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Preparation of 1-(2-Formylaryl)allyl acetates Va-Vk.

Table S1. Preparation of 1-(2-F0rmylaryl)allyl acetates Va-Vk.

X~ CHO HC(OE), n-Bull
) DMF
-y _TSOH _ OFt N
Y Z Br EtOH
la-j: Z = C;
k:Z =N lla-k llla-k
1) =———MgBr 2) Ac,0,
THF Pyridine
X N CHO for IVa-IVi: OEt
| aqu. HCI (3 mol/L, 5 eq.) X
NS OAc . in THF | N OEt
— OA
) for IVj and IVk: Y Z ¢
Va4j:Z=C; TsOH (10 mol%) X
Vk:Z=N in THF + H,0 (5:1) IVa-k
I (10 mmol): X, Y Yield
I 1 v v
Ia-j, Ila-j, IIla-j, IVa-j and Va-j: Z = C. Ik, 11k, I1Ik, IVk and Vk: Z=N

Ia, X=Y=H

Ib, X =0OMe, Y=H

Ie, X=Me,Y=H
Id, X=Cl,Y=H

Te. X=CF;, Y=H

If, X = H, Y = OMe

Ig, X=H,Y=Me
Ih, X =H, Y =CI

Ii, X=H, Y =CF3
Ij, X, Y =0CHO

Ik, X=Y=H,

IIa, 95%,2.46 g
I1b, 91%,2.85 g
Ilc, 96%,2.59 g
I1d, 95%, 2.76 g
Ile, 91%,2.93 g
IIf, 93%,2.69 g
IIg, 99%,2.70 g
IIh, 99%,2.91 g
IIi, 91%, 2.97 g
I1j, 99%, 3 g

11k, 97%, 2.51 g

IIIa, 92%, 1.80 g
II1b, 98%,2.31 g
Ilc, 84%, 1.77 g
I11d, 88%, 2.01 g
Ile, 82%, 2.04 g
II1f, 85%, 1.88 g
ITlg, 85%, 1.87 g
I1Th, 84%,2.02 g
1111, 82%, 2.08 g
I11j, 95%,2.37 g

Ik, 91%, 1.84 g

IVa, 84%,2.01 g
IVb, 86%,2.54 g
IVe, 90%, 2.08 g
1Vd, 95%,2.46 g
IVe, 89%, 2.30 g
IVf, 90%, 2.17 g
IVg, 88%,2.13 g
IVh, 89%,2.30 g
IVi, 92%, 2.10 g
IVj, 90%, 2.74 g

IVK, 88%,2.15 g

Va, 85%, 1.26 g
Vb, 70%, 1.37 g
Ve, 85%, 133 g
vd, 72%, 1.37 g
Ve, 80%, 1.45 g
V1, 70%, 1.16 g
Vg, 77%,1.25 g
Vh, 84%, 1.48 ¢
Vi, 74%, 1.40 g
Vi, 75%, 1.59 g

VK, 73%, 1.15 g
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Figure S1. X-ray molecular structure of product 5d. The ellipsoid contour probability level is 50%.
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Crystal data and structure refinements for products 5d.

Crystals of compound 5d were obtained by slow evaporation of a solution containing 5d in the mixture

of ethyl acetate and n-hexane. Single-crystal X-ray diffraction intensity data of the compound 5d was

collected on a 'XtaLAB Synergy R, DW system, HyPix' diffractometer equipped with graphite
monochromatized CuKo (A = 1.54184 A) at 100 K. The structure was solved by the program ShelXT
(Sheldrick, 2015) and refined with the program ShelXL (Sheldrick, 2015). The crystal data and structure
refinement results for compound 5d are listed in the Table S1.

Table S3. Crystal data and structure refinement for 5d.

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alA

b/A

c/A

o/°

pre

v/°

Volume/A3

Z

Pealc (9/cmd)

wmm-!

F(000)

Crystal size/mm?3

Radiation

20 range for data collection/°
Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [I > 26 ()]
Final R indexes [all data]
Largest diff. peak/hole / e A3

Flack parameter

20190605d

C15sH14CIN3Og¢

367.74

100.00(10)

orthorhombic

P21212,

8.35980(10)

11.94590(10)

32.5899(4)

90

90

90

3254.60(6)

8

1.501

2.443

1520.0

0.2 x0.15% 0.1

CuKa (L=1.54184 A)
5.424 to 150.686
-10<h<10,-14<k<13,-40<1<38
15719

6356 [Rint = 0.0365, Rgigma = 0.0370]
6356/0/455

1.099

R;=0.0315, wR,=0.0770
R1=0.0367, wR2=0.0834
0.30/-0.30

-0.005(5)
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NMR spectra of reactants and products.
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=1 =--- PROCESSING PARAME’
2 sexpt 0.2[Bz], 0.0[s] )
= trapezcid( O[%], O[8], B0[&], 100[%] }
a1 AN Berofill( 1 )
wi ] £ft{ 1, TROE, TRUE )
—4 machinephase
<4 ppm
=+ Vb OAC scxp( 0.2(Bz], 0.0[s2]
1 trapezeid{ O[4], 0[%], 80[8], 100[3] )
<3 zerofill( 1 )
hat | £ft( 1, TRUE, TRUE )
= machincphase
3 _ wizs (3 =
= @ [jzs; = [ = - Filename = DYL-00-33-E_Proton-1-
= =3 | Author = delta
— | ‘ Experiment = proten. jxp
<] | | sample_Ia = DYL-00-33-§
2 ‘ ‘ ‘ Solvent - CaroRoroRD
=] ! | i Actual_Start_Mime = 22-JUL-201% 14:19:57
=] Revision Tims = 16-SEP-2019 19:11:39
=
Comment = single_pulse
=3 Data_Format = 1D CoMPLEX
o0 Dim_Size = 13107
Dim_Title = Ezroton
=] Dim_Units = Ippm]
=~ Dimcnsions =x
= Spectzometer = JHM-ECZ600R/S3
o Ficla strength = 14.09636928(T] (S00DM
o] X Acq Duration = 0.87031808(s]
- X_Demain = proton
] X Freq = 600.1723046 [MHz]
= X offset = 5[ppm]
- X_Points = 16384
X_Preseans =1
< X _Resclution = 1.1490052([8z]
] xS = 18.8253012 [kiz]
1 X sweep_Clipped = 15.06024096 [kHz]
<=1 Irr Domain = Eroto:
o 4 Irx_¥roq = 600.1723046 [MHZ]
Irr_offset = 5[ppm]
<3 Tzi_Domain = Broten
7 [ Tri_Freg = 600.1723046 [MHz]
Tri_oseset = sippm]
8 ol i, o b Blanking = 2[usl
g 3 clipped = FALSE
Z < Scans =16
ER | Total_Scans =16
2™ -
I e e S R e R R ] PP e ~ 5ial
11.0 10.0 9.0 3.0 20 1.0 0 | =mecvr_cain = 56
Temp_Get = 25.2[ac]
X_90_wiath = 13.9[us]
X Acq_Time = 0.87031808(s]
X_Angle = 45[deg]
g s & KAt = 5.9[48]
o og =1 X Pulse = 6.95[us]
=] b « Irr_Mode = Off
- Tri Mode = off
X : parts per Million : Proton Dante_Leop - 500
=7
-
<]
2] JEOL
=7
w ]
- —--- PROCESSING PARAMETERS ————
= Meo CHO sexp( 2.0[Bz], 0.0[s] }
<~ trapezeid( O[%], O[%], BO[%], 100[%] )
= Zorofill( 1 )
< £££( 1, TRUE, TRUE )
- machinephase
— ppo
< \
)
=
z OA
ﬂ Vb c
<] Filename = DYL-00-33-C13_Carh
1 Rutnor = delt:
- Experiment = carbon. jxp
< Sample_Id = DYL-00-33-C13
. Selvent = CHLOROFORM-D
! Actual_Start_Time = 22-JUL-201% 14:47:
=4 Revision Time = 2-AUG-201% 03:55:
-l Comment. = single pulse decou
=g Data_Format = 1D COMPLEX
1 Dim_Size = 26214
o= Dim_Title = Carbon13
= Dim_Units = [ppm]
= Dimensiens =x
o 3] spectrameter = JNM-ECE600R/S3
=
< 4 Fiela strengtn = 14.09636928[T] (650
] X Acq Duration = 0.59206016(5]
S X_Domain = Cazbonl3
S X Freq = 150.91343038 [MHz]
1 ¥ offset = 100[ppm]
23 X Points = 32768
= *_Proscans =1
X _Resolution = 1.44496109 [Hz]
« ] X_sweep = 4734848485 [knz)
<=4 X_Sweep_Clipped = 37.87878788 [kHz]
= ITr_pomain = proton
el Irr_Froq = 600.1723046 [MHz]
o] Irr_offaet = 5[ppm]
g | s 2
1 | Clipped = TRUE
23] &cans = a5
§ S Total_seans =45
8 Al e oum
= <=7 Recvr_gain = 50
=2 _Get = 25.8[de]
ey e R R R R R s R R R RS S R R T e x g e vt
200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 700 600 500 400 30.0 200 100 0 |x Acqrs = 0.695206016(a)
| K *_angle = 30[deg)
| X Ata = 9.5[dB]
| | SN T AN e -
. + o A TN o “ Izz_atn_pec = 20.656(dB]
-+ = o Se-—nmor — —oon = i Izr_Ato_Dec_Calc = 20.656[aB]
" R EnSaIon =83 2 = Izr Atn Dec Defanlt calc = 20.656[dB]
= © bl = Irr_Atn Hoe = 20.656[dB]
& = ooodfoo mreee A4 « Izr_Dec_Bandwidth Hz = 7.23684211 [kHz]
X : parls per Million : Carbon13 Irr_Dec_Bandwideh_Ppm = 12.05794076 [ppm]
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2 zerofill( 1)
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Filename = DYL-00-40-H_Proton-1-
Author = delta
Experiment proton. jxp
Sample_Id DYL-00-40-H
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<+ Actual_start_Time 24-JUL-2019 14:54:52
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Comment = single_pulse
Data_Format = 1D coMFLEX
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< X_heq_Duration 1.31072(s]
X_Domain = Proton
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g X_oefset 5(ppm]
X_Points 16384
J X_Prescans 1
X_Resolution 0.76293945 [Hz]
X_Sweep = 12.5[kHz]
| | H X_sweep_Clipped = 10[kHz]
| Ir_pomain = Proten
Irr_Freq = 399.76219838 [Muz]
Irr_offset = Sppm]
Tri_Domain = Proton
'Te = 395.78219838 [MHz]
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Blanking = 2(us]
l LLJ clipped = FALSE
Scans =8
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X Dpomain
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IIr_Atn Dec
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B-AUG-2019 19:12:
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11.96303566 [ppm]
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---- PROCESSING

