.937 MM    0.3512   21.77961    1.03361  4.72639
   2  53.476 MM    0.3888  439.02902   18.81833 95.27361

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-114-CHIRAL-PCY2.D
Sample Name: MP-04-114-CHIRAL-PCY2

Instrument 1 4/18/2019 5:46:18 PM mahesh Page 1 of 2
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Totals : 460.80863   19.85194

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-114-CHIRAL-PCY2.D
Sample Name: MP-04-114-CHIRAL-PCY2

Instrument 1 4/18/2019 5:46:18 PM mahesh Page 2 of 2
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Current Data Parameters
NAME MP-3-273
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 16.49 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 50.92
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-3-273
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 17.21 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227887 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-3-273
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 17.40 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 1/31/2019 8:19:17 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\MP_OD-H_99.5_0.5_0.7_60min.M
Last changed    : 7/26/2018 8:54:46 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\MP_OD-H_99.5_0.5_0.7_60min.M (

Sequence Method)
Last changed    : 2/5/2019 8:07:03 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

min10 20 30 40 50

mAU

0

50

100

150

200

250

 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-01-31 19-17-18\002-P2-E1-MP-03-273-ODH_99_1_0.7_60.D)
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2

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   9.126 BV    0.4370 8825.24609  307.31641  49.2502
   2  10.212 VB    0.6597 9093.97363  196.59268  50.7498

Totals : 1.79192e4   503.90909

Data File C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\002-P2-E1-MP-03-273-ODH_99_1_0.7_60.D
Sample Name: MP-03-273-ODH_99_1_0.7_60

1260 Infinity II 2/5/2019 8:07:17 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   1
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 2/8/2019 11:06:29 AM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-02-08 11-05-32\MP_OD-H_99_1_0.7_25min.M
Last changed    : 2/8/2019 11:02:48 AM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-02-08 11-05-32\MP_OD-H_99_1_0.7_25min.M (Sequence

Method)
Last changed    : 4/21/2019 7:27:59 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-02-08 11-05-32\001-P2-E1-MP-03-273-EPHE'_99_1_0.7_25.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   8.412 BV E  0.2205 2066.41797  146.56985   6.9217
   2   8.872 VB R  0.3122 2.77878e4  1305.90771  93.0783

Totals : 2.98543e4  1452.47757

Data File C:\Chem32\...a\MP\MP 2019-02-08 11-05-32\001-P2-E1-MP-03-273-EPHE'_99_1_0.7_25.D
Sample Name: MP-03-273-EPHE'_99_1_0.7_25

1260 Infinity II 4/21/2019 7:28:02 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : MAHESH
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 12/19/2018 12:00:40 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\150-RAMP.M
Last changed    : 12/19/2018 11:49:27 AM by MAHESH
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 12:18:30 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : tol@45
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 FID1 A,  (MAHESH\MP-03-274-22HR.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-274-22HR.D
Sample Name: MP-03-274-22hr

Instrument 1 4/18/2019 12:32:43 PM mp Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   8.813 VV    0.0232   60.73599   39.02843  4.85555
   2   9.488 VV    0.0317 1190.12207  574.20367 95.14445

Totals : 1250.85806  613.23211

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-03-274-22HR.D
Sample Name: MP-03-274-22hr

Instrument 1 4/18/2019 12:32:43 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-3-274
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 23.07 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699971 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-3-274
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181221
Time 0.07 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-3-274
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181221
Time 0.44 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227893 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   4
Acq. Instrument : 1260 Infinity II Location :   P2-E-02
Injection Date  : 1/31/2019 10:21:11 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\MP_OD-H_99_1_60min.M
Last changed    : 7/25/2018 11:08:56 AM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\MP_OD-H_99_1_60min.M (Sequence

Method)
Last changed    : 2/5/2019 8:08:16 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-01-31 19-17-18\004-P2-E2-MP-03-274-ODH_99_1_1_60.D)

 4
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63
 5

.2
12

 MWD1 C, Sig=220,4 Ref=off (MP\MP 2019-01-31 19-17-18\004-P2-E2-MP-03-274-ODH_99_1_1_60.D)

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.763 VV R  0.1175 3399.94116  449.14026  51.2924
   2   5.212 VB    0.1421 3228.60254  342.04553  48.7076

Totals : 6628.54370  791.18579

Data File C:\Chem32\1\Data\MP\MP 2019-01-31 19-17-18\004-P2-E2-MP-03-274-ODH_99_1_1_60.D
Sample Name: MP-03-274-ODH_99_1_1_60

1260 Infinity II 2/5/2019 8:08:22 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   1
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 2/3/2019 3:16:32 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-02-03 15-15-36\MP_OD-H_99_1_30min.M
Last changed    : 2/3/2019 12:17:24 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-02-03 15-15-36\MP_OD-H_99_1_30min.M (Sequence

Method)
Last changed    : 2/5/2019 7:53:09 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-02-03 15-15-36\001-P2-E1-MP-04-073-EPHE'-ODH-99_1_1_30.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.755 MM    0.1117  898.53839  134.01228   3.1146
   2   5.097 MM    0.1697 2.79510e4  2745.57593  96.8854

Totals : 2.88495e4  2879.58821

Data File C:\Chem32\...MP\MP 2019-02-03 15-15-36\001-P2-E1-MP-04-073-EPHE'-ODH-99_1_1_30.D
Sample Name: MP-04-073-EPHE'-ODH-99_1_1_30

1260 Infinity II 2/5/2019 7:54:06 PM SYSTEM Page 1 of 2

From L9CoBr2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P2-E-02
Injection Date  : 2/3/2019 3:47:29 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-02-03 15-15-36\MP_OD-H_99_1_30min.M
Last changed    : 2/3/2019 12:17:24 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-02-03 15-15-36\MP_OD-H_99_1_30min.M (Sequence

Method)
Last changed    : 2/5/2019 7:53:09 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2019-02-03 15-15-36\002-P2-E2-MP-04-073-PCY2-ODH-99_1_1_30.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.784 VV    0.1222  849.38605  107.53266   3.4940
   2   5.133 VB    0.1493 2.34605e4  2374.27148  96.5060

Totals : 2.43099e4  2481.80415

Data File C:\Chem32\...\MP\MP 2019-02-03 15-15-36\002-P2-E2-MP-04-073-PCY2-ODH-99_1_1_30.D
Sample Name: MP-04-073-PCY2-ODH-99_1_1_30

1260 Infinity II 2/5/2019 7:55:29 PM SYSTEM Page 1 of 2

From L8CoBr2
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Current Data Parameters
NAME MP-JACS-6s-wasabi
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190822
Time 18.21 h
INSTRUM Avance NEO
PROBHD   Z149000_0047 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 4
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 10.00 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 400.4224726 MHz
NUC1 1H
P0 4.00 usec
P1 12.00 usec
PLW1 8.48530006 W

F2 - Processing parameters
SI 65536
SF 400.4200025 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.002.62.72.82.9 ppm
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Current Data Parameters
NAME MP-JACS-6S
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190824
Time 1.44 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 1820
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227894 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-056-YNAMIDE-VINYL-BPIN
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190123
Time 1.15 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 307.4 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227882 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   6
Acq. Instrument : 1260 Infinity II Location :   P2-E-05
Injection Date  : 1/30/2019 7:21:53 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\MP_ODH_95-5_1_40min.M
Last changed    : 7/12/2018 1:12:40 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\MP_ODH_95-5_1_40min.M (Sequence

Method)
Last changed    : 2/5/2019 8:14:59 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   9.298 BV    0.2537 2.28830e4  1392.68689  50.6429
   2  10.155 VV R  0.3055 2.23021e4  1060.68762  49.3571

Totals : 4.51851e4  2453.37451

Data File C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\006-P2-E5-MP-04-056-R_ODH_95_5_1.D
Sample Name: MP-04-056-R_ODH_95_5_1

1260 Infinity II 2/5/2019 8:15:12 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 2/21/2019 7:40:16 PM Inj :   2

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-02-21 19-18-22\MP_ODH_95-5_1_20min.M
Last changed    : 2/4/2019 5:01:34 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-02-21 19-18-22\MP_ODH_95-5_1_20min.M (Sequence

Method)
Last changed    : 2/21/2019 9:16:27 PM by SYSTEM
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   9.559 BB    0.2486  206.41451   12.90638   1.6771
   2  10.417 MM    0.3406 1.21016e4   592.23175  98.3229

Totals : 1.23080e4   605.13813

Data File C:\Chem32\1\Data\MP\MP 2019-02-21 19-18-22\002-P2-E1-MP-04-056-EPHE.D
Sample Name: MP-04-056-EPHE

1260 Infinity II 4/21/2019 7:24:33 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 1
Injection Date  : 2/2/2019 12:48:55 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\150-RAMP.M
Last changed    : 10/2/2018 5:32:53 PM by PAGAR
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 4/18/2019 2:02:54 PM by mp

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : tol-rt-48

Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-069-48HR.D
Sample Name: MP-04-069-48hr

Instrument 1 4/18/2019 2:10:36 PM mp Page 1 of 2

SM (unreacted)
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   3.192 MM    0.0287  258.31113  150.25031 10.14133
   2   7.987 VV    0.0293 2263.95752 1088.89417 88.88327
   3   8.048 VV    0.0182   24.84444   20.45277  0.97540

Totals : 2547.11309 1259.59724

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-04-069-48HR.D
Sample Name: MP-04-069-48hr

Instrument 1 4/18/2019 2:10:36 PM mp Page 2 of 2
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Current Data Parameters
NAME MP-04-060-tBu-Ac-Ketone
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 19.22 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 128
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 301.1 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699970 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

 
S262

parsutkar.1
Stamp



210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

2
4
.
8
0

2
4
.
8
3

2
6
.
1
1

2
8
.
0
3

2
8
.
9
8

3
3
.
8
8

8
3
.
1
1

1
2
7
.
8
1

1
2
8
.
0
6

1
2
8
.
3
0

1
3
5
.
7
6

1
3
7
.
1
7

1
4
2
.
2
7

1
5
3
.
0
4

1
9
5
.
9
9

Current Data Parameters
NAME MP-04-060-tBu-Ac-Ketone
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 23.12 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 302.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-060-tBu-Ac-Ketone
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190126
Time 20.07 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 301.7 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227891 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   7
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 1/30/2019 8:02:56 PM Inj :   1

Inj Volume : 10.000 µl
Method : C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\MP_ODH_98-2_1_50min.M (Sequence

Method)
Last changed    : 7/12/2018 4:09:56 PM by SYSTEM
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   3.969 MF    0.1238 3285.82666  442.35812  54.1423
   2   4.221 FM    0.1416 2783.04126  327.64285  45.8577

Totals : 6068.86792  770.00098

Data File C:\Chem32\1\Data\MP\MP 2019-01-30 14-55-58\007-P2-E1-MP-04-060-R_ODH_98_2_1.D
Sample Name: MP-04-060-R_ODH_98_2_1

1260 Infinity II 2/5/2019 8:16:56 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   1
Acq. Instrument : 1260 Infinity II Location :   P2-E-01
Injection Date  : 2/2/2019 4:28:49 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2019-02-02 16-27-53\MP_ODH_98-2_1_30min.M
Last changed    : 2/2/2019 4:25:15 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2019-02-02 16-27-53\MP_ODH_98-2_1_30min.M (Sequence

Method)
Last changed    : 2/5/2019 8:03:35 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.046 MM    0.1032 1228.35840  198.30524   5.2261
   2   4.279 MM    0.1120 2.22762e4  3315.61963  94.7739

Totals : 2.35045e4  3513.92487

Data File C:\Chem32\1\Data\MP\MP 2019-02-02 16-27-53\001-P2-E1-MP-04-069-C-ODH_98_2_1_30.D
Sample Name: MP-04-069-C-ODH_98_2_1_30

1260 Infinity II 2/5/2019 8:04:51 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   7
Acq. Instrument : 1260 Infinity II Location :   P2-E-03
Injection Date  : 4/29/2019 4:00:06 PM Inj :   2

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\KMN\KMN 2019-04-29 13-23-42\MP_ODH_98-2_1_30min.M
Last changed    : 2/2/2019 4:25:15 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\KMN\KMN 2019-04-29 13-23-42\MP_ODH_98-2_1_30min.M (Sequence

Method)
Last changed    : 4/29/2019 9:17:50 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.357 MF    0.1094  323.20096   49.25100   2.6570
   2   4.652 FM    0.1155 1.18408e4  1708.10132  97.3430

Totals : 1.21640e4  1757.35232

Data File C:\Chem32\1\Data\KMN\KMN 2019-04-29 13-23-42\007-P2-E3-MP-04-069-EPHE.D
Sample Name: MP-04-069-EPHE

1260 Infinity II 4/29/2019 9:19:16 PM SYSTEM Page 1 of 2
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Signal 2: MWD1 C, Sig=220,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.354 BV    0.0970  392.99890   62.82651   2.0963
   2   4.652 MF    0.1160 1.83541e4  2637.32593  97.9037

Totals : 1.87471e4  2700.15244

=====================================================================
*** End of Report ***

Data File C:\Chem32\1\Data\KMN\KMN 2019-04-29 13-23-42\007-P2-E3-MP-04-069-EPHE.D
Sample Name: MP-04-069-EPHE

1260 Infinity II 4/29/2019 9:19:16 PM SYSTEM Page 2 of 2
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Current Data Parameters
NAME MP-03-281
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_  20181231
Time 23.52 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699972 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.42.52.6 ppm
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Current Data Parameters
NAME MP-03-281
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190101
Time 0.52 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227882 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-281
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190101
Time 1.29 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227883 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-298
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 16.31 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 68.54
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699965 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-298
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 17.03 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227881 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-298
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 17.24 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227884 MHz
WDW EM
SSB      0
LB                 1.00 Hz
GB       0
PC                 1.40
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Current Data Parameters
NAME MP-04-12
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190107
Time 22.48 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2

12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 299.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799955 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-12
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190108
Time 0.31 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 2048
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153239 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 8% of its regioisomer
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Current Data Parameters
NAME MP-04-12
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190108
Time 1.02 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 299.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153242 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 8% of its regioisomer
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Current Data Parameters
NAME MP-03-283
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181229
Time 18.03 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 68.54
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699965 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-283
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181229
Time 18.35 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227882 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-283
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181229
Time 18.55 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227886 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-285-product
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 17.30 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699977 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-285-product
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 23.27 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227891 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-285-product
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181231
Time 23.47 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227905 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-032-NAP-Cl-Ac-TFEA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190116
Time 20.38 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 306.3 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-032-NAP-Cl-Ac-TFEA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190117
Time 4.17 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 306.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227894 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-032-NAP-Cl-Ac-TFEA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190116
Time 20.57 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 306.7 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227897 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-3-273
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 16.49 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 50.92
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-3-273
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 17.21 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227887 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-3-273
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220
Time 17.40 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-030-PRODUCT
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190115
Time 5.49 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 307.1 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699974 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

1.92.02.12.2 ppm
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Current Data Parameters
NAME MP-04-030-PRODUCT
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190115
Time 7.09 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 307.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-030-PRODUCT
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190115
Time 6.08 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 307.4 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227889 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-031
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190121
Time 15.50 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 88.68
DW 60.800 usec
DE 6.50 usec
TE 308.7 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699973 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-031
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190122
Time 0.23 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 310.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227877 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-031
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190122
Time 0.43 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 309.9 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227877 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-13
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190108
Time 1.08 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 299.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799950 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.42.62.8 ppm
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Contaminated with 13% of its regioisomer
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Current Data Parameters
NAME MP-04-13
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190108
Time 2.51 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 2048
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 299.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153244 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 13% of its regioisomer
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Current Data Parameters
NAME MP-04-13
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190108
Time 3.21 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 299.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153246 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 13% of its regioisomer
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Current Data Parameters
NAME MP-04-038-FURANYL-CY-Ac
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190116
Time 21.21 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 188.13
DW 60.800 usec
DE 6.50 usec
TE 306.3 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699973 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Contaminated with 18% of its regioisomer
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Current Data Parameters
NAME MP-04-038-FURANYL-CY-Ac
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190117
Time 5.49 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 306.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 18% of its regioisomer
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Current Data Parameters
NAME MP-04-038-FURANYL-CY-Ac
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190117
Time 6.09 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 306.7 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227893 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 18% of its regioisomer
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Current Data Parameters
NAME MP-03-256-PH-ME-AC-VINYL-SILOXY
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181212
Time 21.30 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD    96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 299.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799942 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

2.62.83.0 ppm
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Contaminated with 12% of its regioisomer
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Current Data Parameters
NAME MP-03-256-PH-ME-AC-VINYL-SILOXY
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181212
Time 22.23 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 299.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153248 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 12% of its regioisomer
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Current Data Parameters
NAME MP-03-256-PH-ME-AC-VINYL-SILOXY
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181212
Time 22.39 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 299.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153254 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 12% of its regioisomer
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Current Data Parameters
NAME MP-04-047-VINYL SILOXY-C3H7-Ac-S-Bu
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190117
Time 19.27 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 306.3 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-047-VINYL SILOXY-C3H7-Ac-S-Bu
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190118
Time 3.43 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 306.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-047-VINYL SILOXY-C3H7-Ac-S-Bu
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190117
Time 19.46 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 306.6 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227894 MHz
WDW EM
SSB      0
LB                 1.00 Hz
GB       0
PC                 1.40
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Current Data Parameters
NAME MP-04-078-C4H9-YNAMIDE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190221
Time 18.08 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799954 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-078-C4H9-YNAMIDE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190221
Time 19.17 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153241 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-078-C4H9-YNAMIDE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190221
Time 18.25 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153248 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-059-Meo-Acyl-Ph2-Ac-vinyl bpin
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 19.34 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799916 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-059-Meo-Acyl-Ph2-Ac-vinyl bpin
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 20.27 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153237 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-059-Meo-Acyl-Ph2-Ac-vinyl bpin
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190129
Time 20.43 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153242 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-146-CY-ENYNE-ME
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180327
Time 22.06 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT CDCl3
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.0478245 MHz
NUC1 1H
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.0450247 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VVP-3-146-CY-ENYNE-ME
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180327
Time 22.58 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.8965227 MHz
NUC1 13C
P1 15.00 usec
PLW1 60.11700058 W
SFO2 600.0474002 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.8814135 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (Internal standard)
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   3
Acq. Instrument : Babu     Location : Vial 203
Injection Date  : 5/31/2018 6:02:47 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:35:25 PM by MAHESH

 (modified after loading)

min105 107.5 110 112.5 115 117.5 120 122.5 125 127.5
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-182-A-MA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 113.585 MM    0.9881 1764.49976   29.76386 50.29357
 2 122.174 MM    1.2153 1743.90076   23.91615 49.70643

Totals :   3508.40051   53.68000

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-182-A-MA.D
Sample Name: MP-02-182-A-MA

Babu 7/17/2018 1:35:28 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   2
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 7/9/2018 6:36:12 PM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-07-09 15-12-55\125_C-ISO_CHIRAL.M
Last changed    : 7/9/2018 9:16:34 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:25:28 PM by MAHESH

 (modified after loading)

min110 112 114 116 118 120 122 124 126 128
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-07-09 15-12-55\MP-03-CY-ENYNE+MA+SCALED UP.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 113.928 MM    0.7384   70.52418    1.59185  3.16741
 2 121.420 MM    1.2642 2156.03394   28.42431 96.83259

Totals :   2226.55811   30.01616

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...P\MAHESH-1-CHIRAL 2018-07-09 15-12-55\MP-03-CY-ENYNE+MA+SCALED UP.D
Sample Name: MP-03-CY-ENYNE+MA+SCALED UP

Babu 7/17/2018 2:25:53 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-252-MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 22.46 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1800045 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-252-MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 23.28 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153810 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-252-MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 23.02 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153685 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME     06-14-2018-1D-NOE
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180614
Time 16.53 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D8 1.00000000 sec
D16 0.00020000 sec
D20 0.49880001 sec
TD0 1
ZGOPTNS
SFO1 600.1809646 MHz
NUC1 1H
P1 9.71 usec
P2 19.42 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

1d-noe
1.6072
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Current Data Parameters
NAME     06-14-2018-1D-NOE
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180614
Time 17.56 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D8 1.00000000 sec
D16 0.00020000 sec
D20 0.49880001 sec
TD0 1
ZGOPTNS
SFO1 600.1814186 MHz
NUC1 1H
P1 9.71 usec
P2 19.42 usec
P12 80000.00 usec
PLW0 0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2            0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB      0
LB                 0.10 Hz
GB       0
PC                 1.00

 
S323

parsutkar.1
Stamp



10 9 8 7 6 5 4 3 2 1 0 ppm

13
.3

7
-1

00
.0

0

0.
62

Current Data Parameters
NAME     06-14-2018-1D-NOE
EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180614
Time 18.02 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 1.00000000 sec
D16 0.00020000 sec
D20 0.49880001 sec
TD0 1
ZGOPTNS
SFO1 600.1815603 MHz
NUC1 1H
P1 9.71 usec
P2 19.42 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00

1d- noe
2.5997
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Current Data Parameters
NAME     06-14-2018-1D-NOE
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180614
Time 17.48 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 512
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 1.00000000 sec
D16 0.00020000 sec
D20 0.49880001 sec
TD0 1
ZGOPTNS
SFO1 600.1821452 MHz
NUC1 1H
P1 9.71 usec
P2 19.42 usec
P12 80000.00 usec
PLW0 0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2            0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB      0
LB                 0.10 Hz
GB       0
PC                 1.00

1d-noe
3.57425
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Current Data Parameters
NAME     06-14-2018-1D-NOE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180614
Time 16.27 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG selnogp
TD 65536
SOLVENT C6D6
NS 256
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D8 1.00000000 sec
D16 0.00020000 sec
D20 0.49880001 sec
TD0 1
ZGOPTNS
SFO1 600.1834769 MHz
NUC1 1H
P1 9.71 usec
P2 19.42 usec
P12 80000.00 usec
PLW0     0 W
PLW1 25.10000038 W
SPNAM[2] Gaus1_180r.1000
SPOAL2 0.500
SPOFFS2  0 Hz
SPW2 0.00002840 W
GPNAM[1] SMSQ10.100
GPZ1 15.00 %
GPNAM[2] SMSQ10.100
GPZ2 40.00 %
P16 1000.00 usec

F2 - Processing parameters
SI 32768
SF 600.1800000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-045-ACID
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180713
Time 3.48 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799967 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-045-ACID
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180713
Time 4.40 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153248 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-045-ACID
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180713
Time 4.56 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153252 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-Cyclobutene-crystal
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181027
Time 13.40 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 64
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 104.7
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799965 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-Cyclobutene-crystal
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181027
Time 14.33 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153249 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (Internal standard)

 
S332

parsutkar.1
Stamp



=====================================================================
Acq. Operator   :  MAHESH     Seq. Line :   1
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 5/21/2018 4:01:09 PM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:16:56 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-184.D)

  A
rea
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  77.765 MM    0.6303  719.90161   19.03643 50.15970
 2  84.111 MM    0.7181  715.31738   16.60135 49.84030

Totals :   1435.21899   35.63778

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-184.D
Sample Name: MP-02-184

Babu 7/17/2018 1:16:58 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   2
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 5/31/2018 2:10:26 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:43:15 PM by MAHESH

 (modified after loading)

min76 78 80 82 84 86 88
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-252-4-CF3-A-PCY2-PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  78.283 MM    0.5354   65.12560    2.02718  5.03037
 2  83.937 MM    0.8292 1229.52283   24.71448 94.96963

Totals :   1294.64843   26.74165

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...P\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-252-4-CF3-A-PCY2-PHOX.D
Sample Name: MP-02-252-4-cf3-A-PCy2-phox

Babu 7/17/2018 1:51:42 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-184-CRUDE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180511
Time 8.31 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699986 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-184-CRUDE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180512
Time 8.25 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227814 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-184-CRUDE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180512
Time 8.44 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227816 MHz
WDW EM
SSB      0
LB                 1.00 Hz
GB       0
PC                 1.40