sexp( 0.2(Hz], 0.0

TERS
[s1 )
trapezoid( O[%], O[%], 80[%], 100[%] )

zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase
Ppm

abundance

T T
11.0 10.0

10.254

X : parts per Million

Filaname

Author

Experiment
sample_Td

Solvent
Actual_start_Time
Revision_Time

Comment

single_pulse
1D COMPLEX

[N

13107
Proton
[ppm]
x

[N

Irr_Freq
Irr_offset
Tri_Domain
Tri_Freq
Tri OfEset
Blanking
clipped
Scans
Total_Scans

Relaxation_Delay
Recvr_Gain

5.389766[T] (400 [Miz]
1.31072(s]
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398.78219838 [MHz]
S(ppm]

16384

1

0.76293945 [Hz]
12.5[xHz)

o

399.78219638 [MHZ]
5[ppm]

Proton
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5(ppm]

2(us]

NN
-
s
o
3
B
W

5.125[us]
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= 500

vd OAc

sexp( 2.0[Hz], 0.0

C

=] )
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zerofill( 1 )
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machinaphasa
rpm
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Total_scans

Relaxation_Delay
Recvr_Gain

Irr_Atn Dec_Default_Calc

Irr_Rtn Nee

Irr_Dee_Bandwidth Hz

Trr_Dec_Bandwidth_Ppm

DYL-00-38-C13-400_

21-SEP-2019 11:51:

single pulse decou
1D COMPLEX

26214
Carboni3
[ppm]

x
THM-ECZ400R/51

5.383766[T] (400[M
03805024 (5]

arbon13
00. 52530333 [MHz]
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0.96330739 [Hz]
31.56565657 [kHz]
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(N NEN]
=
£

2[s]
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30[deg]
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X : parts per Million : Carbon13

& - PROCESSING FARAMETERS ----
P sexp( 0.2(Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
<] zerofill( 1 )
@ ££t( 1, TRUE, TRUE )
FsC CHO Taninepnase
3 Ppm
phase( 0.28046, 0, 50[] )
|
=
= Filaname = DYL-00-38-H_Proton-1-
5 Author = delta
e Ve OAc Experiment proton. jxp
sample_Td DYL-00-38-H
Solvent = CHLOROFORM-|
Actual_start_Time 15-JUL-2019 10:22:58
=k Revision_Time = B-ADG-2019 15:36:58
"
Comment. = singlo_pulse
Data_Format = 1D coMFLEX
Din_size = 13107
Din_Title Proton
2 g = - Dim_Units = [ppm]
= - g ‘ = 2 Dimensions -x
S 2
= Field_strangth 14.09636928[T] (600[M
| X_Acq_Duration 0.87031808[s]
= X Domain roton
o X_Froq 600.1723046[MHz]
X_offset 5(ppm]
x_Points 16384
X_Prescans 1
. X_Resolution 1.1450052[Bz]
< ! X_sweep = 18.8253012 [kBz)
X_Sweop_Clipped = 15.06024096[XHz]
1rr_pomain = Proton
Irr_rreq = 600.1723046 [Maz]
Irr_offset = Sppm]
= Tri_Domain = Proton
- e = 600.1723046 [MHz]
© Tri offset = 5(ppm]
2 Blanking = 2[us]
g clipped = FALSE
=2 i ] Scans =8
g = Total_scans =8
T T T T T T T T T T T T Relaxation_Delay = 5(s]
11.0 10.0 9.0 7.0 6.0 5.0 4.0 3.0 20 1.0 0 -1.0 | Recvr_Gain = 56
Tomp_get = 25.4[dc]
X_90_wiatn = 13.9[us)
‘ |N\ %¥‘_ﬁ ‘ X_Acq_Time = 0.87031808[s]
= N R N ] <+ _Jngle = 45[deg]
5] AT - TU—0EON T T 0L 0ol & X Atn = 5.5[aB]
] AmomoNogooogooooodnag ] X_Pulse 6.55[us]
=] 06 M I 8 8 0 N0 8 8 0 v i o ITr moae = off
. Tri Mode = off
X : parts per Million : Proton Dants_Loop = 500
= o
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sexp( 2.0[Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
o zerofill( 1)
5 ££t( 1, TRUE, TRUE )
g \ machinephase
Ppm
Ve OAc
=
=4
k=3
Filaname = DYL-00-39-C13_Carb
= delta
= Experiment = cazbon. jxp
= sample_Td DYL-00-39-C13
b Solvent = CHLOROFORM-D
Actual_start_Time = 15-JUL-2019 18:43:
Revision_Time = B-AUG-2019 15:47:
= Comment. = single pulse decou
=4 Data_Format = 1D comprEx
F Din_size = 26214
Din_Title Carbonl3
Dim Units = [ppm]
Dimensions =-x
spoectrometer = JNM-ECZ400R/51
=)
7 Field_strangth 5.389766[T] (400[H
X_Acq_Duration 1.03809024[s]
X_Demain = Carbenl3
X_Frog 100. 52530333 [MHz]
X_offset 100[pps]
= x_Points = 32768
= X_Prescans =
& X_Resolution = 0.96330739[8z2]
X_sweep = 31.56565657 [kBz]
X_Sweop_Clipped = 25.25252525 [kHz]
1zr I = proton
Irr_rreq = 399.78219838 [MHz]
=1 Trroffaet 2 Stprm)
= Blanking = 2[us]
E Clipped = FALSE
k) scans =126
5 Total_scans = 126
2 AL R
S5° Recvr_Gain = 50
= Temp_Get. = 25.3[dc]
T T T T T T T T T T T T T T T T T T T Tl X_90_widtn = 5.
200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 400 30.0 200 100 0 |=x acq Time = 1.03805024[s]
X_Angle = 30[deg]
‘ L Catn - 5.1[am)
e X_pulse = 3.10766667 [us]
P Irr_Atn Dee = 27[4B)
k4 g CESECRSESegz2CRY8ER g Irr_Atn Dec_Cale = 27[dB)
b o GEESS=RnnERESa-Song =1 Irr Atn Dec_Default_Calc — 27[dB]
it = = Irr Atn Woe = 27[aB)
2 2 Ioomoaooonanaa -t ee o Irr pec Bandwidtn Hz = 4.7826087[xHz]

Irr_Dec_Bandwidth_ppm

11.96303566 [ppm]
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Solvent CHLOROFORM-D

Actual Start_Time 22-JUL-2019 14:25:10
Revision_Time = 16-SEP-2019 19:17:40
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Dim Units [ppn]

Dimensions =x
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Proton
6001723046 (MAz]
S[ppm]

Proton
= 600.1723046 [Muz]
5 [ppm)
2[us]

Relaxation_Delay
Recvz_Gain
Temp_Gat
X_90_wWidth

40.0 Sq.O éq.O

2q.0 Jq.U

CHO

MeO

Vf  OAc

---- PROCESSING PARAMETERS ————
sexp{ 2.0[Bz], 0.0[s] )

trapezeid( O[%], O[%], BO[¥], 100[%] )
zorofill( 1 }

£f£( 1, TRUE, TRUE )

machinephase

ppo

DYL-00-42-C13_Carh

Actual Start_Time
Revision Time

22-J0L-2019 14:52:
2-ADG-2018 10:16:

E

B

13

'

e
REEEEE]

cemment. = single pulse decou
Data_Format = 1D CCMPLEX
Dim_Size = 26214

Dim Title = Carbon13

Dim Units = Ippml

Dimensions =X

spectrometer = INM-ECE600R/S3

Fiela strengtn
X Acq Duration

14.09636928[T] (60
0.89206016(5]

(thousandths)

£190.673

Million : Carby

—
~—

143613
136.020
135.522 7
126771 ——
117.263 ~~_
113.644 *‘7;
112,744 7

w© o
oo
g —~
o =
L o

ml3

20001900180017001600150014001300120011001000 900 800 7'00 606 500 40.0 300 200 100 O

?

77327
77.116
76.906
72.147
55669
21.181

X_Domain = Cazbonl3
X Freq = 150.91343038 [MHz]
X offset = 100[ppm]
X Points = 32768
*_Proscans =4
X Resolution = 1.44496109 (Hz]
x_sweep = 47.34848485 [knz]
X_Sweep_Clipped = 37.87878788 [kHz]
ITr_pomain = eroton
Irr_Froq = 500.1723046 [MHz]
Irr_offaet = S[ppm]
Blanking = 2[us]
Clipped = TRUE
e = 100
Total_seans = 100
Relaxation_Delay = 2[s]
Recvr_gain = 50

,_Get: = 26.1[de]
X_p0_Width = 5lus]
X Acq_TE = 0.695206016[8]
*_angle = 30[deg)
X At = 9.5[dB]
X Pulse = 3[us]
1zz_atn_pee = 20.656[dB]
Izz_Atn_Dec_Calc = 20.656[dB]
Irr_Atn Dec Default Cale = 20.556[dB]
Irr Atn Hoe = 20.556[dB]

Izr_Dec_Bandwidth Hz
1y Doc_Bandwidth_Ppm

7.23684211 [Kiz]
1205794078 [ppm;
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-9

191.851
169.714

X : parts per Million : Carbon13

0= 00 00 [~ O Ol = = 00
B e o e Fe oo — ® o T
—SmesS —T= ==
Qo — 00~ =~ =0
=+ F e el el — = ==

72.459

21.949
21.211

o )
i bl s - PROCESS! PARAMETERS ----
- s sexp( 0.2(Hz], 0.0(s) )
trapezoid( 0[%], 0[%], 80[%], 100[%] )
) CHO zerofill( 1)
=3 ££t( 1, TRUE, TRUE )
- machinephase
Ppm
<=
=27 AN
Me -
= o
| o
=
Vg OAC Filename = DYL-00-36-H_Proton-1-
Author = delta
<3 Experiment proton. jxp
o« Sample_Id DYL-00-36-H
Solvent -
Actual_start_Time 15-JUL-2019 10:02:26
= Revision Time = 14-AUG-2019 20:05:17
~
Comment = single_pulse
o Data_Format = 1D coMFLEX
. S (2= e Din size = 13107
3 - < S Dim_Title Broton
- = - Dim_Units = [ppm]
Dimensions =-x
=2 =
o FPield Strength 5.385766[T] (400 [MHz]
X_Acq_Duration 1.31072[s]
- X_Domain = Proton
< X _Froq 3959.78219838 [MHz]
X _Offset S(ppm]
X_Points 16384
- X_Prescans 1
= X_Resolution 0.76293945 [Hz]
- X_Sweep = 12.5[kHz]
X_sweep_Clipped = 10[kHz]
Ir_pomain = Proten
<3 Irr_Freq = 399.76219838 [Muz]
Al Irr_offset = S[ppm]
Txi_Domain = Proton
'Te = 395.78219838 [MHz]
R reioegset Z Sippm)
g Blanking = 2(us]
g clipped = FALSE
E II i scans -s
g = T P Total_Scans =8
T T T T T T T T T T Relaxation_Delay = 5[=]
11.0 10.0 9.0 8.0 7.0 6.0 50 4.0 3.0 20 0 Recvr_Gain = 56
Temp_Get = 25.4[dc]
X_90 Widtn = 10.25[us)
X_Acq_Time = 1.31072(5)
- Cangle = 45[deq]
= X_Atn = &[dB]
2] X_Fulse 5.125 [us]
=) IEr Mode = off
N Tri Mode = off
X : parts per Million : Proton Dants_Loop = 500
3 JEOL : 5
=
&
-~ PROCESS: PARAME! ———
- sexp( 2.0(Hz], 0.0(s)
= trapezoid( 0[%], 0[%], 80[%], 100[%] )
= zerofill( 1)
CHO £££( 1, TRUE, TRUE )
machinephase
Ppm
=)
peciin
- M X
e
v o A = DYL-00-36-c13_carb
23 g c T
= carbon. xp
DYL-00-36-c13
CHLOROFORM-D
15-JUL-2019 18:2
B-AUG-20198 17:32:
=]
= = single pulse decou
F = 1D comprEx
= 26214
Carbonl13
= Ippm)
=-x
g, Spectrometer = JNM-ECZA00R/81
&
FPield Strength 5.389766[T] (400[H
X_Acq_Duration 1.03809024[s]
X_Domain = Carbonl3
X _Froq 100.52530333 [MHz]
< X_Offset 100[ppa]
= X_Points 32768
™ X_Prescans 4
X_Resolution 0.96330739[Hz]
X_Sweep 31.56565657 [kHz]
X_sweep_Clipped 25.25252525 [KHz]
Ir_pomain Proten
= Irr_Freq = 399.78219838 [MHz]
S Irr_offset = 5[ppm)
— Blanking = 2[us]
E Clipped = FALSE
k=] = = 100
g Total_scans = 100
3 Relaxation Delay 2[s]
S Recvr_Gain 50
= Temp_Get. 25.34c]
T T T T T T T T T T T T T T T T T T T T T X_80_Widen 5.323[us]
200.0 190.0 180.0 170.00 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 400 300 200 100 0 |x Acq Time 1.03805024 (5]
*_Angle 30[deg]
| X atn
| N\ AN A Ehie

Irr_Atn Dee
Irr_Atn Dee_Cale
Irr_Atn_Dec_Default_Calc
Irr Atn Woe

Irr Dec Banawidtn Hz

Irr_Dec_Bandwidth_ppm

9.1[aB]
3.10766667 [us]
27[dB]

27[dB]

27[dB]

27[aB)

4.7826087 [knz]
11.96303566 [ppm]

S10



o
= Z =--- PROCESSING PARAMETERS ----
- CHO o sexp( 0.2(Hz], 0.0(s) )
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zerofill( 1)
£££( 1, TRUE, TRUE )
machinephase
\ rpm
o] Vh  OAc
-
Filename dyl-00-37-H_Proton-1-
Author = delta
Experiment proton. jxp
Samplo_Td dyl-00-37-H
Solvent = CHLOROFORM-D
Actual_start_Time 15-JUL-2019 10:17:39
Revision Time = B-AUG-2019 16:28:23
S =S -
- E P Comment = single_pulse
[ = i coufLex
- 3 = 13107
& =] Proton
= [ppm]
‘ =-x
| 14.09636928[T] (600[M
0.87031808[s]
J roton
600.1723046 [MHz]
5(ppm]
16384
1
<=4 = 1.1450052 [Hz]
- = 18.8253012 [kHz]
15.06024096 [kHz]
1 Proten
Irr_Freq = 600.1723046 [Maz]
Irr_offset = Sppm]
Tri_Domain = Proton
Tri_Freq = 600.1723046[MHz)
o Tri OfEset = s(ppm]
3 Blanking = 2(us]
_g clipped = FALSE
Scans =8
z- L A A Tt soans =
T T T T T T T T Relaxation Delay = 5[s]
11.0 10.0 9.0 8.0 7.0 6.0 50 4.0 3.0 2.0 1.0 0 Recvr_Gain = 56
Tamp_Get = 25.4[dc]
X_90 Widtn = 13.9[us]
AN A | Tacdrin it
-~ W= =SS0 — = o ke ie = 45[deg]
e i B e i B e T gl Sl Bl =~ e A ©i X_Atn = 5.5[dB]
o mEunmNSEIoNoogoooooaan v} X_Pulse 6.55[us]
=] e e N e L AR - R R AT R RY-R - RV RV RV o IEr Mode = off
. Tri Mode = off
X : parts per Million : Proton pante_Loop = 500
-«
s JEOL
a
<
PARAME
- sexp( 2.0[Hz], 0.0[s] )
- trapezoid( O[%], O[%], 80[%], 100[%] )
=1 zerofill( 1)
££t( 1, TRUE, TRUE )
- CHO echinepmase
o PP
= \
. Cl
| Filename = DYL-00-37-C13_Carb
< Vh OAc Author = aerta -
Experiment = carbon.jxp
21 sample_Id = DYL-00-37-€13
=i Solvent = CHLOROFORM-D.
_start_Time = 15-JUL-2019 1 3
. Revision Time = 16-SEP-2019 19:21:
S
= Conment. = single pulse decou
Data_Format = 1D CoMPLEX
- Dim Bize = 26214
=B Dim_Title = Carbenl3
= Dim Units = [ppm)
Dimensions =x
a Spactromater = JMM-BCEAOOR/51
= Field Strength = 9.389766[T] (400[M
X_Acq_Duration = 1.03808024 (5]
=- X I n = Carbonl3
=5 X_Freg 00.52530333 [Miiz)
< X_Offset 00 [ppa]
X_Points = 32768
a X_Proscans
i X_Resolution = 0.96330739(Hz]
sweep = 31.56565657 (kHz]
X_sweop_Clipped 5. 25252525 [kiiz]
a9 Irr_Domain roton
P Irr_Freq = 399.78219838 [MHz]
Irr_offsot = S[ppa]
anking = 2[us)
=] Clipped -
o Scans
E Total_scans
E Relaxation_Delay = 21s1
2 Recvr_Gain = 50
] Temp_Bet = 25.3[dC)
T T T T T T T T T T T T T T T T T T T T7| x_so_widtn = 9.323[us]
200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 700 60.0 50.0 400 300 200 100 0 |xAcqg Time = 1.03809024(s)
X_Angle = 30[dag]
| C_Atn = 9.1[dB]
! e | *_Pulse = 3.10766667[us]
- = T IFr_Atn Dee = 27[aB)
g = ey o] RUE& -3 Irr Atn Dec calc = 27[a8]
:‘: ;? : : : :‘ 2 : ?‘_ :f : :‘_ z L e Irr_Atn_Dec_Default Calc = 27[dB]
- - = Irr_Atn Moe = 27[dB]
- = LIsondac sEee o Irr_Dec Bandwidth Bz = 4.7826087[kHz]
X : parts per Million : Carbon13 Irr_Dec_Bandwidth Ppm = 11.96303566 [ppm]
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bl
) D
=
=
& CHO ]
e ==== PROCESSING PARAMETERS —----
sexp( 0.2[Hg], 0.0[s] )
trapezoid( 0[%], O[%], BO[%], 100[%] )
zerofill( 1 )
gﬁ ££t( 1, TRUE, TRUE )
machinephase
F3C \ Ppm
s OAc
£ =
o
Filename = DYL-00-35_Proton-1-5.
<3 Authox = dolta
v Experiment = proton.jxp
sasple_Id = DYL-00-35
Solvent = CHIOROFORM-D
Actual_Start_Time = 15-JUL-2019 18:13:42
o Revision_Time = 14-aUG-2019 20:03:49
Y, Comment = single_pulse
i @, g & Data_Format = 1D COMPLEX
8 i (o = 13107
- o= = - = Proton
= ‘ = [ppm]
24 ‘ =L,
- /81
! , | Field Stzength = 9.389766[T] (400 [MEz]
| X_Acq_Duration = 1.31072[s]
< | X_Domain = Proton
o ‘ | X_Froq = 399.78219838 [Ez]
J X offsat =50
J 1 X_Points = 16384
X_Prescans =1
X_Resolution = 0.76293945 [Hz]
< X ¢ = 12.5[kEz]
N X_Sweep_Clipped = 10[kHz]
Izrz_Domain = proton
Irr_Freq = 399.78219838 [Ez]
Irr_Offset = S(ppm]
< i_Domain = Proton
g | Tri_Freq = 399,78219838 [MEz]
2 Tri_Offset = 5[ppm]
2 Blanking = 2[us)
g Clipped = FALSE
= h F A j Scans =6
§ Wt L Total_Scans =6
T T T T T T T T Relazation Delay = 5[s]
10.0 9.0 8.0 70 6.0 5.0 4.0 3.0 2.0 1.0 Recvr_Gain =56
Temp_ = 25[dc)
| | . X_90_Width = 10.25[us]
§ I D\ \ R NS X_Acq_Time = 1.31072(s]
o OO NSVNAOVNE T — = O~ - X Aagle = 450deg]
a) AoV AVCANAX T —=O N [} X_Ata = 6[dB)
@ o aeeoeeeeeenAan = X_Pulse = 5.125[us]
S NEEENES NS OO 80888 wnnn o Irr Mode = off
i Moda = off
X : parts per Million : Proton Dante_Loop = 500
---- PROCESSING FARAMETERS ----
- CHO P v T
a trapezoid( 0[%], O[%], 80[%], 100[3%] )
= zerofill( 1)
£££( 1, TRUE, TRUE )
machinephase
\ rpm
F3C
Vi OAc
Filename = DYL-00-35-c13-600_
= delta
Experiment arbon. jxp
= Sample_Id DYL-00-35-c13-600
=R Solvent = CHLOROFORM-D
Actual_start_Time = 16-JUL-2019 07:40:
Revision Time = 2-AUG-2019 11:09:
= single pulse decou
= 1D comprEx
= 26214
= carbonl3
= [ppm]
=-x
= JNM-ECZE00R/53
4.09636928[T] (60
0.69206016[s]
= = Carben13
Q'— 50.91343039 [MHz]
X 44456109 [Hz]
X_Sweep = 47.34848485 [kHz]
X_Sweep_Clipped 7. 87878788 [kHz]
Ir_pomain roten
Irr_Freq 600.1723046 [Maz]
Irr_offset 5ppm]
. Blanking 2[us]
E Clipped
k=] seans
g I | Total_scans
E A Relaxation_Delay = 2[s]
_E = Recvr_Gain = 50
= Temp_Get. = 27.1[d5]
T T T T T T T T T T T T T T T T T T T X_90_wWidth = S[us]
200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 20.0 80.0 70.0 60.0 50.0 40.0 30.0 200 100 0 X_Acq_Time = 0.69206016[s]
*_Angle = 30[deg]
L X aen - 5.5[aB)
‘;::_ﬁ‘_\ = x_rulse = 3[us]
i - ! Irr_Rtn Dee = 20.656[dB]
IS 2 FxECERRECANGSESEEES S Lrr_Atn Dec_C: = 20.6561an]
o n ot Bl T I B e B B R e B A Bk B B B} S Trr_Atn_Dec_Default_Calc = 20.656[dB]
g 2 TR RARI RS H8ERERER a zz Atn ] < 20.656[am]
= . =oogooooooccoznac Irr pec Bandwidtn Hz = 7.23684211 [kHz]
X : parts per Million : Carbon13 Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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] & ‘
| O CHO o sexp( 0.2[Ez], 0.0[a] )