 
S337

parsutkar.1
Stamp



-180-160-140-120-100-80-60-40-200 ppm

-
7
3
.
8
3

Current Data Parameters
NAME MP-02-184-TFEA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 13.20 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgfhigqn.2
TD 131072
SOLVENT C6D6
NS 32
DS 4
SWH 133928.578 Hz
FIDRES 2.043588 Hz
AQ 0.4893355 sec
RG 189.17
DW 3.733 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TD0 1
SFO1 564.6769619 MHz
NUC1 19F
P1 12.00 usec
PLW1 48.93199921 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 65536
SF 564.7334352 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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dodecane (Internal standard)
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   4
Acq. Instrument : Babu     Location : Vial 204
Injection Date  : 5/31/2018 9:55:00 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\125_C-ISO_CHIRAL.M
Last changed    : 5/31/2018 1:07:53 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:37:43 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-182-B-EA.D)

  A
rea

: 4
66

.30
4

 1
52

.9
86

  A
rea

: 4
58

.60
1

 1
59

.6
89

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 152.986 MM    0.9424  466.30408    8.24693 50.41641
 2 159.689 MM    0.6954  458.60126   10.99118 49.58359

Totals :    924.90533   19.23810

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-182-B-EA.D
Sample Name: MP-02-182-B-EA

Babu 7/17/2018 1:37:46 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 5/30/2018 7:25:55 PM  

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/30/2018 5:04:54 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:40:23 PM by MAHESH

 (modified after loading)
Sample Info     : EtA

min146 148 150 152 154 156 158 160 162 164
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 FID1 B, Back Signal (MP\MP-02-252-1-PCY2-PHOX.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 153.171 MM    0.7645    7.37987 1.60893e-1  2.97934
 2 159.774 MM    0.6820  240.32158    5.87330 97.02066

Totals :    247.70144    6.03420

Data File C:\CHEM32\1\DATA\MP\MP-02-252-1-PCY2-PHOX.D
Sample Name: MP-02-252-1-PCY2-PHOX.D

Babu 7/17/2018 2:40:32 PM MAHESH Page 1 of 2
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 =====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-252-1-PCY2-PHOX.D
Sample Name: MP-02-252-1-PCY2-PHOX.D

Babu 7/17/2018 2:40:32 PM MAHESH Page 2 of 2
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Current Data Parameters
NAME     MP-02-252-EA-DONE
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20180605
Time               0.04 h
INSTRUM           spect
PROBHD   Z114607_0174 (
PULPROG            zg30
TD                96152
SOLVENT            C6D6
NS                   16
DS                    2
SWH           12019.230 Hz
FIDRES         0.250005 Hz
AQ            3.9999232 sec
RG                33.68
DW               41.600 usec
DE                 6.50 usec
TE                300.1 K
D1           1.00000000 sec
TD0                   1
SFO1        600.1828251 MHz
NUC1                 1H
P0                 3.33 usec
P1                10.00 usec
PLW1        25.10000038 W

F2 - Processing parameters
SI                65536
SF          600.1799964 MHz
WDW                  EM
SSB      0
LB                 0.30 Hz
GB       0
PC                 1.00
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Current Data Parameters
NAME MP-02-252-EA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180605
Time 0.31 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153227 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

 
S344

parsutkar.1
Stamp



2030405060708090100110120130140150 ppm

1
4
.
3
7

1
8
.
3
1

2
6
.
2
2

2
6
.
2
4

2
6
.
4
0

3
0
.
1
0

3
1
.
1
3

3
8
.
7
5

4
2
.
0
0

6
0
.
0
7

1
2
4
.
4
3

1
2
6
.
1
6

Current Data Parameters
NAME MP-02-252-EA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180605
Time 0.47 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153230 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (Internal standard)
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   5
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 5/31/2018 1:19:13 PM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\125_C-ISO_CHIRAL.M
Last changed    : 5/31/2018 2:07:28 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:38:29 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-183-TBUA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 165.741 MM    0.5269  630.42950   19.94186 49.40267
 2 169.536 MM    0.4682  645.67450   22.98663 50.59733

Totals :   1276.10400   42.92848

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-30 22-15-56\MP-02-183-TBUA.D
Sample Name: MP-02-183-tBuA

Babu 7/17/2018 1:39:17 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   7
Acq. Instrument : Babu     Location : Vial 214
Injection Date  : 6/2/2018 7:48:41 AM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:09:50 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-252-3-TBUA-PCY2-PHOX.D)

  A
rea

: 3
8.9

97
2

 1
65

.9
27

  A
rea

: 3
00

7.1
2

 1
68

.9
91

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 165.927 MM    0.4601   38.99717    1.41267  1.28022
 2 168.991 MM    0.6667 3007.12378   75.17172 98.71978

Totals :   3046.12094   76.58440

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-252-3-TBUA-PCY2-PHOX.D
Sample Name: MP-02-252-3-tBuA-PCy2-phox

Babu 7/17/2018 2:10:01 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME     MP-02-252-TBuA-RACEMIC-DONE
EXPNO                13
PROCNO                1

F2 - Acquisition Parameters
Date_          20180714
Time              13.46 h
INSTRUM           spect
PROBHD   Z108618_0433 (
PULPROG            zg30
TD                65536
SOLVENT            C6D6
NS                   32
DS                    2
SWH            8223.685 Hz
FIDRES         0.250967 Hz
AQ            3.9845889 sec
RG               120.36
DW               60.800 usec
DE                 6.50 usec
TE                300.5 K
D1           1.00000000 sec
TD0                   1
SFO1        400.1724712 MHz
NUC1                 1H
P1                15.00 usec
PLW1        13.19999981 W

F2 - Processing parameters
SI                65536
SF          400.1699977 MHz
WDW                  EM
SSB      0
LB                 0.30 Hz
GB       0
PC                 1.00
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Current Data Parameters
NAME MP-02-252-TBuA-RACEMIC
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180714
Time 3.01 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227898 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-252-TBuA-RACEMIC
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180714
Time 2.00 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227901 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (Internal standard)
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=====================================================================
Acq. Operator   :  MAHESH     Seq. Line :   2
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 5/21/2018 7:53:22 PM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\125_C-ISO_CHIRAL.M
Last changed    : 5/21/2018 8:34:47 PM by  MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:13:54 PM by MAHESH

 (modified after loading)

min30 31 32 33 34 35 36 37 38 39

pA
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-185.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  32.324 MM    0.2412  785.85822   54.29218 50.49678
 2  36.290 MM    0.2943  770.39594   43.62529 49.50322

Totals :   1556.25415   97.91748

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-185.D
Sample Name: MP-02-185

Babu 7/17/2018 1:14:23 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 5/24/2018 8:04:32 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/24/2018 7:55:57 PM by MAHESH
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:58:37 PM by MAHESH

 (modified after loading)

min30 31 32 33 34 35 36 37 38 39

pA
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 FID1 B, Back Signal (MP\MP-02-237-PCY2-PHOX.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  32.289 MM    0.2271    9.87187 7.24600e-1  4.34428
 2  36.331 MM    0.2707  217.36623   13.38139 95.65572

Totals :    227.23809   14.10599

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-237-PCY2-PHOX.D
Sample Name: MP-02-237-PCY2-PHOX.D

Babu 7/17/2018 2:58:55 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-184-HFiPrA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 13.27 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-185-PURE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180512
Time 7.03 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227902 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-185-PURE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180512
Time 7.22 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-184-HFiPrA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 13.29 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgfhigqn.2
TD 131072
SOLVENT C6D6
NS 32
DS 4
SWH 133928.578 Hz
FIDRES 2.043588 Hz
AQ 0.4893355 sec
RG 189.17
DW 3.733 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TD0 1
SFO1 564.6769619 MHz
NUC1 19F
P1 12.00 usec
PLW1 48.93199921 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 65536
SF 564.7334352 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   2
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 6/3/2018 3:09:31 AM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:15:05 PM by MAHESH

 (modified after loading)

min165 167.5 170 172.5 175 177.5 180 182.5 185 187.5
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\MP-02-187-VINYL SILOXY-ACHIRAL PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 178.019 MM    0.3232  323.62054   16.68583 50.13750
 2 179.470 MM    0.3090  321.84546   17.35930 49.86250

Totals :    645.46600   34.04513

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...-1-CHIRAL 2018-06-02 23-16-07\MP-02-187-VINYL SILOXY-ACHIRAL PHOX.D
Sample Name: MP-02-187-vinyl siloxy-achiral phox

Babu 7/17/2018 2:15:15 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   1
Acq. Instrument : Babu     Location : Vial 208
Injection Date  : 6/1/2018 7:58:51 AM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:12:49 PM by MAHESH

 (modified after loading)

min165 167.5 170 172.5 175 177.5 180 182.5 185 187.5
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-254-SILOXY-PCY2-PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 178.012 MM    0.3059   26.31012    1.43327  1.37199
 2 179.457 MM    0.3075 1891.35229  102.52659 98.62801

Totals :   1917.66241  103.95985

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-254-SILOXY-PCY2-PHOX.D
Sample Name: MP-02-254-siloxy-PCy2-phox

Babu 7/17/2018 2:12:55 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   4
Acq. Instrument : Babu     Location : Vial 203
Injection Date  : 5/30/2018 5:51:54 AM      Inj :   1

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-29 22-33-16\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-069-ET-ENYNE-ME-MA-PHOX.D\DA.M (125_C-ISO_CHIRAL.M)
Last changed    : 7/17/2018 4:52:41 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-29 22-33-16\MP-02-231-ACHIRAL PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  44.044 MM    0.3241   79.93647    4.11055 49.83669
 2  45.793 MM    0.3380   80.46035    3.96732 50.16331

Totals :    160.39682    8.07787

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-29 22-33-16\MP-02-231-ACHIRAL PHOX.D
Sample Name: MP-02-231-achiral phox

Babu 7/17/2018 4:52:43 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   4
Acq. Instrument : Babu     Location : Vial 209
Injection Date  : 5/31/2018 11:21:28 PM     Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-31 17-43-32\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:57:30 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-31 17-43-32\MP-02-255-TMS-PCY2PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  42.205 MM    0.1107  389.85892   58.71475 22.65087
 2  42.698 MM    0.0981 1331.30640  226.26213 77.34913

Totals :   1721.16531  284.97688

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-31 17-43-32\MP-02-255-TMS-PCY2PHOX.D
Sample Name: MP-02-255-TMS-PCY2PHOX

Babu 7/17/2018 1:58:39 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1 Location : Vial 208
Injection Date  : 4/8/2019 11:01:37 AM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 3/20/2019 6:43:37 PM by mahesh
Analysis Method : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 5/29/2019 12:44:52 PM by Jon

(modified after loading)
Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MP-04-138-VINYLTMS-EPHE'-PHOX.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  42.876 MM    0.2780   22.31777    1.33788  3.69383
   2  44.529 MM    0.3243  581.87354   29.90816 96.30617

Totals : 604.19131   31.24604

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-138-VINYLTMS-EPHE'-PHOX.D
Sample Name: MP-04-138-VINYLTMS-EPHE'-PHOX.D

Instrument 1 5/29/2019 12:44:59 PM Jon Page 1 of 2
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=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-138-VINYLTMS-EPHE'-PHOX.D
Sample Name: MP-04-138-VINYLTMS-EPHE'-PHOX.D

Instrument 1 5/29/2019 12:44:59 PM Jon Page 2 of 2
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Current Data Parameters
NAME MP-02-255-VINYL-TMS-C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 20.57 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799948 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-255-VINYL-TMS-C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 21.49 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9151475 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 10% of open form
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Current Data Parameters
NAME MP-02-255-VINYL-TMS-C
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 22.05 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 298.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0 0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153262 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-298-CYBUTENYL-OH
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 20.24 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799953 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-298-CYBUTENYL-OH
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 21.16 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153243 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-298-CYBUTENYL-OH
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 21.32 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0 0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153248 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-ACETATES
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180709
Time 20.52 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 84.63
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799955 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Contaminated with non-separable regioisomer  
rr >90:10
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Current Data Parameters
NAME MP-03-ACETATES
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180709
Time 21.44 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153248 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-ACETATES
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180709
Time 22.00 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153253 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 204
Injection Date  : 7/10/2018 11:17:20 AM 

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:27:45 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-03-BUTENYL-OAC.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 124.412 MM    0.9176  162.19852    2.94610 50.08711
 2 139.154 MM    1.0614  161.63431    2.53817 49.91289

Totals :    323.83282    5.48427

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-03-BUTENYL-OAC.D
Sample Name: MP-03-BUTENYL-OAc

Babu 7/17/2018 12:28:09 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 7/10/2018 6:56:48 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:29:47 PM by MAHESH

 (modified after loading)

min122.5 125 127.5 130 132.5 135 137.5 140 142.5

pA

2.6
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2.9

3

3.1
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3.4

 FID1 B, Back Signal (MP\MP-03-BUTENYL-OAC-CHIRAL-RERUN.D)

  A
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: 1
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 124.763 MM    0.5621    1.57966 4.68345e-2  2.72355
 2 139.459 MM    1.2260   56.42051 7.66996e-1 97.27645

Totals :     58.00018 8.13831e-1

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-03-BUTENYL-OAC-CHIRAL-RERUN.D
Sample Name: MP-03-BUTENYL-OAC-CHIRAL-RERUN.D

Babu 7/17/2018 12:33:44 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-273-VINYL SLUPHONE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180607
Time 20.09 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799899 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-273-VINYL SLUPHONE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180607
Time 21.01 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153244 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-273-VINYL SLUPHONE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180607
Time 21.17 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9168340 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   2
Acq. Instrument : 1260 Infinity II    Location :   P1-B-02
Injection Date  : 7/13/2018 1:43:38 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\MP_ODH_98-2_1_50min.M
Last changed    : 7/12/2018 4:09:56 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\MP_ODH_98-2_1_50min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:27:16 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min10.5 11 11.5 12 12.5 13 13.5 14 14.5

mAU
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-13 12-41-36\002-P1-B2-MP-02-273-R-ODH_98_2_1.0.D)

 1
1.