trapezoid( O[%], O[%], 80[¢], 100(%] )
zerofill( 1)

] Vji OAc 3

1

2.06

Filename = DYL-00-47-CHO-H_Proto
delta

proton. jxp
3 DYL-21-47-CEO-H
Solvent = CHLOROFORM-D
8-SEP-2019 09:31:34
16-8SEP-2019 1. 3

Comment.
Data_rormat
Size

single_pulse
1D COMPLEX

13107

k| e im_Title Proton
E| - ) im Units [ppm]
- gi8 lo Dimensions x
= = [ Spectrometer = JNM-ECZE00R/S3
=) =3

14.09636928[T] (600[M
0.87031808[s]

E S Field Strength
1 X_Acq_Duration

1 Proton
X_Freq 600.1723046 [MHz]

1
1.1490052 [Hz]

1.0 2.0 3.0 40 5.0 60 7.0 80 9.0 10.011.0120111.014.015.016017.018019.020021.022.0
B
o
H
i
#

q X_gweep = 18.8253012 [kHz]
I I X_Sweep_Clipped = 15.06024096 [kHz]
3 Irr_Domain = Proton
Irz_Freq = 600.1723046 [MAz]
E| Irz_Offset = 5[ppa]
Tri_Domain = Proton
“rreq = 600.1723046 [Mz]
3 Tri_Offset = 5[ppm]
Blanking = 2[us]
_§ Clipped = FALSE
g 3 I i | scans =38
3 o Total_Scans =8
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Recvr_Gain = 56
Temp_Got = 24.5[4¢]
X_90_Width 9[us]
X Acq_Time 0.87031808(s]
X_Angle - 1
& S X Ata = 5.9[dB]
- - X_pulse = 6.95[us]
= o Irz_Mode
Taery Tri_Mode
X : parts per Million : Proton Dante_Loop
=
=3
. JEOL
<
~
= 55 FARAME! -
< sexp( 2.0[Hz], 0.0(s]
o CHO trapezoid( O[%], O[%], 80[%], 100[%] )
7 zerofill( 1)
£££( 1, TRUE, TRUE )
ny machinephase
Q‘ rpm
-
P 0] AN
)
= N
a Vi  OAc
- Filename DYL-00-47-CHO-C13_
S = delta
— Experiment carben. jxp
- Sample_Id DYL-00-47-CHO-C13
= Solvent CHLOROFORM-D
_ Actual_start_Time 8-8EP-2019 09:4:
== Revision Time = 16-SEP-2018 12:17:
3 Comment single pulse decou
gl Data_Format 1D COMPLEX
= Din size = 26214
2] Dim_Title Carbonl3
= Dim Units = [ppm]
= Dimensions =-x
=7 Spectrometer = JNM-ECZ600R/83
=
- FPield Strength 14.09636928[T] (60
S X_Acq_Duration 0.69206016[s]
= X_Domain = Carbonl3
i X _Froq 150.91343038 [MHz]
<4 X offset 100[ppa]
S X_Points = 32768
= X_Prescans ‘4
S5 ¥ Resolution 1.44456108[8z2]
= X_Sweep 47.34848485 [kHz]
o X_sweep_Clipped 37.87878788 [kHz]
<=4 Irr Domain Proton
@ Irr_Freq = 600.1723046 [MHz]
o Irr_offset = 5[ppm)
= | Blanking = 2[us]
Clipped = TRUE
v =4 seans = 50
23S Total_scans =50
E|
=2 Relaxation_Delay = 2[s]
El Recvr_Gain = 50
] Temp_Bet = 25.4[dC)
T T T T T T T T T T T T T T T T T T X_90_Widen = S[us]
190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 500 400 300 200 100 0 X_Acq_Time = 0.69206016[s]
*_Angle = 30[deg]
| T X aen - 5.5[aB)
\ i | *_Pulse = 3[us]
- — Irr_htn Dec = 20.656[dB]
= 5 22 32 2 ¢ =he ot g TRt he cate pedpityat
2 : : : ; S : : ; : : : t: 3 o« - Irr_Atn_Dec_Default_Calc = 20.656[dB]
= ] Irr Atn Noe = 20.656[aB]
] .2 °eX DZed o 222 meee N Irr Dec Bandwidth Bz = 7.23684211(kHz)
X : parts per Million - Carbon13 Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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w D
« - PROCESSING TERS ----
\ sexp( 0.2[Hz], 0.0(s) )
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
- ~ machinephase
N rpm
vk OAc
Filename = DYL-bidingCHO-H_Proto
Author = delta
Experiment proton. jxp
Samplo_Id DYL-bidingCHO-H
Fun - Solvent - -
=] 8 =~ g = (o Actual_start_Time 14-8SEP-2019 07:52:24
— - = = = | = Revision Time = 16-SEP-2019 15:27:35
Comment = single_pulse
Data_Format = 1D coMFLEX
Din size = 13107
Dim_Title Proton
Dim Units = [ppm]
J Dimensions =-x
FPield Strength 5.389766[T] (400 [MHz]
X_Acq_Duration 2.18628086(s]
X_Domain = Proton
X _Froq 399.78219838 [MHz]
=4 X_OEfsat 5 [ppm]
- X_Points 16384
X_Prescans 1
X_Resolution 0.45739775 [Hz]
X_Sweep = 7.4940048 [kHz]
X_sweep_Clipped = 5.99520384 [kHz]
Ir_pomain = Proten
Irr_Freq = 39976219830 [Muz]
Irr_offset = Sppm]
Tri_Domain = Proton
'Te = 395.78219838 [MHz]
o Tri OfEset = s(ppm]
2 Blanking = 2(us]
g clipped = FALSE
] Scans =8
g ot it Total_Scans =8
T T T T T T T T T Relaxation_Delay = 5[=]
10.0 9.0 6.0 50 4.0 3.0 20 1.0 0 Recvr_Gain = 56
Temp_Get = 23.7[de]
X_90 Widtn = 10.25[us)
) E——————————— - . - X2cg Time - z;:::;.us(sl
o o 0ROl —O WO o8 o o — -~
frg - WOoOLMO - SN o DL T — X_Atn = 6[dB]
- P Do =t e S S S Y 00 00 00 30 00 00 04 0 —f e vt ot ) ST M) 00 0 ) X_Pulse 5.125[us]
S 05 05 06 o6 06 06 06 06 [ I I~ I 1~ 5 W6 '8 \0 0 10 8 6 6 \8 6 8 8w i i w ol IEr Mods = off
. Tri Mode = off
X : parts per Million : Proton Dants_Loop = 500

0.0

(thousandths)
0

e e ]

dEDLo

trapezoid( 0[%], 0[%)
zerofill( 1 )
£ft( 1, TRUE, TRUE )

88! PARAME
sexp( 2.0(Hz], 0.0(s)

. BO[R], 100[%] )

T T T T T
200.0190.0 180.0 170.0 160.0

90.634
170.002 —

2159200

X : parts per Million : Carbon’

153.443 —
138.609 —
134.479
129323 —
123.449 —
118811 —

T T T T T T T T T T T
20.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 400 300 200 100 0

AN

77.481
77.164
76.848
74.443
21.048

machinephase

Ppm

Filaname = DYL-biding-CHO-c13
= delta

Experiment carbon. Jxp

samplo_Td DYL-biding-CHO-c13

Solvent -

Actual_start_Time
Revision_Time

Comment

Spectrometer

FPield Strength
X_Acq_Duration
X_Demain

X_Frog
X_Offset
X_Points
X_Prescans
X_Resolution

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_angle

X Atn

X_rulse

Trr_Rtn Dec
Trr_Atn Dec_Cale

Irr_Atn_Dec_Default Calc

Irr Atn Hoe
Irr_Dec Bandwidth Hz

Irr_Dec_Bandwidth_ppm

CHLOROFORM-
14-8EP-2019 07:5
16-SEP-2019 15:24:

single pulse decau
1D comPLEX

26214

Carbon13

ppa]

x
THM-ECZA00R/51

5.383766[T] (400[M
1.03809024[5]

= Carben13
100.52520333 [MHz]

4

0.96330739[Hz]
31.56565657 (kHz]
25.25252525 [kHz]

Proton
399.76219836 [MAz)
S[ppm]

2[us]
TRUE
30

30

2[s]
50

24.1[4dc])
5.323[us]
1.03808024(s)
30[deg)
9.1[aB]
3.10766667 [us]
27[dB]

27[dB]

27[dB]

27[aB)
4.7826087 [knz]
11.96303566 [ppm]
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3] JEOL
©
s ---- PROCESSING PARAMETERS ----
d sexp( 0.2(Hz], 0.0(s) )
NO o trapezoid( 0[%], 0[%], 80[%], 100[%] )
\ 2 zerofill( 1 )
< £ft( 1, TRUE, TRUE )
i machinephase
Ppm
o] 1a OAc
-+ Filename dyl-0-19_Proton-1-4.j
Author = delta
o0 Experiment proton. jxp
o Samplo_Td dyl-0-19
- Solvent -
Actual_start_Time 26-JAN-2019 15:20:13
Revision Time = 31-JUL-2019 08:35:45
<] Comment = single_pulse
- = 1D coMFLEX
= 13107
Proton
-~ = [ppm]
- - =-x
g I B & -
- 3 - < 5.389766[T] (400 [Miz]
< =1 2.18628096[s]
o™ roton
3959.78219838 [MHz]
} 5(ppm]
16384
1
0.45739775 [Hz]
7.4540048 [kHz]
5.99520384 [kHz)
<] | 1 Proten
- | | Irr_Freq = 39976219830 [Muz]
Irr_offset = Sppm]
Txi_Domain = Proton
Tri_Freq = 395.78219838 [MHz]
o Tri OfEset = s(ppm]
3 Blanking = 2(us]
g clipped = FALSE
£ l . M Seams zs
g Total_Scans =8
T T T T T T T T T T7 7| Relaxation_Delay = 5[=]
9.0 8.0 7.0 6.0 50 4.0 3.0 20 1.0 0 Recvr_Gain = 56
Temp_Get = 24.2[dC)
X_90 Widtn = 10.25[us)
/\ A%{_‘:ﬁ%__‘* X_Acq_Time = 2.18628096[3]
© o WS- = Il 0 — W = 00 0V N == — 8O0 -~ ie = 45[deg]
o T NS W T~ X - NI CN N T TITN —SDR O ~S X_Atn = 6[dB]
T T R R R - i - B e e B L B B e X_Pulse 5.125[us]
o6 o5 [ e e e e Sl - RY- R RV RV RV R v v R I R RU RV SV R g R IEr Mods = off
. Tri Mode = off
X : parts per Million : Proton Dante_Loop = 500
< JEOL : ;
=g
@
---- FROCESSING PARAMETERS ----
sexp( 2.0(Hz], 0.0(s) )
\ NO trapezoid( O0[%], O[%], 80[%], 100[%] )
2 zerofill( 1 )
£££( 1, TRUE, TRUE )
machinephase
= Ppm
=4
= \ IR RIM: DYL-00-53-c13_Carbon-1-1.3df
1a OAc
Filename = DYL-00-53-c13_Carb
= delta
o Experiment = carbon.jxp
o Samplo_Id = DYL-00-53-c13
) Solvent = CHLOROFORM-D
Actual_start_Time = 29-AUG-2019 16:17:
Revision Time = 21-SEP-2019 10:26:
= single pulse decou
= 1D comprEx
= 26214
= carbonl3
o = Ippm)
=a =-x
(] = JNM-ECZAO00R/S1
= 9.389766[T] (400[M
.03809024[5]
= Carbenl3
00.52530333 [MHz]
00 [ppa]
32768
=3 0.96330739[Hz]
2 31.56565657 [kHz]
5.25252525 [kHz]
Proten
= 399.76219838 [Maz]
= 5[ppm]
—_ = 2[us]
E Clipped = TRUE
k=] seans = 50
g L Total_scans =50
m " e ks " i “ P
H u v TVRIY e W e ' Relaxation_Delay = 2[s]
S Recvr_Gain =50
= Temp_Get. = 23.7[dc]
T T T T T T T T T T T T T T T T T T X_90_Widen = 5.323[us]
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 700 60.0 500 400 300 200 100 0 X_Acq_Time = 1.03805024[s]
*_Angle = 30[deg]
X atn = s.1[aB]
// ‘\\'&\ /}K\ X_Pulse = 3.10766667 [us]
Irr_htn Dec = 27[4B)
s S3ET-EZEC SR23 & Irr_Atn Dec_Cale = 27(aB]
; g “ 3 ooy oy by 00y : t‘: ‘z 3 - Irr_Atn_Dec_Default Cale = 27[dB]
99 40 i — 0% o5 = o6 = Irr Atn Mee = 27[aB)
i A mEes o Irr pec Bandwidtn Hz = 4.7826087 [kHz]

Irr_pec_Bandwidth_ppm

11.96303566 [ppm]
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= D
<
==-- PROCESSING PARAMETERS ----
Meo \ NOZ [ﬁ re sexp( 0.2[Hz], 0.0(s] )
e i% trapezoid( O[%], O[%], 80[%], 100[%] )
al zerofill( 1)
££t( 1, TRUE, TRUE )
machinephase
AN PPm
o 1b OAc
o
Filename = DYL-m-OMe_Proton-1-4.
(< Author = delta
= ] Experiment proton. jxp
(e Semple_1d = DYL-m-OMe
Solvent CHLOROFORM-D
Actual _Start_Time 27-APR-2019 13:01
Revision Time 30-JUL-2019 1
Comment. = single_pulse
Data_Format = 1D COMPLEX
2 Dim_Size = 13107
Dim Title = Proton
Dim Units Ippm]
Dimensions =x
Field Strength 9.389766[T] (400 [»Ez]
X_Acq_Duzation = 2.18628096(s]
s fop (2 e X_Domain = Proton
= | & (2 : X_Freq = 399.78219838 [mz]
"" = X_Offset = 5[ppm]
X_Points = 16384
= | | X_Prescans =4
ey | | ‘ ( X_Resolution = 0.45739775[gz]
X_Sweep = 7.4940048[kBz]
| |} X_Swaep_Clippad = 5.99520384 [kBz]
| ‘ Irr_Domain Proton
Izz_Freq 399.78219838 [MEz]
Irr_Offset = 5[ppm]
Tri_Domain = Proton
Tri_Freq = 399.78219838 [bmz]
o J ) | Tri_Offset 5[ppm]
8 ] ) /! i / Bladking 2[us]
a Clipped = FALSE
=1 J} { J' Scans 8
2o L ) S| A | S Total_Scans 8
L L B o o B L o e e B TR i e ey e T T Rolaxation Delay = 5Ll
9.0 8.0 70 6.0 5.0 4.0 3.0 2.0 1.0 Recvz_Gain = 46
= 24.5[4c]
N J \ = 10.25[us]
I\ - / ’/// 7% \\\\\_\ - 2.18628096[s]
TS XU TANTNRALY =m0 « - 5deg]
Y 0L —QS 0N~ LWV T o = [as]
ITI TOAMSaTIMITSSaaraqq = & S 5.125[us]
0 e 0L 000 e N nn L o Off

X : parts per Million : Proton

(thousandths)

= MeO N N02

1b OAc

. HM.