66
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 1
2.
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4

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  11.667 VV    0.3401 1.74502e4   794.84424  50.6846
 2  12.534 VB    0.3771 1.69788e4   685.22900  49.3154

Totals :   3.44290e4  1480.07324

Data File C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\002-P1-B2-MP-02-273-R-ODH_98_2_1.0.D
Sample Name: MP-02-273-R-ODH_98_2_1.0

1260 Infinity II 7/23/2018 9:27:21 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   3
Acq. Instrument : 1260 Infinity II    Location :   P1-B-01
Injection Date  : 7/13/2018 2:34:35 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\MP_ODH_98-2_1_50min.M
Last changed    : 7/12/2018 4:09:56 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\MP_ODH_98-2_1_50min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:28:33 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

10.5 11 11.5 12 12.5 13 13.5 14 14.5
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-13 12-41-36\003-P1-B1-MP-02-273-C-ODH_98_2_1.0.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  11.630 MM    0.3463  428.58255   20.62876  98.0378
 2  12.691 MM    0.3933    8.57798 3.63485e-1   1.9622

Totals :    437.16053   20.99224

Data File C:\Chem32\1\Data\MP\MP 2018-07-13 12-41-36\003-P1-B1-MP-02-273-C-ODH_98_2_1.0.D
Sample Name: MP-02-273-C-ODH_98_2_1.0

1260 Infinity II 7/23/2018 9:28:41 PM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-131-PHOX-PURE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180424
Time 22.08 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 64
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699970 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Contaminated with SM allylbeznyl ether  (<5%)
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Current Data Parameters
NAME MP-02-131-PHOX-PURE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180429
Time 8.39 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1200
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-131-PHOX-PURE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180425
Time 7.53 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 300
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227891 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   5
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 6/3/2018 9:26:19 AM       Inj :   1

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\150_C-ISO_CHIRAL.M
Last changed    : 5/29/2018 10:33:16 PM by MAHESH
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:16:07 PM by MAHESH

 (modified after loading)

min250 252 254 256 258 260 262 264 266 268
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\MP-02-188.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 259.607 MM    0.6774  132.88492    3.26971 49.65417
 2 262.428 MM    0.7060  134.73595    3.18073 50.34583

Totals :    267.62086    6.45044

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\MP-02-188.D
Sample Name: MP-02-188

Babu 7/17/2018 2:16:18 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   6
Acq. Instrument : Babu     Location : Vial 206
Injection Date  : 6/3/2018 1:58:43 PM       Inj :   1

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\150_C-ISO_CHIRAL.M
Last changed    : 5/29/2018 10:33:16 PM by MAHESH
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:18:31 PM by MAHESH

 (modified after loading)

min250 252 254 256 258 260 262 264 266 268
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\MP-02-253.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 259.658 MM    0.6118   18.99861 5.17593e-1  4.24569
 2 262.354 MM    0.7195  428.48148    9.92538 95.75431

Totals :    447.48009   10.44297

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-02 23-16-07\MP-02-253.D
Sample Name: MP-02-253

Babu 7/17/2018 2:18:33 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-ALLYL NHTs
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180815
Time 21.26 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799977 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-ALLYL NHTs
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180815
Time 22.18 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153249 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-ALLYL NHTs
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180815
Time 22.34 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153253 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   1
Acq. Instrument : 1260 Infinity II    Location :   P1-A-02
Injection Date  : 7/14/2018 6:23:17 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\MP_IC_95-5_1_60min.M
Last changed    : 7/14/2018 6:15:01 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\MP_IC_95-5_1_60min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:25:38 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min30 32 34 36 38 40 42 44 46 48

mAU

0

5

10

15

20

25

 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-14 18-17-20\001-P1-A2-MP-02-189-R-IC_95_5_1.0.D)

  A
rea

: 1
96

7.1
3

 3
9.

84
2

  A
rea

: 1
96

1.7
7

 4
2.

12
7

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  39.842 MM    1.0649 1967.13354   30.78858  50.0682
 2  42.127 MM    1.1292 1961.77075   28.95489  49.9318

Totals :   3928.90430   59.74347

Data File C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\001-P1-A2-MP-02-189-R-IC_95_5_1.0.D
Sample Name: MP-02-189-R-IC_95_5_1.0

1260 Infinity II 7/23/2018 9:25:45 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   2
Acq. Instrument : 1260 Infinity II    Location :   P1-A-01
Injection Date  : 7/14/2018 7:24:18 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\MP_IC_95-5_1_60min.M
Last changed    : 7/14/2018 6:15:01 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\MP_IC_95-5_1_60min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:25:38 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min30 32 34 36 38 40 42 44 46 48

mAU

0

200

400

600

800

1000

 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-14 18-17-20\002-P1-A1-MP-02-189-C-IC_95_5_1.0.D)

  A
rea

: 7
82
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 3
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  A
rea

: 5
61

1.0
7

 4
1.

41
0

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  38.564 MM    1.1336 7.82514e4  1150.49097  93.3092
 2  41.410 MM    1.0128 5611.06689   92.33387   6.6908

Totals :   8.38624e4  1242.82484

Data File C:\Chem32\1\Data\MP\MP 2018-07-14 18-17-20\002-P1-A1-MP-02-189-C-IC_95_5_1.0.D
Sample Name: MP-02-189-C-IC_95_5_1.0

1260 Infinity II 7/23/2018 9:26:17 PM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-CYBUTENYL-CH2OH
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 21.39 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799950 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-CYBUTENYL-CH2OH
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 22.31 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153239 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-CYBUTENYL-CH2OH
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180618
Time 22.47 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153240 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-291-C-ALLYL-SULFONE
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180720
Time 19.16 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 128
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 188.13
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699975 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-291-C-ALLYL-SULFONE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180719
Time 22.15 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 2048
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153257 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-291-C-ALLYL-SULFONE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180719
Time 22.46 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 298.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153261 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   4
Acq. Instrument : 1260 Infinity II    Location :   P1-C-02
Injection Date  : 7/17/2018 10:02:36 PM     Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\MP_IC_95-5_1_60min.M
Last changed    : 7/14/2018 6:15:01 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\MP_IC_95-5_1_60min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:22:31 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min25 27.5 30 32.5 35 37.5 40 42.5 45 47.5

mAU

0

5

10

15

20

 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-17 19-49-09\004-P1-C2-MP-02-291-R_IC_95_5_1.0.D)

  A
rea

: 1
32
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8
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  A
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2

 4
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  39.639 MM    0.9584 1322.57593   22.99994  50.6482
 2  43.100 MM    1.0614 1288.72156   20.23626  49.3518

Totals :   2611.29749   43.23619

Data File C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\004-P1-C2-MP-02-291-R_IC_95_5_1.0.D
Sample Name: MP-02-291-R_IC_95_5_1.0

1260 Infinity II 7/23/2018 9:23:17 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   5
Acq. Instrument : 1260 Infinity II    Location :   P1-C-01
Injection Date  : 7/17/2018 11:03:33 PM     Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\MP_IC_95-5_1_60min.M
Last changed    : 7/14/2018 6:15:01 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\MP_IC_95-5_1_60min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:24:01 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min25 27.5 30 32.5 35 37.5 40 42.5 45 47.5

mAU
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-17 19-49-09\005-P1-C1-MP-02-291-C-IC_95_5_1.0.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  39.407 MM    1.0157 1.47779e4   242.50183  77.6292
 2  43.050 MM    1.0467 4258.61816   67.81136  22.3708

Totals :   1.90365e4   310.31319

Data File C:\Chem32\1\Data\MP\MP 2018-07-17 19-49-09\005-P1-C1-MP-02-291-C-IC_95_5_1.0.D
Sample Name: MP-02-291-C-IC_95_5_1.0

1260 Infinity II 7/23/2018 9:24:22 PM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-258-Allyl-TMS-C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 22.12 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799948 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME mp-02-258-allyl-tms-13c
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180722
Time 18.05 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227875 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-258-Allyl-TMS-C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 22.28 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 298.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153223 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   3
Acq. Instrument : Babu     Location : Vial 210
Injection Date  : 6/1/2018 3:43:20 PM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\125_C-ISO_CHIRAL.M
Last changed    : 6/1/2018 4:16:02 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-199-R-RACEMIC-125.D\DA.M (125_C-ISO_CHIRAL.M)
Last changed    : 7/24/2018 11:38:18 AM by MAHESH

 (modified after loading)

min76 78 80 82 84 86 88 90 92 94

pA

3

4

5

6

7

 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-232-ALLYLTMS-ACHIRALPHOX.D)

  A
rea

: 1
92

.54
7
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3.
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8

  A
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7

 8
8.

69
6

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  83.598 MM    0.6139  192.54668    5.22726 50.36618
 2  88.696 MM    0.6541  189.74693    4.83454 49.63382

Totals :    382.29361   10.06180

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...AHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-232-ALLYLTMS-ACHIRALPHOX.D
Sample Name: MP-02-232-ALLYLTMS-AchiralPHOX

Babu 7/24/2018 11:38:26 AM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH  Seq. Line :   6
Acq. Instrument : Babu     Location : Vial 213
Injection Date  : 6/2/2018 3:56:27 AM       Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-069-ET-ENYNE-ME-MA-PHOX.D\DA.M (125_C-ISO_CHIRAL.M)
Last changed    : 7/17/2018 4:59:08 PM by MAHESH

 (modified after loading)

min76 78 80 82 84 86 88 90 92 94

pA
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-258-ALLYL-TMS--PCY2PHOX.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  83.430 MM    0.6178  933.36090   25.18126 42.53417
 2  88.270 MM    0.7190 1261.01807   29.22891 57.46583

Totals :   2194.37897   54.41017

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...MAHESH-1-CHIRAL 2018-06-01 07-57-38\MP-02-258-ALLYL-TMS--PCY2PHOX.D
Sample Name: MP-02-258-ALLYL-TMS--Pcy2PHOX

Babu 7/17/2018 4:59:23 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : mahesh
Acq. Instrument : Instrument 1                    Location : Vial 209
Injection Date  : 4/8/2019 12:17:22 PM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\METHODS\MP-125-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 4/8/2019 12:15:53 PM by mahesh
Analysis Method : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 5/29/2019 12:46:48 PM by Jon

(modified after loading)
Additional Info : Peak(s) manually integrated

min70 72 74 76 78 80 82 84 86 88
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 FID1 B, FID1B, Back Signal (MAHESH\MP-04-138-ALLYLTMS-EPHE'-PHOX.D)

  A
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1  81.410 MM    0.5156   45.31849    1.46487  5.00327
   2  86.046 MM    0.6559  860.45850   21.86316 94.99673

Totals : 905.77698   23.32803

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-138-ALLYLTMS-EPHE'-PHOX.D
Sample Name: MP-04-138-ALLYLTMS-EPHE'-PHOX.D

Instrument 1 5/29/2019 12:46:58 PM Jon Page 1 of 2
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=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MP-04-138-ALLYLTMS-EPHE'-PHOX.D
Sample Name: MP-04-138-ALLYLTMS-EPHE'-PHOX.D

Instrument 1 5/29/2019 12:46:58 PM Jon Page 2 of 2
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Current Data Parameters
NAME MP-02-297-PURE-STYRENE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180617
Time 4.04 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 188.13
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699986 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-297-PURE-STYRENE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180617
Time 5.05 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-297-PURE-STYRENE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180617
Time 5.24 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227891 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-299-Vinyl-ANISOLE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180621
Time 19.55 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799959 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-299-Vinyl-ANISOLE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180621
Time 20.48 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153241 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   3
Acq. Instrument : 1260 Infinity II Location :   P1-C-02
Injection Date  : 8/8/2018 8:03:43 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-08-08 18-35-51\MP_OD-H_99.9_0.1_40min.M
Last changed    : 8/8/2018 6:33:38 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-08-08 18-35-51\MP_OD-H_99.9_0.1_40min.M (Sequence

Method)
Last changed    : 8/8/2018 8:48:45 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-08-08 18-35-51\003-P1-C2-MP-02-299-R-rrerun_ODH_99.9_0..D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   7.674 MM    0.1856 1.13025e4  1014.84485  50.4883
   2  13.152 BB    0.3129 1.10839e4   541.21808  49.5117

Totals : 2.23865e4  1556.06293

Data File C:\Chem32\...P\MP 2018-08-08 18-35-51\003-P1-C2-MP-02-299-R-rrerun_ODH_99.9_0..D
Sample Name: MP-02-299-R-rrerun_ODH_99.9_0.1_40

1260 Infinity II 8/8/2018 8:48:53 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P1-C-01
Injection Date  : 7/27/2018 6:06:11 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-27 16-58-26\MP_OD-H_99.9_0.1_60min.M
Last changed    : 7/24/2018 3:07:33 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-27 16-58-26\MP_OD-H_99.9_0.1_60min.M (Sequence

Method)
Last changed    : 8/3/2018 2:43:11 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

min2 4 6 8 10 12 14

mAU
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-27 16-58-26\002-P1-C1-MP-02-299-C_ODH_99.9_0.1_60.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   7.748 BB    0.2118 3.79319e4  2804.81860  69.7479
   2  13.405 MM    0.3687 1.64524e4   743.64026  30.2521

Totals : 5.43844e4  3548.45886

Data File C:\Chem32\...a\MP\MP 2018-07-27 16-58-26\002-P1-C1-MP-02-299-C_ODH_99.9_0.1_60.D
Sample Name: MP-02-299-C_ODH_99.9_0.1_60

1260 Infinity II 8/3/2018 2:44:16 PM SYSTEM Page 1 of 2
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unreacted 4-Br-Styrene
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Current Data Parameters
NAME MP-03-031-Br-STYRENE-Ph-Phox
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180720
Time 19.22 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699970 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-031-Br-STYRENE-Ph-Phox
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180721
Time 1.43 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227889 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-031-Br-STYRENE-Ph-Phox
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180721
Time 2.02 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0 0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227892 MHz
WDW EM
SSB      0
LB                 1.00 Hz
GB       0
PC                 1.40
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   2
Acq. Instrument : 1260 Infinity II    Location :   P1-B-02
Injection Date  : 8/8/2018 7:22:47 PM       Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-08-08 18-35-51\MP_OD-H_99.9_0.1_40min.M
Last changed    : 8/8/2018 6:33:38 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-08-08 18-35-51\MP_OD-H_99.9_0.1_40min.M (Sequence

 Method)
Last changed    : 8/8/2018 8:58:50 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-08-08 18-35-51\002-P1-B2-MP-03-031-R-rerun_ODH_99.9_0.1.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1   4.280 MM    0.1322 2.39049e4  3013.35645  47.9352
 2   4.558 MM    0.1467 2.59643e4  2949.76074  52.0648

Totals :   4.98693e4  5963.11719

Data File C:\Chem32\...P\MP 2018-08-08 18-35-51\002-P1-B2-MP-03-031-R-rerun_ODH_99.9_0.1.D
Sample Name: MP-03-031-R-rerun_ODH_99.9_0.1_40

1260 Infinity II 8/8/2018 8:59:09 PM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   3
Acq. Instrument : 1260 Infinity II Location :   P1-B-01
Injection Date  : 7/27/2018 7:07:13 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-27 16-58-26\MP_OD-H_99.9_0.1_60min.M
Last changed    : 7/24/2018 3:07:33 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-27 16-58-26\MP_OD-H_99.9_0.1_60min.M (Sequence

Method)
Last changed    : 8/3/2018 2:41:22 PM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-27 16-58-26\003-P1-B1-MP-03-031-C_ODH_99.9_0.1_60.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1   4.397 MM    0.0933 9272.92480 1657.05945  72.7344
   2   4.666 MM    0.1048 3476.10034  552.84680  27.2656

Totals : 1.27490e4  2209.90625

Data File C:\Chem32\...a\MP\MP 2018-07-27 16-58-26\003-P1-B1-MP-03-031-C_ODH_99.9_0.1_60.D
Sample Name: MP-03-031-C_ODH_99.9_0.1_60

1260 Infinity II 8/3/2018 2:41:28 PM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-282-NAPTHYL STYRENE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180613
Time 6.05 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 188.13
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-282-NAPTHYL STYRENE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180613
Time 7.25 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227879 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-282-NAPTHYL STYRENE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180613
Time 6.25 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227893 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P1-B-02
Injection Date  : 7/24/2018 4:16:37 PM Inj :   1

Inj Volume : 10.000 µl
Method : C:\Chem32\1\Data\MP\MP 2018-07-24 15-09-39\MP_OD-H_99.9_0.1_60min.M (Sequence

Method)
Last changed    : 7/24/2018 3:07:33 PM by SYSTEM
Additional Info : Peak(s) manually integrated
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  16.515 MM    0.4337 5156.67969  198.15102  49.6546
   2  20.848 MM    0.6164 5228.41260  141.37392  50.3454

Totals : 1.03851e4   339.52493

Data File C:\Chem32\...a\MP\MP 2018-07-24 15-09-39\002-P1-B2-MP-02-282-R_ODH_99.9_0.1_60.D
Sample Name: MP-02-282-R_ODH_99.9_0.1_60

1260 Infinity II 7/27/2018 11:00:06 AM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   3
Acq. Instrument : 1260 Infinity II Location :   P1-B-01
Injection Date  : 7/24/2018 5:17:37 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-24 15-09-39\MP_OD-H_99.9_0.1_60min.M
Last changed    : 7/24/2018 3:07:33 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-24 15-09-39\MP_OD-H_99.9_0.1_60min.M (Sequence

Method)
Last changed    : 7/27/2018 11:00:35 AM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-24 15-09-39\003-P1-B1-MP-02-282-C_ODH_99.9_0.1_60.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  16.425 MM    0.4450 1.53553e4   575.11273  29.5426
   2  20.156 MM    0.7047 3.66215e4   866.08557  70.4574

Totals : 5.19768e4  1441.19830

Data File C:\Chem32\...a\MP\MP 2018-07-24 15-09-39\003-P1-B1-MP-02-282-C_ODH_99.9_0.1_60.D
Sample Name: MP-02-282-C_ODH_99.9_0.1_60

1260 Infinity II 7/27/2018 11:01:05 AM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-300-VINYL-MeO-Benzophene
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180621
Time 21.10 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 76.02
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799959 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-300-VINYL-MeO-Benzophene
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180621
Time 22.02 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153265 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-300-VINYL-MeO-Benzophene
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180621
Time 22.18 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153270 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   2
Acq. Instrument : 1260 Infinity II Location :   P1-D-02
Injection Date  : 7/26/2018 10:06:26 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-26 20-59-03\MP_OD-H_99.5_0.5_60min.M
Last changed    : 7/24/2018 3:06:51 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-26 20-59-03\MP_OD-H_99.5_0.5_60min.M (Sequence

Method)
Last changed    : 7/27/2018 10:55:31 AM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-26 20-59-03\002-P1-D2-MP-02-300RERUN-R-ODH_99.5_0.5_.D)
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 MWD1 C, Sig=220,4 Ref=off (MP\MP 2018-07-26 20-59-03\002-P1-D2-MP-02-300RERUN-R-ODH_99.5_0.5_.D)

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  19.584 MM    0.5396 1314.19971   40.59481  47.8989
   2  23.770 MM    0.7111 1429.49561   33.50396  52.1011

Totals : 2743.69531   74.09876

Data File C:\Chem32\...P\MP 2018-07-26 20-59-03\002-P1-D2-MP-02-300RERUN-R-ODH_99.5_0.5_.D
Sample Name: MP-02-300RERUN-R-ODH_99.5_0.5_60MIN

1260 Infinity II 7/27/2018 10:56:39 AM SYSTEM Page 1 of 2
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=====================================================================
Acq. Operator   : SYSTEM Seq. Line :   3
Acq. Instrument : 1260 Infinity II Location :   P1-D-01
Injection Date  : 7/26/2018 11:07:29 PM Inj :   1

Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-26 20-59-03\MP_OD-H_99.5_0.5_60min.M
Last changed    : 7/24/2018 3:06:51 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-26 20-59-03\MP_OD-H_99.5_0.5_60min.M (Sequence

Method)
Last changed    : 7/27/2018 10:55:31 AM by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-26 20-59-03\003-P1-D1-MP-02-300RERUN-C-ODH_99.5_0.5_.D)

  A
re

a:
 3

29
30

 1
8.

94
7

  A
re

a:
 2

42
6.

97

 2
3.

64
1

=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [mAU*s]     [mAU] %
----|-------|----|-------|----------|----------|--------|
   1  18.947 MM    0.5855 3.29300e4   937.30176  93.1358
   2  23.641 MM    0.5993 2426.96973   67.49125   6.8642

Totals : 3.53569e4  1004.79301

Data File C:\Chem32\...P\MP 2018-07-26 20-59-03\003-P1-D1-MP-02-300RERUN-C-ODH_99.5_0.5_.D
Sample Name: MP-02-300RERUN-C-ODH_99.5_0.5_60MIN

1260 Infinity II 7/27/2018 10:57:31 AM SYSTEM Page 1 of 2
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Current Data Parameters
NAME MP-02-181-PURE-2,3-dihydrofuran
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180520
Time 2.18 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 148.14
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699925 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-181-PURE-2,3-dihydrofuran
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180520
Time 3.38 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227889 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-181-PURE-2,3-dihydrofuran
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180520
Time 2.37 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227893 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   :  MAHESH     Seq. Line :   6
Acq. Instrument : Babu     Location : Vial 206
Injection Date  : 5/22/2018 8:24:24 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\125_C-ISO_CHIRAL.M
Last changed    : 5/21/2018 9:49:13 PM by  MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:17:48 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-181.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  93.800 MM    0.7322  640.45093   14.57736 50.06216
 2 107.055 MM    0.9101  638.86053   11.69967 49.93784

Totals :   1279.31146   26.27703

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-181.D
Sample Name: MP-02-181

Babu 7/17/2018 1:18:00 PM MAHESH Page 1 of 1
 

S441

parsutkar.1
Stamp



=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 6/4/2018 1:23:15 PM   

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-267-SS-BDPP-D.D\DA.M (125_C-ISO_CHIRAL.M, From Data

 File)
Last changed    : 7/24/2018 11:43:19 AM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-02-267-SS-BDPP-D.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  93.917 MM    0.7084  332.37671    7.81939 73.69857
 2 107.580 MM    0.7764  118.61807    2.54622 26.30143

Totals :    450.99478   10.36561

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-267-SS-BDPP-D.D
Sample Name: MP-02-267-SS-BDPP-D

Babu 7/24/2018 11:43:25 AM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-03-261-NORBORNENE-CHIRAL
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180627
Time 22.30 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 55.93
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799937 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-261-NORBORNENE-CHIRAL
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180627
Time 23.22 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153237 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-261-NORBORNENE-CHIRAL
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180627
Time 23.38 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153242 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-002-ANITHOLE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180703
Time 19.33 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799958 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-002-ANITHOLE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180703
Time 20.25 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153242 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-002-ANITHOLE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180703
Time 20.41 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153244 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-155-CyP-enyne
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180419
Time 19.09 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 120.36
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VVP-3-155-CyP-enyne
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180420
Time 0.34 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228170 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (IS)
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=====================================================================
Acq. Operator   :  MAHESH     Seq. Line :   5
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 5/22/2018 4:32:09 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\125_C-ISO_CHIRAL.M
Last changed    : 5/21/2018 9:49:13 PM by  MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 1:12:28 PM by MAHESH

 (modified after loading)

min22 23 24 25 26 27 28 29

pA

5

10

15

20

25

 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-200.D)

 2
5.