PARAME!
sexp( 2.0[Hz], 0.0[s

trapezoid( (%], O[%
zerofill( 1 )
££E( 1, TRUE, TRUE )
machii ase

1
1, 80[%], 100[%] )

T T T T T T T T
80.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0

/N \};\ AN

) e
0 -
]
wy
]

>_
v

76.839
73.762
55.594 —

=
%
@
<

59.672
136.635
130.013
112.793

77471

77155

=
oty
— S Sl
o —

"
2
=
o5
&
3

X : parts pér Million : Carbon1

21.134

T T T T T T T T
80.0 700 600 500 400 300 200 100

0

Ppm
Filename = DYL-m-oMe_carbon_c
Author delta

Experiment = carbon.jxp
Sample_Td = DYL-m-OMe

Solvent =

Actual_start Time
Revision_Time

Comment

Field strength
X_Acq_Duration
n

X Freq
X_Offsot

X Points
X_Prescans
X_Resolution
X_sweep

X_Sweop_Clipped
1zr_Domain
Irr_Freq
Irr_offsot
Blanking
clipped
Incemplete_Copy
Scans
Total_scans

Relaxation_pelay
Recvr_Gain

Irr Atn Woe
Irr_Dec_pandwidth_Hz

CHLOROFORM
27-APR-2019 13:02:
30-JUL-2019 17:0

single pulse decou
1D comerEX

26214

carboni3

[ppm]

x
THM-ECZ400R/51

5.388766[T] (400[M
ols]

= Carben13
= 100.52530333 [MHz]

100 [ppm]
= 32768

4

0.96330739[Hz]
= 31.56565657 [kHz]
25.25252525 [kHz]

roton
399.78219838 [Muz)
S1ppm)

= 2[us]
= TRUE
TRUE
24
24

2(s]
50

24.714C]
$.323 [us]
1.03805024(s)
30[deg]
9.1[dB)
3.10766667 [us]
27[48]

27[dB]

27[az]

27[aB)
4.7826087 [kHz]
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5.0

4.0

3.0

2.0

1.0

dEDLO

abundance

-~ PROCESSING PARAMETERS ----
Me \ NO Sle sexp( 0.2(Hz], 0.0(s] )
2 > [ & trapezoid( O[%], O[%], BO[%], 100[%] )
o' zerofill( 1)
££t( 1, TRUE, TRUE )
machinephase
PP
1c¢ OAc
Filename DYL-0-81_Proton-1-4.j
Authoz = delta
Experiment = proten.jxp
Sample_Id = DrL-0-81
Solvent = CHLOROFORM-D
27-APR-2019 12:5
12-JUN-2019 1
Commant = single_pulse
Data_Format = 1D COMPLEX
Dim Size = 13107
Dim_Title = Proton
Dim Units 3 gl
Dimensions =x
] g
B [g ~ o \& Field Strength = 9.389766[T] (400 [»Ez]
1 b= N S 3 X_Acq_Duration = 2.18628096[s]
&S Eooia iy
’ X_Freq 399.78219838 [MHz]
x_Offget = S[ppm]
| X Pointa = 16384
{ X_Prascans 1
‘ J | X_Resolution 0.45739775[Hz]
X_swaep 7.4940048 [xBx]
| X_sweep_Clipped = 5.99520384 [xEz]
| Irzr_Domain = Proten
| Irr_Freq = 399.78219838 [uuz]
| ' | | Irr_offset 5[ppm]
L) ) # - Tzi_Domain = Proton
Tri_) 399.78219838 [MAz]
1 Tri Offset 5[ppm]
Blanking 2[us]
’ lll Clipped FALSE
Scans 8
L | d J || mota1_scans 8
A B L W : T T T T Relazation Delay - 5ts)
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 | Recvz_Gain 46
Temp_Get 24.6[dc]
| " J\ X_90_width = 10.25[us]
\ = AR | = 2.18628096[s]
O N NN RO VN O TOR T — R TAC MM =M =0T OO 45(dag)
o~ wvmaAa-TOANAN— — NSOV —— OO O 6[dB]
b e A T P T o K B e e s i L B R T o RN Hs o B B B B s o R e 7 ) 5.125[us]
L T N A e B e A R B R R Y e e Y R Y Y R R S N of£
s off
X : parts per Million : Proton 500

SSING PARAME: ——--
sexp( 2.0(Hz], 0.0(s)

trapezoid( 0[%], O[%], 80[%], 100[3%] )
zerofill( 1)

S £ft( 1, TRUE, TRUE )

20.0

Me N NO > machinephase

Ppm

2] Filaname DYL-0-81_Carbon-1-
Author = delta
1 C OAC Expariment carbon. jxp
sample_Td DYL-0-81
Solvent CHLOROFORM-D
Actual_start_Time 27-APR-2019 12:52:
Revision_Time = 12-JUN-2019 15:34:
Comment. single pulse decou
Data_Format 1D comprEx
Din_size = 26214
Din_Title Carbonl3
Dim Units = [ppm]
Dimensions =-x
Spectromater = JHM-ECZ400R/S51

Fiald Strangth 5.383766[T] (400[M
X_Acq_Duration 1.03809024[5]
X_Demain = Carben13

(thousandths)

Irr_Rtn Dee

X_Froq 100.52520333 [MHz]
X offset 100[ppa]
3 X Points = 32768
= X_Prescans 4
X_Resolution 0.96330738 (2]
X_Sweep 31.56565657 [kHz]
X_Sweep_Clipped 25.25252525 [KHz]
Irr Domain Protan
1rr_Freq = 399.76219636 (MHz)
Irr_offset = 5[ppm)
Blanking = 2[us]
Clipped = TRUE
Scans =37
" " " i ol " " " fotal_scans =37
' i w S
Relaxation Delay 21s]
Recvr_Gain 50
Temp_Bet 24.7(4c]
T T T T T T T T T T T T T T T T x_s0_width 5.323us]
170.0 160.0 150.0 140.0 130.0 120.0 110.0 1000 9.0 80.0 700 600 500 400 300 200 100 0 | x_Acq_Time 1.03805024(s)
*_Angle 30 [deg]
X Atn 9.1[aB]
//!‘\\\%&:L\ Z&\ A X_pulse 3.10766667 [us]
=~ 27[48]