07
0

 2
8.

99
6

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  25.070 BB    0.1681  271.29468   24.39999 49.98915
 2  28.996 BB    0.2028  271.41241   20.88668 50.01085

Totals :    542.70709   45.28667

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-05-21 15-58-43\MP-02-200.D
Sample Name: MP-02-200

Babu 7/17/2018 1:12:40 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 5/29/2018 1:09:14 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/29/2018 1:41:58 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:44:08 PM by MAHESH

 (modified after loading)

min22 23 24 25 26 27 28 29 30 31
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 FID1 B, Back Signal (MP\MP-02-243-PCY2-PHOX.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  25.008 MM    0.1763   24.17162    2.28499  3.38869
 2  28.879 MM    0.2279  689.13202   50.40499 96.61131

Totals :    713.30363   52.68999

=====================================================================

Data File C:\CHEM32\1\DATA\MP\MP-02-243-PCY2-PHOX.D
Sample Name: MP-02-243-PCy2-phox.D

Babu 7/17/2018 2:44:31 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-200-CYPROPYL ENYNE+MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 12.17 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799949 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-200-CYPROPYL ENYNE+MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 12.55 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 740
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153239 MHz
WDW EM
SSB      0
LB                 1.00 Hz
GB       0
PC                 1.40
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Current Data Parameters
NAME MP-02-200-CYPROPYL ENYNE+MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 13.11 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153245 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-165-CYCLOPENTYL-ENYNE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522
Time 23.17 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 148.14
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700106 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VVP-3-165-CYCLOPENTYL-ENYNE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180523
Time 9.56 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228121 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-165-CYCLOPENTYL-ENYNE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522
Time 23.37 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228128 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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dodecane (IS)
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 204
Injection Date  : 5/28/2018 4:00:42 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:07:56 PM by MAHESH

 (modified after loading)
Sample Info     : dcm

min60 62 64 66 68 70 72 74 76 78

pA
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 FID1 B, Back Signal (MP\MP-02-234-ACHIRAL-PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  65.430 MM    0.4885  581.59064   19.84165 50.07246
 2  74.745 MM    0.6006  579.90729   16.09247 49.92754

Totals :   1161.49792   35.93412

Data File C:\CHEM32\1\DATA\MP\MP-02-234-ACHIRAL-PHOX.D
Sample Name: MP-02-234-ACHIRAL-PHOX.D

Babu 7/17/2018 12:08:32 PM MAHESH Page 1 of 2
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 =====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-234-ACHIRAL-PHOX.D
Sample Name: MP-02-234-ACHIRAL-PHOX.D

Babu 7/17/2018 12:08:32 PM MAHESH Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 203
Injection Date  : 5/29/2018 2:35:44 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/29/2018 4:08:16 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:42:32 PM by MAHESH

 (modified after loading)

min60 62 64 66 68 70 72 74 76 78

pA

5

10

15

20

25

 FID1 B, Back Signal (MP\MP-02-245-PCY2-PHOX.D)

  A
rea

: 3
5.3
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1

 6
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9

  A
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09
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1

 7
4.
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3

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  65.609 MM    0.4448   35.39310    1.32633  3.13047
 2  74.513 MM    0.6849 1095.20728   26.65281 96.86953

Totals :   1130.60038   27.97914

=====================================================================

Data File C:\CHEM32\1\DATA\MP\MP-02-245-PCY2-PHOX.D
Sample Name: MP-02-245-PCY2-PHOX.D

Babu 7/17/2018 12:43:06 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-234-CyPent-enyne+MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180526
Time 18.22 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699950 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-234-CyPent-enyne+MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180526
Time 21.39 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227894 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-234-CyPent-enyne+MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180526
Time 18.43 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227896 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-147-C4H9-ENYNE-ME
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180327
Time 20.50 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT CDCl3
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.0478245 MHz
NUC1 1H
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.0450142 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VVP-3-147-C4H9-ENYNE-ME
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180327
Time 21.42 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.8965227 MHz
NUC1 13C
P1 15.00 usec
PLW1 60.11700058 W
SFO2 600.0474002 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.8814140 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP-3-147-C4H9-ENYNE-ME
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180327
Time 21.42 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.8965227 MHz
NUC1 13C
P1 15.00 usec
PLW1 60.11700058 W
SFO2 600.0474002 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.8814140 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   :  MAHESH    
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 5/12/2018 2:37:24 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:03:15 PM by MAHESH

 (modified after loading)
Sample Info     : C4H9-ENYNE-Me+MA

min21 22 23 24 25 26

pA
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 FID1 B, Back Signal (MP\MP-02-198-ACHIRAL PHOX.D)

 2
3.
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3.

87
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  23.105 BB    0.1545  381.67856   37.32225 50.39436
 2  23.870 BB    0.1686  375.70490   35.86181 49.60564

Totals :    757.38345   73.18406

Data File C:\CHEM32\1\DATA\MP\MP-02-198-ACHIRAL PHOX.D
Sample Name: MP-02-198-ACHIRAL PHOX.D

Babu 7/17/2018 12:03:55 PM MAHESH Page 1 of 2
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 =====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-198-ACHIRAL PHOX.D
Sample Name: MP-02-198-ACHIRAL PHOX.D

Babu 7/17/2018 12:03:55 PM MAHESH Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 5/29/2018 1:55:58 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/29/2018 2:25:20 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:45:33 PM by MAHESH

 (modified after loading)

min20 21 22 23 24 25 26 27 28 29

pA

10

20

30

40

50

 FID1 B, Back Signal (MP\MP-02-242-PCY2-PHOX.D)

  A
rea

: 1
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  23.058 MM    0.1579   19.64105    2.07367  3.56214
 2  23.831 MM    0.1755  531.74225   50.51064 96.43786

Totals :    551.38330   52.58430

=====================================================================

Data File C:\CHEM32\1\DATA\MP\MP-02-242-PCY2-PHOX.D
Sample Name: MP-02-242-PCY2-PHOX.D

Babu 7/17/2018 2:46:27 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-198-PURE-C4H9-ENYNE-Me+MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180519
Time 20.18 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699989 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-198-PURE-C4H9-ENYNE-Me+MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180520
Time 4.11 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227888 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-198-PURE-C4H9-ENYNE-Me+MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180519
Time 20.37 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227908 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP3-tBu-enyne-Me
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 0.07 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 120.36
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700102 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

 
S478

parsutkar.1
Stamp



200 180 160 140 120 100 80 60 40 20 ppm

1
8
.
5
4

2
7
.
9
6

3
1
.
2
3

7
7
.
6
8

9
6
.
8
8

1
1
1
.
2
2

1
3
7
.
9
2

Current Data Parameters
NAME VVP3-tBu-enyne-Me
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 0.38 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228104 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME VVP3-tBu-enyne-Me
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 0.58 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228108 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 6/5/2018 5:48:15 PM   

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:18:56 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-02-268-TBU-ENYNE-ME-MA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  13.595 BB    0.0952 1122.14905  183.97049 49.87286
 2  14.554 BB    0.1046 1127.87036  170.10680 50.12714

Totals :   2250.01941  354.07729

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-268-TBU-ENYNE-ME-MA.D
Sample Name: MP-02-268-TBU-ENYNE-Me-MA.D

Babu 7/17/2018 12:19:23 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 203
Injection Date  : 6/9/2018 11:41:18 AM  

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:18:56 PM by MAHESH

 (modified after loading)

min12 12.5 13 13.5 14 14.5 15 15.5
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 FID1 B, Back Signal (MP\MP-02-269-PH-PHOX-TOL.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  13.539 MM    0.0971   80.35005   13.79277 14.05752
 2  14.523 MM    0.1099  491.23032   74.52386 85.94248

Totals :    571.58037   88.31664

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-269-PH-PHOX-TOL.D
Sample Name: MP-02-269-PH-PHOX-TOL.D

Babu 7/17/2018 12:25:29 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME MP-02-268-tBu-enyne+ma
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 20.15 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799926 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-268-tBu-enyne+ma
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 21.08 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153236 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-268-tBu-enyne+ma
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 21.24 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153238 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-Cl-Butyl-enyne
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180511
Time 8.37 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 134.1
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700117 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-Cl-Butyl-enyne
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180512
Time 9.47 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228135 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-Cl-Butyl-enyne
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180511
Time 8.54 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 220
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228140 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-199-PURE-Cl-C4H8-ENYNE-Me-MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180515
Time 8.22 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 148.14
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700347 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

5.65.86.06.2 ppm
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Current Data Parameters
NAME MP-02-199-PURE-Cl-C4H8-ENYNE-Me-MA
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180517
Time 3.17 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227966 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-199-PURE-Cl-C4H8-ENYNE-Me-MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180515
Time 8.42 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227972 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 7/19/2018 5:20:25 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 7/19/2018 8:04:10 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-199-R-RACEMIC-125.D\DA.M (125_C-ISO_CHIRAL.M, From

 Data File)
Last changed    : 7/20/2018 6:35:26 PM by MAHESH

 (modified after loading)
Sample Info     : REPEAT RXN

min120 122.5 125 127.5 130 132.5 135 137.5 140 142.5

pA

2.5

2.75

3

3.25

3.5

3.75

4

4.25

 FID1 B, Back Signal (MP\MP-02-199-R-RACEMIC-125.D)

  A
rea

: 1
01

.13
6

 1
32

.3
48

  A
rea

: 1
02

.64
2

 1
34

.8
58

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 132.348 MM    0.9436  101.13600    1.78637 49.63051
 2 134.858 MM    0.9688  102.64188    1.76588 50.36949

Data File C:\CHEM32\1\DATA\MP\MP-02-199-R-RACEMIC-125.D
Sample Name: MP-02-199-R-RACEMIC-125.D

Babu 7/20/2018 6:35:49 PM MAHESH Page 1 of 2
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Totals :    203.77789    3.55225

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-199-R-RACEMIC-125.D
Sample Name: MP-02-199-R-RACEMIC-125.D

Babu 7/20/2018 6:35:49 PM MAHESH Page 2 of 2
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 7/20/2018 3:54:29 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 7/20/2018 3:14:04 PM by MAHESH
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-199-CHIRAL-125.D\DA.M (125_C-ISO_CHIRAL.M, From Data

 File)
Last changed    : 7/20/2018 6:37:25 PM by MAHESH

 (modified after loading)
Sample Info     : REPEAT RXN

min120 125 130 135 140 145

pA

3

4

5

6

7

8

9

10

11

 FID1 B, Back Signal (MP\MP-02-199-CHIRAL-125.D)

  A
rea

: 1
4.9

69
6

 1
32

.3
93

  A
rea

: 5
15

.68
3

 1
34

.6
48

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1 132.393 MM    0.7654   14.96957 3.25961e-1  2.82097
 2 134.648 MM    0.9703  515.68347    8.85756 97.17903

Totals :    530.65304    9.18352

Data File C:\CHEM32\1\DATA\MP\MP-02-199-CHIRAL-125.D
Sample Name: MP-02-199-CHIRAL-125.D

Babu 7/20/2018 6:38:05 PM MAHESH Page 1 of 2
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=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-199-CHIRAL-125.D
Sample Name: MP-02-199-CHIRAL-125.D

Babu 7/20/2018 6:38:05 PM MAHESH Page 2 of 2
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Current Data Parameters
NAME VVP-3-166-PHTHALIMIDE-ENYNE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522
Time 22.52 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 273.81
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700100 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

*dcm
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Current Data Parameters
NAME VVP-3-166-PHTHALIMIDE-ENYNE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180523
Time 8.05 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228127 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

 
S498

parsutkar.1
Stamp



150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
1
8
.
5
2

1
9
.
0
2

2
6
.
1
2

2
7
.
8
9

3
7
.
6
4

1
1
1
.
0
3

1
2
3
.
2
8

1
3
3
.
9
7

1
3
8
.
3
2

Current Data Parameters
NAME VVP-3-166-PHTHALIMIDE-ENYNE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522
Time 23.11 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6228171 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-246-CHIRAL-VACUM
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180716
Time 23.40 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 84.63
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799958 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-246-C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 1.13 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153251 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-246-C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180718
Time 1.29 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0 0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153258 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   4
Acq. Instrument : 1260 Infinity II    Location :   P1-D-02
Injection Date  : 7/12/2018 3:23:39 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-12 13-14-48\MP_ODH_95-5_1_40min.M
Last changed    : 7/12/2018 1:12:40 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-12 13-14-48\MP_ODH_95-5_1_40min.M (Sequence

 Method)
Last changed    : 7/23/2018 9:30:09 PM by SYSTEM

 (modified after loading)
Additional Info : Peak(s) manually integrated

min6 8 10 12 14 16 18 20 22 24

mAU

0

50

100

150

200

 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-12 13-14-48\004-P1-D2-MP-02-235-R-ODH_95_5_1.0.D)

  A
rea

: 6
01

3.9
6

 1
2.

36
2

  A
rea

: 5
99

1.1
6

 1
9.

31
6

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  12.362 MM    0.3906 6013.96094  256.63190  50.0950
 2  19.316 MM    0.6118 5991.15869  163.21680  49.9050

Totals :   1.20051e4   419.84869

Data File C:\Chem32\1\Data\MP\MP 2018-07-12 13-14-48\004-P1-D2-MP-02-235-R-ODH_95_5_1.0.D
Sample Name: MP-02-235-R-ODH_95_5_1.0

1260 Infinity II 7/23/2018 9:30:20 PM SYSTEM Page 1 of 2S503
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=====================================================================
Acq. Operator   : SYSTEM  Seq. Line :   1
Acq. Instrument : 1260 Infinity II    Location :   P1-A-01
Injection Date  : 7/12/2018 4:21:18 PM      Inj :   1

    Inj Volume : 10.000 µl
Acq. Method     : C:\Chem32\1\Data\MP\MP 2018-07-12 16-15-20\MP_ODH_95-5_1_40min.M
Last changed    : 7/12/2018 1:12:40 PM by SYSTEM
Analysis Method : C:\Chem32\1\Data\MP\MP 2018-07-12 16-15-20\MP_ODH_95-5_1_40min.M (Sequence

 Method)
Last changed    : 7/17/2018 5:32:07 PM by SYSTEM
Additional Info : Peak(s) manually integrated

min8 10 12 14 16 18 20 22

mAU

0

100

200

300

400

500
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 MWD1 B, Sig=254,4 Ref=off (MP\MP 2018-07-12 16-15-20\001-P1-A1-MP-02-235-C-ODH_95_5_1.0.D)

  A
rea

: 1
87

81
.6

 1
2.
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4

  A
rea

: 5
96

.92
3

 1
9.

29
6

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier    :      1.0000
Dilution   :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 B, Sig=254,4 Ref=off

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [mAU*s]     [mAU]     %
----|-------|----|-------|----------|----------|--------|

 1  12.434 MM    0.4404 1.87816e4   710.72247  96.9197
 2  19.296 MM    0.5603  596.92303   17.75628   3.0803

Totals :   1.93785e4   728.47875

Data File C:\Chem32\1\Data\MP\MP 2018-07-12 16-15-20\001-P1-A1-MP-02-235-C-ODH_95_5_1.0.D
Sample Name: MP-02-235-C-ODH_95_5_1.0

1260 Infinity II 7/23/2018 9:31:23 PM SYSTEM Page 1 of 2S504
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Current Data Parameters
NAME MP-02-247-CY-ENYNE+MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 13.47 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 55.93
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799951 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

*CHCl3

Contaminated with 9% of its regioisomer
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Current Data Parameters
NAME MP-02-247-CY-ENYNE+MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180630
Time 14.14 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153239 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

*CHCl3

Contaminated with 9% of its regioisomer
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Current Data Parameters
NAME MP-02-247-CY-ENYNE+MA-DEPT
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180701
Time 16.07 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153251 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 9% of its regioisomer
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=====================================================================
Acq. Operator   : SRINI   Seq. Line :   1
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 3/23/2018 7:46:49 PM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-03-23 19-45-43\125_C-ISO_CHIRAL.M
Last changed    : 3/23/2018 7:47:25 PM by SRINI

 (modified after loading)
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-199-R-RACEMIC-125.D\DA.M (125_C-ISO_CHIRAL.M)
Last changed    : 7/24/2018 11:31:12 AM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-03-23 19-45-43\MP-02-049-CY-ENYNE-MA-DPPP.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  70.984 MM    0.5734  592.61810   17.22487 50.14570
 2  78.334 MM    0.6778  589.17432   14.48710 49.85430

Totals :   1181.79242   31.71198

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...MP\MAHESH-1-CHIRAL 2018-03-23 19-45-43\MP-02-049-CY-ENYNE-MA-DPPP.D
Sample Name: MP-02-049-CY-ENYNE-MA-DPPP

Babu 7/24/2018 11:31:14 AM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 5/30/2018 1:09:46 PM  

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:44:16 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-02-247-PCY2-PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  71.339 MM    0.4714    9.55056 3.37636e-1  3.97085
 2  78.641 MM    0.5968  230.96613    6.45012 96.02915

Totals :    240.51668    6.78776

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-247-PCY2-PHOX.D
Sample Name: MP-02-247-PCY2-PHOX.D

Babu 7/17/2018 12:45:05 PM MAHESH Page 1 of 1S509
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Current Data Parameters
NAME MP-02-003-C4H9-ENYNE+MA
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180307
Time 3.10 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT CDCl3
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.0478245 MHz
NUC1 1H
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.0450749 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Contaminated with 8% of its regioisomer
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Current Data Parameters
NAME MP-02-003-C4H9-ENYNE+MA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180307
Time 4.02 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.8965227 MHz
NUC1 13C
P1 9.40 usec
PLW1 78.16000366 W
SFO2 600.0474002 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.8814148 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 8% of its regioisomer

S511
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Current Data Parameters
NAME MP-02-003-C4H9-ENYNE+MA
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180307
Time 4.18 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.8935051 MHz
NUC1 13C
P1 9.40 usec
P13 2000.00 usec
PLW0     0 W
PLW1 78.16000366 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 10.55200005 W
SFO2 600.0469190 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.8814153 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

Contaminated with 8% of its regioisomer

S512
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 7/2/2018 8:03:10 PM   

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:05:54 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-02-204-RACEMIC-C4H9-ENYNE-MA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  14.191 BB    0.0977   29.14350    4.61632 50.32796
 2  14.997 BB    0.1016   28.76368    4.41541 49.67204

Totals :     57.90717    9.03173

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-204-RACEMIC-C4H9-ENYNE-MA.D
Sample Name: MP-02-204-RACEMIC-C4H9-ENYNE-MA

Babu 7/17/2018 12:05:56 PM MAHESH Page 1 of 1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 205
Injection Date  : 5/30/2018 3:27:27 PM  

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 5/30/2018 3:51:20 PM by MAHESH

 (modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:45:58 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MP-02-248-PCY2-PHOX.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  14.253 MM    0.0929    5.55669 9.97328e-1  2.96458
 2  15.053 MM    0.1125  181.87939   26.94772 97.03542

Totals :    187.43608   27.94505

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-248-PCY2-PHOX.D
Sample Name: MP-02-248-PCY2-PHOX.D

Babu 7/17/2018 12:48:33 PM MAHESH Page 1 of 1S514
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Current Data Parameters
NAME MP-02-065-Et-ENYNE-Me+MA-DPPP
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180329
Time 0.50 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 61.58
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.0478245 MHz
NUC1 1H
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.0449945 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

S516
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Current Data Parameters
NAME MP-02-065-Et-ENYNE-Me+MA-DPPP
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180329
Time 1.43 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.8965227 MHz
NUC1 13C
P1 15.00 usec
PLW1 60.11700058 W
SFO2 600.0474002 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.8813772 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S517
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Current Data Parameters
NAME MP-02-065-Et-ENYNE-Me+MA-DPPP
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180329
Time 1.59 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.8935051 MHz
NUC1 13C
P1 15.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 60.11700058 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 20.66699982 W
SFO2 600.0469190 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.8813779 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : SRINI   Seq. Line :   3
Acq. Instrument : Babu     Location : Vial 203
Injection Date  : 3/29/2018 3:43:30 AM      Inj :   1

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\DATA\MP\MAHESH-1-CHIRAL 2018-03-28 19-57-49\125_C-ISO_CHIRAL.M
Last changed    : 3/28/2018 9:48:08 PM by SRINI

 (modified after loading)
Analysis Method : C:\CHEM32\1\DATA\MP\MP-02-069-ET-ENYNE-ME-MA-PHOX.D\DA.M (125_C-ISO_CHIRAL.M)
Last changed    : 7/17/2018 4:47:29 PM by MAHESH

 (modified after loading)
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 FID1 B, Back Signal (MP\MAHESH-1-CHIRAL 2018-03-28 19-57-49\MP-02-65-ET-ENYNE-ME+MA-DPPP.D)
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40

=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1   9.074 BB    0.0686  781.30444  178.69144 50.47896
 2   9.740 BB    0.0731  766.47784  163.56967 49.52104

Totals :   1547.78229  342.26111

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\...\MAHESH-1-CHIRAL 2018-03-28 19-57-49\MP-02-65-ET-ENYNE-ME+MA-DPPP.D
Sample Name: MP-02-65-ET-ENYNE-ME+MA-DPPP

Babu 7/17/2018 4:47:39 PM MAHESH Page 1 of 1S519

parsutkar.1
Stamp



=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 5/28/2018 9:59:58 AM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 2:51:18 PM by MAHESH

 (modified after loading)

min7 7.5 8 8.5 9 9.5 10 10.5 11 11.5

pA

10

20

30

40

 FID1 B, Back Signal (MP\MP-02-241-PCY2-PHOX-HEX 25%.D)

 9
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1   9.009 BB    0.0654   11.65126    2.84266  5.52052
 2   9.684 MM    0.0728  199.40245   45.63506 94.47948

Totals :    211.05371   48.47772

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-241-PCY2-PHOX-HEX 25%.D
Sample Name: MP-02-241-PCY2-PHOX-hex 25%

Babu 7/17/2018 2:51:35 PM MAHESH Page 1 of 1
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Current Data Parameters
NAME VVP-3-CYPENT-ENYNE-TMS
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 1.03 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 177.74
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1700102 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VVP-3-CYPENT-ENYNE-TMS
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 1.34 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6228123 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S522

parsutkar.1
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Current Data Parameters
NAME VVP-3-CYPENT-ENYNE-TMS
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180603
Time 1.54 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6224774 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S523

parsutkar.1
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Current Data Parameters
NAME MP-02-270-Cypent-tms-enyne+ma
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 21.30 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 68.85
DW 41.600 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1799916 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-270-Cypent-tms-enyne+ma
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 22.22 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153236 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-270-Cypent-tms-enyne+ma
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180604
Time 22.38 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.1 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153267 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

S527
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 6/5/2018 8:13:23 PM   

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:12:28 PM by MAHESH

 (modified after loading)

min75 77.5 80 82.5 85 87.5 90 92.5 95 97.5
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 FID1 B, Back Signal (MP\MP-02-270-CYPENT-TMS-ENYNE-MA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  81.134 MM    0.5996  254.74266    7.08111 50.09390
 2  89.316 MM    0.6605  253.78766    6.40440 49.90610

Totals :    508.53032   13.48550

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-270-CYPENT-TMS-ENYNE-MA.D
Sample Name: MP-02-270-CYPENT-TMS-ENYNE-MA.D

Babu 7/17/2018 12:12:43 PM MAHESH Page 1 of 1S528

parsutkar.1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 6/6/2018 11:12:09 AM  

    Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 6/6/2018 12:03:25 AM by MAHESH
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 12:14:23 PM by MAHESH

 (modified after loading)

min75 77.5 80 82.5 85 87.5 90 92.5 95 97.5
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 FID1 B, Back Signal (MP\MP-02-271-CYPENT-TMS-ENYNE-MA.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  81.097 MM    0.4784    4.91652 1.71277e-1  3.06676
 2  89.291 MM    0.6704  155.40010    3.86348 96.93324

Totals :    160.31662    4.03475

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-02-271-CYPENT-TMS-ENYNE-MA.D
Sample Name: MP-02-271-CYPENT-TMS-ENYNE-MA.D