o
=
]
o

he Al = s I w oo oo - o
mEA RN s =R ne= o - Irr_Atn Dec_Cale 27[48]
= z ; i g nma : t: “g ] =< Irr_Atn_Dec_Default _Calec = 27[dB)]
o of viel gt 9o o6 « == Irr Atn Noe 27[az]
2 . peachuRhuiachs B R e A o Irr pec Bandwidtn Hz 4.7826087 [knz]
X : parts per Million : Cathonl3 Irr_pec_Bandwidth_ppm 11.96303566 [ppm]
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=]
r‘ D
= - PROCESSING m'mns
> sexp( 0.2[Hz], 0.0
e C| \ NO trapezoid( 0(%], om. 80[4], 100[%) )
2 zerofill( 1 )
££E( 1, TRUE, TRUE )
machinephase
FPm
=
a7l X
Filename = DYL-m-cl-yuanliao_Pro
o 2 = dorta
E g s DI
< el Sample_Td = DYL-m-Cl-yuanliao
-~ Solvent = CHLOROFORM-I
Actual_start_Time = 21-JUN-2019 08:17:12
Revision_Time = 16-5EP-2019 19:31:18
Comment = single_pulse
Data_Format = 1D couFLEX
~ Dim Size = 13107
<] g 2 ’” 2 [ pim_ritle Proton
Al = —_ = 3 Dim Units = [ppm]
[ j | Dinensions =x
J J | B
Field strength 14.09636928[T] (600(m
¥ pcg puration 0.87031808 5]
Proto:
<] X_Freq 600.1723046 [MHz]
«~ X_Offsot 5[ppm]
X Points 16384
X_Prescans 1
¥ pasolation 1.1490052 [Hz]
X_Sweep = 18.8253012 [kHz]
X_Swoop_ Cl.l.PPId 15.06024086 [kHz]
Proton
<] 600.1723046 [MAZ]
— 5[ppm]
“Domain = Proton
W = 600.1723046 [Maz)
2 < 5[ppm]
2 Blanking 2[us]
g i Z racee
e 16
_§ o Total_scans =16
T T T T T T T T T T Relaxation_Delay = 5[=]
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Recvr_Gain = 56
Temp_Bet = 24.6[dC]
A AN A At
7 X_Acq_Time = 0.87031808(s]
/ = -i—_-;‘_“ X_Angle = 45[deq]
e = P RN B E N DO —— =TS —O® v !
=T =T XD OV — O — 0 = X_Atn = 5.5[dB]
TAT LTI T LTOAAMAARARRRD N OO — - X_Pulse 6.55[us]
o6 06 I M e 1 A8 8 A v A v v ci IEr Mode = off
. Tri Mode ors
X : parts per Million : Proton Dpante_Loop 500
=
=2
= JEOL
-
S
o - PROCESSING mms -
= CI \ N02 sexp( 2.0[Hz], 0.
S urlpexcxul nm. om. aom, 100(4) )
" zerofill( 1
=] Teec 1, Toom, maom )
= machinephase
- Fpm
=E X
)
s 1d OAc
o~
s Filename
_ Author
- Experiment
= Sample_Td
- selvent CHLOROFORM-D
= _start_Time = 17-JUN-2019 07:44:
Revision_Time = 30-JUL-2019 16:33:
o
<24 Comment = single pulse decou
< Data_Format = 1D COMPLEX
® Din Size = 26214
= Dim_Title = carbon13
< Dim_Units = [ppm]
g Dimensions =X
g = Spectzromater = THM-ECZ600R/S3
] Field strength = 14.09636926(T] (60
=3 ¥ Acq puration = 0.69206016(5]
= Carbonl3
8 X1 (_Freq 150.91343035 [MHz]
0'7 X_Offset 100 [ppm]
X Points = 32768
3 X_Prescans 4
S ¥ panotaticn 1.44496109[Hz]
X_Sweep = 47.34848485 [kHz]
b X_sweep_Clipped = 37.87878788 [kHz]
= Irr_Domain eraton
Irr_Freq = 600.1723046 [Muz]
=K Irr_offsat 5[ppm]
< Blanking = 2[us)
- clipped = FALSE
23] scans 5
23 Total_Scans =45
g !
E Rolaxation pelay - 281
3 Recvr_Gain = 50
= Temp_set = 25.3[dc]
T T T T T T T T T T T T T T T T T X_90_width = S[us]
180.0 170.0 160.0 150.0 1400 130.0 120.0 110.0 1000 9200 80.0 700 600 500 400 300 200 100 0 | X Acq_Time = 0.69206016(s)
X_Angle = 30[deg]
BN S A\ i <
| — X_rPulse = 3{us)
- Z Irr_htn Dec = 20.656[aB]
= IS8Rz 888 8 2 nBZEERZEE Irr_Atn Dec_Cale = 20.656[dn]
ot ] ‘5‘—‘2"’.@3‘9.‘5”.9 S N—::g:;’,"‘ Irr_Atn_Dec_Default Calc = 20.656[dB]
- el S o088 en e v el -
= T Foammommmol ~ LR R B ] Tzr_Rtn Noe 20.656[AB]
= . gL s Rt R Irr Dec Banawidtn Hz = 7.23684211 [kHz]
X : parts per Million : CarbonT3 Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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FsC XxNO2 JEOL
v
e
- PROCESS; PARAMETERS ----
sexp( 0.2(Hz], 0.0(s) )
\ trapezoid( 0[%], O[%], 80[%], 100[3%] )
zerofill( 1)
£££( 1, TRUE, TRUE )
machinephase
1e OAc -
v
[ —
= ci
(o}
o Filename = dyl-m-CF3_Proton-1-5.
- Author = delta
Experiment proton. jxp
- Sample_Id dyl-m-CF3
g g g [g solvent
i - - - Actual_start_Time 27-APR-2019 13:36:00
Revision Time = 30-JUL-2019 08:01:53
| Comment = single_pulse
Data_Format = 1D coMFLEX
Din size = 13107
- ‘ pim_title Proton
l r Dim Units = [ppm]
o Dimensions -X
FPield Strength 5.389766[T] (400 [MHz]
X_Acq_Duration 2.18628086(s]
X_Demain roton
X _Froq 3959.78219838 [MHz]
X _Offset S(ppm]
X_Points 16384
X_Prescans 1
< X_Resolution 0.45739775 [Hz]
_ X_Sweep = 7.4540048 [kiz]
X_sweep_Clipped = 5.99520384 [kHz]
Ir_pomain = Proten
Irr_Freq = 39976219830 [Muz]
Irr_offset = Sppm]
Txi_Domain = Proton
'Te = 395.78219838 [MHz]
o Tri OfEset = s(ppm]
2 Blanking = 2[us]
g clipped = FALSE
] Scans =8
g = ~ Total_Scans =8
T T T T T T T T T T Relaxation_Delay = 5[=]
9.0 8.0 7.0 6.0 5.0 X} 3.0 20 1.0 0 Recvr_Gain = 56
Tamp_Get = 24.5[dc)
X_90 Widtn = 10.25[us)
—— X2cg Time - z::::;n:s(sl
WM =S SAMe N S oM S D S O~ <t o o— 3 ke
O en O ST O 00 ST T W ST Ol — S 00000 WV SF ST O W e — (] X_Atn = 6[dB]
TEmLDOwEsATsoOocaaaoaomeampmanio b X_Pulse 5.125[us]
L e e e A e - K- Rv- RV Y- RV R v g Rt e ST R R R i IEr Mods = off
. Tri Mode = off
X : parts per Milli Proton Dants_Loop = 500
<] FsC ~_NO, o
8 - PROCESS; PARAME! -
sexp( 2.0(Hz], 0.0(s)
trapezoid( 0[%], O[%], 80[%], 100[3%] )
zerofill( 1)
\ ££t( 1, TRUE, TRUE )
machinephase
< rpm
=a
" 1e OAc
= DYL-m-CF3-yuanliao
< = delta
2] carben. jxp
DYL-m-CF3-yuanliae
CHLOROFORM-D
28-APR-2018 13:1
30-JUL-2018 09:0
= single pulse decou
<o = 1D comprEx
=5 = 26214
« Carbonl13
= Ippm)
=-x
Spectromater = JHM-ECZE00R/53
FPield Strength 14.09636928[T1 (60
o X_Acq_Duration 0.69206016[5]
S X_Domain = Carbonl3
o~ X_Froq 150.91343038 [MHz]
X _Offset 100([ppa]
X_Points 32768
X_Prescans ‘4
X_Resolution 1.44456109[Hz]
X_Sweep 47.34848485 [kHz]
o X_sweep_Clipped 37.87878788 [KHz]
= IEr ) Proten
- Irr_Freq = 600.1723046 [MHz]
Irr_offset = 5[ppm)
—_ Blanking = 2[us]
E Clipped = FALSE
k=] seans = 100
g l { Total_scans = 100
EPS i e et Relaxation Delay = 2(a]
g Recvr_Gain = 50
= Temp_Get. = 29.1[dc]
T T T T T T T T T T T T T T T T T T X_80_Widen = S[us]
170.0 160.0 150.0 140.0 130.0 1200 1100 1000 900 800 70.0 600 500 400 300 200 100 0 | ¥ Acq_Time = 0.69206016(s)
*_Angle = 30[deg]
X atn = 9.5[aB]
‘ ‘ '\\ X_Pulse = 3[us]
— Irr_htn Dec = 20.656[dB]
2 2 228552 ] Irr_Atn Dec_Cale = 20.656[dn]
g o H g @ : g @ s g Irr_Atn_Dec_Default_Calc = 20.656[dB]
= ] o Irr Atn Mee = 20.656[a8]
= . 1 gobeer o Irz Dec Bandwidth Bz = 7.23684211(KEz]
X : parts per Million : Carbon’ Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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\ N 02 { " = o
1 & ]
= P e ---- FROCESSING PARAMETERS —-——
- sexp( 0.2[Hz], 0.0[s] )
] trapezeid( O[%], O[%], BO[%], 100[%] )
Zorofill( 1 )
] MeO X fre( 1, mams, mom )
machinephase
1 1 f O ppo
Ag
] J =
b Filename = dy1-0-72_Proton-1-¢.j
Rutnor = delta
. Experiment = proton. ixp
= Sample_Id = ay1-0-72
Selvent = CHLOROFORM-D
1 Actual_Start_Time = 13-APR-2015 19:4B:38
4 o [ (= lg = Revision_Time = 12-JUN-2019 15:22:48
g 2 (28 = [ g
b — == - Comment. = single_pulsc
| | Data_Format = 1p CoMFLEX
Dim_Size = 13107
R ] / Dim_Title = proten
Dim_Units = ppml
1 Dimensions =x
1 | spectrameter = TMM-ECEAOOR/S1
1 1 J Fiela strengtn = 9.389766[T] (400 ([MHz]
| X Acq Duration = 2.18628096[3]
X_Domain = Eroton
El X Freq = 399.78215838 [MHz]
- X offset = 5[ppm]
1 X Points = 16384
1 *_Proscans =1
X Resolution = 0.45739775 [Hz)
B *_sweep = 7.4940048 [knz)
X_Sweep_Clipped = 5.99520384 [kiz]
1 ITr_pomain = proten
] Irr_Froq = 399.78219838 [MHz]
= Sippm]
b = proten
2zi_Freq = 399.78215838 [MHz]
o Tri_offset = 5Ippm]
§ 1 anking = 2[us]
clipped = FALSE
T Scans o5
e | ) L — wotal_scans -8
= T L o B L o B B R B O D SR A R [P .
40 30 20 1.0 Recvr_Gain =46
Temp_Get = 22.6[4c]
X_90_Width = 10.25[us]
» _ X Acq_Time = 2.18628096[3]
' - *_angle = 45[deg]
a3z S a2 X_Ata = 6[d8]
- o = 00— ¥ Pulse = 5.125[us]
o5 0 I~ el Irr Mode = Off
. Tzi_Mode = ofr
X : parts per Million : Proton Dante_Leop = 500
=
) D
- PROCESSING FARAMETERS ----
2] sexp( 2.0(Hz], 0.0(s)
a \ NO trapezoid( 0[%], 0[%], 80[%], 100[%] )
2 zerofill( 1 )
£££( 1, TRUE, TRUE )
machinephase
Ppm
= MeO A
S
1f  OAc
Filaname = dyl-0-72-C13_Carbo
= delta
Experiment cazben. jxp
sample_Td ayl-0-72-c13
Solvent CHLOROFORM-D
= Actual_start_Time 13-APR-2019 19:58:
27 Revision_Time = 29-JUL-2019 17:04:
Comment. = single pulse dacou
Data_Format = 1D coMPLEX
Din_size = 26214
Din_Title Carbonl3
Dim Units = (ppm]
Dimensions =-x
=1 Spectromator = JNM-ECZA00R/S1
=4
« Field_strangth 5.389766[T] (400[H
X_Acq_Duration ors]
X_Demain = Carbon13
X_Froq 100. 52530333 [MHz]
X ofeset 100[ppa]
x_Points = 32768
X_Prescans 4
= X_Resolution 0.96330739[8z]
= X_sweep 31.56565657 [kHz]
- X_Sweop_Clipped 25.25252525 [kHz]
1rr_pomain raton
Irr_Freq = 399.78219838 [MHz]
Irr_offset 5[ppm]
—_ Blanking = 2[us]
E Clipped = TRUE
k) Incamplete_Copy = TRUE
g N scans =35
E o moai e (TR —— Total_scans E
_E Relaxation_Delay = 21s]
= Recvr_Gain =50
T T T T T T T T T T T T T T T T T = 22.8[dc]
180.0 1700 160.0 150.0 140.0 130.0 1200 110.0 100.0 90.0 800 700 600 500 400 300 200 100 0 5.323 [us]
o 1.03809024(s]
30[deg)
| | AN AN e
+ o e el =] o oo = - 310766667 [us]
= & SISOl r = ol % N = @ ) - 27[dB)
9 ot B R T i e ] LR ] — 27[dB]
-] —wonaSwT T [ w = 27[am)
o o T MmO~ —— [ w I
~anazazn== " Atn ) 27 [aB)
X : parts pef Million : Carbon13 Irr_bec_Bandwidth Hz 4.7826087 [kz]
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x_NO (2
=
=4 2 Ll ] ---- PROCESSING PARAMETERS ----
- & sexp( 0.2(Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
Me \ machinephase
Ppm
1 OAc
g =
=
o o
-
Filenama DYL-0-58_proton-4b3-1
Author = delta
Experiment proton. jxp
Sample_Id ~0-58
Solvent -
Actual_start_Time 8-APR-2019 19:09:13
Revision Time = 25-JUL-2019 11:36:34
joe
b= ig s & Comment. = single_pulse
= bE S (s = 1D couFLEx
= 13107
2 Proton
= [ppm]
=-x
5.389766(T] (400 [Milz]
J 2.18628096(s]
roton
3959.78219838 [MHz]
5(ppm]
16384
1
24 0.45739775[Hz]
- 7.4940048 [kHz]
5.99520384 [kHz]
1 Proten
Irr_Freq = 39976219830 [Muz]
Irr_offset = Sppm]
Tri_Domain = Proton
Tri_Freq = 395.78219838 [MHz]
o Tri OfEset = s(ppm]
3 Blanking = 2(us]
g LL clipped = FALSE
=2 L Seans =8
g - | A [ e z:
T T T T T T T T T Relaxation Delay = 5[s]
9.0 8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 0 | Recvr_Gain = 48
Temp_Get = 21.8[dC]
| X_90 Widtn = 10.25[us)
= A S—— S Tacdrin  Hiretionee
TN T O e ~ MO T~ OO MO MO 0N TN WO T = ol Angle = 45[deg)
=K TAOMnONoooXooN--ooMmnmon oo X_Atn = 6[dB]
il b R R R R b L R R e X_Pulse 5.125[us]
06 06 M M I s - 1 A8 0 46 0 8 W6 10 '8 8 10 8 Wi i i 1 1 i v v i v e el IEr Mods = off
. Tri Mode = off
X : parts per Million : Proton pante_Loop = 500
= o
=i
2
NO ==-=-- PROCESS. PARAME! ——
\ 2 sexp( 2.0{Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
- machinephase
3 rpm
% Me N
19 OAc
= Filename = DYL-0-58-C13_Carbo
=4 = delta
F Experiment =
Samplo_Td =
Solvent = CHLOROFORM-D
Actual_start_Time = B-APR-2019 19:19:
Revision Time = 29-JUL-2019 12:16:
= single pulse decou
<o = 1D comprEx
27 = 26214
= carbonl3
= Ippm)
=-x
= JNM-ECZAO00R/S1
= 5.389766[T] (400(M
ors]
2 < Cambonts
o
0.96330739[Hz]
= 31.56565657 [kHz]
5.25252525 [kHz]
< g Proton
=h Irr_Freq = 399.76219838 [Maz]
Irr_offset = 5[ppm)
—_ Blanking = 2[us]
E cli = TRUE
k=] Incemplete Copy = TRUE
g cans =23
Total_scans =23
H
5 Relaxation_Delay = 2[s]
= Recvz_Gain =50
T T T T T T T T T T T T T T T T T T T| Temp_Get = 21.9[dc]
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 600 500 400 300 200 100 0 -10.0| x_s0_widtn = 5.323[us]
X_Acq_Time = 1.03808024 (5]
| X angie = 3ordeq)
| \ | X_Atn = 5.1[dB]
z X_Pulse = 3.10766667[us]
] moeCsoTsca cnae 2o e o il
';. o] g Ary Q s : ; acS : t‘: : ; e = Trr_Atn_Dec_Cale = 27[dB]
g SEOARAANAZ SEEE wa Te e D e lam)
X : parts per Million : Carbon[3 Irr_Dec_Bandwidth_Hz = 4.7826087[kHz]
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abundance