Babu 7/17/2018 12:15:46 PM MAHESH Page 1 of 1S529

parsutkar.1
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 7/17/2018 1:32:39 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 4:22:38 PM by MAHESH

 (modified after loading)

min60 62 64 66 68 70 72 74
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 FID1 B, Back Signal (MP\MP-03-009-RACEMIC.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  65.912 MM    0.4748  128.72560    4.51838 50.46537
 2  72.647 MM    0.5252  126.35149    4.00969 49.53463

Totals :    255.07710    8.52807

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-03-009-RACEMIC.D
Sample Name: MP-03-009-RACEMIC

Babu 7/17/2018 4:22:42 PM MAHESH Page 1 of 1S531
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 7/17/2018 4:19:20 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 7/17/2018 4:15:15 PM by MAHESH
Analysis Method : C:\CHEM32\1\DATA\MP\MP-03-009-CHIRAL.D\DA.M (125_C-ISO_CHIRAL.M, From Data

 File)
Last changed    : 7/17/2018 8:04:08 PM by MAHESH

 (modified after loading)

min64 66 68 70 72 74
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  65.868 MM    0.4459    4.12266 1.54106e-1  3.40566
 2  72.645 MM    0.5312  116.93058    3.66841 96.59434

Totals :    121.05324    3.82252

=====================================================================

Data File C:\CHEM32\1\DATA\MP\MP-03-009-CHIRAL.D
Sample Name: MP-03-009-chiral.D

Babu 7/17/2018 8:04:18 PM MAHESH Page 1 of 1S532

(*) enriched (93% ee)*
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=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 201
Injection Date  : 7/17/2018 1:32:39 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 4/7/2018 8:47:40 PM by Jon
Analysis Method : C:\CHEM32\1\METHODS\COOLDOWN.M
Last changed    : 7/17/2018 4:23:26 PM by MAHESH

 (modified after loading)

min75 77.5 80 82.5 85 87.5 90 92.5 95 97.5
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 FID1 B, Back Signal (MP\MP-03-009-RACEMIC.D)
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  80.847 MM    0.5741  104.13435    3.02322 49.63935
 2  86.387 MM    0.6198  105.64751    2.84095 50.36065

Totals :    209.78186    5.86418

=====================================================================
 *** End of Report ***

Data File C:\CHEM32\1\DATA\MP\MP-03-009-RACEMIC.D
Sample Name: MP-03-009-RACEMIC

Babu 7/17/2018 4:24:32 PM MAHESH Page 1 of 1S533

(*) (*)

(*) racemic 
minor regioisomer



=====================================================================
Acq. Operator   : MAHESH 
Acq. Instrument : Babu     Location : Vial 202
Injection Date  : 7/17/2018 4:19:20 PM  

    Inj Volume : 1 µl
Different Inj Volume from Sequence !     Actual Inj Volume : 3 µl
Acq. Method     : C:\CHEM32\1\METHODS\125_C-ISO_CHIRAL.M
Last changed    : 7/17/2018 4:15:15 PM by MAHESH
Analysis Method : C:\CHEM32\1\DATA\MP\MP-03-009-CHIRAL.D\DA.M (125_C-ISO_CHIRAL.M, From Data

 File)
Last changed    : 7/17/2018 8:06:59 PM by MAHESH

 (modified after loading)

min80 82 84 86 88 90 92 94 96
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 FID1 B, Back Signal (MP\MP-03-009-CHIRAL.D)

  A
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=====================================================================
    Area Percent Report    

=====================================================================

Sorted By  :      Signal
Multiplier:   :  1.0000
Dilution:  :  1.0000
Sample Amount:       :      1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, Back Signal

Peak RetTime Type  Width     Area      Height     Area 
  #   [min]    [min]   [pA*s]      [pA]  %
----|-------|----|-------|----------|----------|--------|

 1  80.851 MM    0.5016    3.84449 1.27752e-1  5.08925
 2  86.393 MM    0.6457   71.69686    1.85065 94.91075

Totals :     75.54135    1.97841

=====================================================================

Data File C:\CHEM32\1\DATA\MP\MP-03-009-CHIRAL.D
Sample Name: MP-03-009-chiral.D

Babu 7/17/2018 8:07:07 PM MAHESH Page 1 of 1S534

(*)

(*)

enriched minor isomer (90% ee)
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Current Data Parameters
NAME MP-03-009-TFEA+PH-ENYNE-ME-CHIRAL
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180714
Time 13.39 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 148.14
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699968 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

S535

parsutkar.1
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Current Data Parameters
NAME MP-03-009-TFEA+PH-ENYNE-ME-CHIRAL
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180713
Time 23.33 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227897 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-009-TFEA+PH-ENYNE-ME-CHIRAL
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180713
Time 23.53 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227902 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-147-CHO
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190412
Time 5.35 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT CDCl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1800149 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-04-147-CHO
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190412
Time 6.27 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153608 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-04-147-CHO
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190412
Time 6.43 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153617 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

 
S540

parsutkar.1
Stamp



=====================================================================
Acq. Operator   : mahesh Seq. Line :   1
Acq. Instrument : Instrument 1 Location : Vial 201
Injection Date  : 4/10/2019 10:51:52 PM Inj :   1

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-04-10 22-50-27\MP-125-ISO-
                  CHIRAL-CYCLOSIL.M
Last changed    : 4/10/2019 11:44:57 PM by mahesh

(modified after loading)
Analysis Method : C:\CHEM32.NEW\1\METHODS\MP-90-ISO-CHIRAL-CYCLOSIL.M
Last changed    : 5/29/2019 1:02:32 PM by Jon

(modified after loading)
Additional Info : Peak(s) manually integrated
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 FID1 B, FID1B, Back Signal (MAHESH\MAHESH_CHIRAL_GC 2019-04-10 22-50-27\MP-04-147-AL.D)
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier:                   :      1.0000
Dilution:                     :      1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: FID1 B, FID1B, Back Signal

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1 183.114 MM    0.2824   14.28032 8.42791e-1  4.01603
   2 187.043 MM    0.3024  341.30243   18.81218 95.98397

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-04-10 22-50-27\MP-04-147-AL.D
Sample Name: MP-04-147-AL

Instrument 1 5/29/2019 1:02:37 PM Jon Page 1 of 2
 

S541

parsutkar.1
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 Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
Totals : 355.58274   19.65497

=====================================================================
*** End of Report ***

Data File C:\CHEM32.NEW\1\DATA\MAHESH\MAHESH_CHIRAL_GC 2019-04-10 22-50-27\MP-04-147-AL.D
Sample Name: MP-04-147-AL

Instrument 1 5/29/2019 1:02:37 PM Jon Page 2 of 2
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Current Data Parameters
NAME MP-02-131-Allyl-OBn-dppp
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180420
Time 18.33 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 88.68
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699968 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-131-Allyl-OBn-dppp
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180421
Time 2.35 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328888 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-131-Allyl-OBn-dppp
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180421
Time 2.55 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227892 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-50-ALLYL SULFONE-DPPP
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180716
Time 22.24 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT C6D6
NS 32
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 99.15
DW 41.600 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1801121 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-03-50-ALLYL SULFONE-DPPP
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180716
Time 23.16 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 1024
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153249 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-03-50-ALLYL SULFONE-DPPP
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180716
Time 23.32 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 300.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153252 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-190-DPPP
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522
Time 2.21 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zgpg30
TD 65536
SOLVENT C6D6
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 100.6328883 MHz
NUC1 13C
P1 9.50 usec
PLW1 53.29999924 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W
PLW13 0.20399000 W

F2 - Processing parameters
SI 32768
SF 100.6227880 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-02-190-DPPP
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180521
Time 22.18 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG zg30
TD 65536
SOLVENT C6D6
NS 32
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 3.9845889 sec
RG 112.47
DW 60.800 usec
DE 6.50 usec
TE 300.5 K
D1 1.00000000 sec
TD0 1
SFO1 400.1724712 MHz
NUC1 1H
P1 15.00 usec
PLW1 13.19999981 W

F2 - Processing parameters
SI 65536
SF 400.1699996 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-02-190-DPPP
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180521
Time 22.38 h
INSTRUM spect
PROBHD   Z108618_0433 (
PULPROG deptsp135
TD 65536
SOLVENT C6D6
NS 256
DS 8
SWH 16129.032 Hz
FIDRES 0.492219 Hz
AQ 2.0316160 sec
RG 2050
DW 31.000 usec
DE 6.50 usec
TE 300.5 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 100.6308764 MHz
NUC1 13C
P1 9.50 usec
P13 2000.00 usec
PLW0     0 W
PLW1 53.29999924 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 7.34959984 W
SFO2 400.1716007 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 15.00 usec
P4 30.00 usec
PCPD2 90.00 usec
PLW2 14.60000038 W
PLW12 0.40555999 W

F2 - Processing parameters
SI 32768
SF 100.6227884 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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=====================================================================
Acq. Operator   : MP
Acq. Instrument : Instrument 1 Location : Vial 16
Injection Date  : 5/21/2019 11:21:57 AM

Inj Volume : 1 µl
Acq. Method     : C:\CHEM32\1\METHODS\180-RAMP.M
Last changed    : 5/16/2019 12:50:47 PM by MP
Analysis Method : C:\CHEM32\1\DATA\JON\JG-02-119-COL.D\JG.M
Last changed    : 6/14/2019 2:26:23 PM by MP

(modified after loading)
Method Info     : General Higher BP that correlates to Stambuli Group's GCMS - 30 min

Sample Info     : Pd/c

Additional Info : Peak(s) manually integrated

min2 3 4 5 6 7 8 9

pA

0
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 FID1 A,  (MAHESH\MP-05-002-12H.D)

 5
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=====================================================================
Area Percent Report

=====================================================================

Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Sample Amount: : 1.00000  [ng/ul]   (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Data File C:\CHEM32\1\DATA\MAHESH\MP-05-002-12H.D
Sample Name: MP-05-002-12H

Instrument 1 6/14/2019 2:26:26 PM MP Page 1 of 2
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Signal 1: FID1 A, 

Peak RetTime Type  Width     Area Height     Area  
  #   [min] [min]   [pA*s] [pA] %
----|-------|----|-------|----------|----------|--------|
   1   5.609 VV    0.0207   28.31116   20.66034  2.28740
   2   5.698 VV    0.0179 1209.39001 1017.46057 97.71260

Totals : 1237.70118 1038.12091

=====================================================================
*** End of Report ***

Data File C:\CHEM32\1\DATA\MAHESH\MP-05-002-12H.D
Sample Name: MP-05-002-12H

Instrument 1 6/14/2019 2:26:26 PM MP Page 2 of 2
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Current Data Parameters
NAME MP-05-002-CYBUTANE
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190521
Time 23.08 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zg30
TD 96152
SOLVENT CDCl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.250005 Hz
AQ 3.9999232 sec
RG 33.68
DW 41.600 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TD0 1
SFO1 600.1828251 MHz
NUC1 1H
P0 3.33 usec
P1 10.00 usec
PLW1 25.10000038 W

F2 - Processing parameters
SI 65536
SF 600.1800146 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME MP-05-002-CYBUTANE
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190521
Time 23.35 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.9087659 sec
RG 189.17
DW 13.867 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
SFO1 150.9304719 MHz
NUC1 13C
P0 4.00 usec
P1 12.00 usec
PLW1 79.85500336 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W
PLW13 0.28742000 W

F2 - Processing parameters
SI 32768
SF 150.9153645 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Current Data Parameters
NAME MP-05-002-CYBUTANE
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190521
Time 23.51 h
INSTRUM spect
PROBHD   Z114607_0174 (
PULPROG deptsp135
TD 65536
SOLVENT CDCl3
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 189.17
DW 20.800 usec
DE 6.50 usec
TE 298.2 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TD0 1
SFO1 150.9274536 MHz
NUC1 13C
P1 12.00 usec
P13 2000.00 usec
PLW0     0 W
PLW1 79.85500336 W
SPNAM[5]    Crp60comp.4
SPOAL5 0.500
SPOFFS5  0 Hz
SPW5 17.56900024 W
SFO2 600.1819195 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 10.00 usec
P4 20.00 usec
PCPD2 70.00 usec
PLW2 28.00000000 W
PLW12 0.57143003 W

F2 - Processing parameters
SI 32768
SF 150.9153650 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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