9.0

8.0

=
—

4.0

3.0

2.0

1.0

Cl

1h

1.01

X NO

OAc

1.03
1.00

dEDLo

sexp( 0.2(Hz], 0.0(s)
trapezoid( 0[%], O[%],
zerofill( 1)

££t( 1, TRUE, TRUE )
machinephase

Ppm

)
80[%], 100[%] )

X : parts per Million : Proton

Filaname
Author

Experiment
sample_Td

Solvent
Actual_start_Time
Revision_Time

Comment. = singlo_pulse
Data_Format = 1D COMPLEX
Din_size = 13107
Din_Title Proton

Dim Units = [ppm]
Dimensions -x

= DYL-0-64_Proton-Ab3-2

= 26-ADG-2019 19:26:06

8-APR-2019 19:14:25

FPield Strength
X_Acq_Puration

X_Domain = Proton
X _Froq 399.78219838 [MHz]
X_oefset 5(ppm]

X_Points 16384

X_Prescans 1

X_Resclution

X_sweep = 7.4540048 [kHz]
X_Sweep_Clipped = 5.89520284 [xuz]
1rr_pomain = Proton
Irr_rreq = 399.76219838 [Muz]
Irr_offset = 5[ppm]
Tri_Domain = Proton

re = 395.78215838 [MHz]
Tri offset = 5(ppm]
Blanking = 2[us]
clipped = FALSE
Scans =8
Total_scans =8
Relaxation_Delay = 5(s]
Recvr_Gain = 46
Tomp_get = 21.7[dc]
X_90_wiatn = 10.25[us]
X_Acq_Time = 2.18628096(s]
Cangle = 45[aeq]
X Atn = 6[dB]
X_Pulse 5.125[us)
ITr Mode = off
Tri Mode = off
Dpante_Loop = 500

5.389766[T] (400 [Miz]
2.18628096(s]

0.45739775 [Hz]

(thousandths)

o
24
2 JEOL
- NO e ——————
sexp( 2.0[uz], 0.0[8] )
trapezoid( 0(%], O(%], G0[4), 100(8] )
=] zerofill( 1 )
S e o, meum s
machinephase
1h  OAc
=
2]
-
Filename = DYL-0-64-C13_carbo
Author = delta
Experinent = carban. jxp
Bample_Td = DYL-0-64-C13
Solvent chLGROFORM-D
Actual_start_rime = o-arR-2019 19:26:
- Revision Time = 12-qun-2019 15:13:
=4 c t = single pulse decou
Data_rormat = 1p comerex
bin_Size = 26214
pin_Title = carbon13
Dim Units = [ppm]
Dimensions =X
Spectrometer = JNM-ECZ400R/51
2] Field_strength = 9.309766[T] (4000
a X_Acq_puration = ols1
X Demain = Carben13
X _Freq 100.52530333 [MHz]
X offsat 100 [ppm]
X roints = 32768
X_Prescans .
X_Resolution 0.96330739 (2]
o X sweep = 31.56565657 [kRz]
= X_Sweop_Clipped = 25.25252525 [kHz]
- ITr_Domain Praton
Irr_rreq = 399.78219930 (Maz]
Trx offsat 5 [ppm)
Blanking = 2[us]
clipped = TRUE
Incomplete_Copy = mRuE
cans -8
" | Ly ) Ly N . . Total_Scans =48
< Wiy i | i ey o W y Nty
Relaxation pelay = 2(s]
Recvr_vain = 50
T T T T T T T T T T T T T T T T T T emp, et = 22140
180.0 170.0 160.0 150.0 140.0 130.0 1200 110.0 100.0 900 80.0 700 600 500 400 300 200 100 X_90_Width = 9.323[us]
X_Acq_Time = 1.03808024 (5]
X angle = 30[deq)
N SR AN o e
X Pulse = 310766667 [us]
5 SSESEASEEGEE SEE2 = Iir_Atn Dec = 27[aB)
§ Se—aa—moaqn : : g o < Irr_Atn_Dec_Calc = 27[dB)
g FESRIRRARS FREd A b e cne T )
X : parts per Million : Carbonl 3~ Irr_bec_Bandwidth Bz = 4.7026087[kHz]
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] % %
\ N02 2 exp( 0.2[Ez], 0.0[s] )
1 trapezoid( O[%], O[%], BO[¥], 100[%] )
4 zerofill( 1)
] ££t( 1, TRUE, TRUE )
4 machinephase
n ppm
=
] 1i OAc
] Filename = DYL-0-90-CF3_Proton-1
b | Author = delta
< Experiment proton. 3
1 Il Sample_Id DYL-0-90-CF3
] — Solvent = CHLOROFORM-D
] Actual_Start_Time 14-JUN-2019 07:22:32
Ravision 16-8EP-2019 1! 5
1 Comment. single_pulse
] Data_Format 1D COMPLEX
= y Size 13107
] im_Title Proton
] im Units [ppm]
4 Dimensions X
] - . . r ectr = = -ECZA00R/S1
3 L s 5 = Spectromete: M-EC: /s
] = &S - 3 Field Strangth 9.389766[T] (400 (MEz]
] =3 | X_Acq_ Duration 2.18628096 (3]
o | X_Demain = Proton
< X_Freq 399.78219838 [(Muz]
q X_offset = S[ppa]
1 X_Points 16384
| | e :
] X _Resolution 0.45739775 [Bz]
] | X_sweep 7.4940048 [xEz]
4 | X_Sweep_Clipped 5.99520384 [kEz]
- ) ‘ Irr_Domain Proton
o] ] I Irz_Freq 399.76219838 [MHz]
) )i i Irr Offset = 5[ppn]
Tri_Domain = Proton
1 “rreq = 399,78219838 [Muz]
3 ] Tri_Offset = 5[ppm]
] Blanking = 2[us]
§ 1 J ' Clipped - muse
l Scans. =8
g5 L m_ Total_Scans =8
9.0 8.0 70 6.0 5.0 4.0 3.0 2.0 1.0 Recvr_Gain = 66
Temp_Got = 24.1[4¢]
i S, heq Time 2-iseis0sstal
/ X Acq_Time 2 a
S S e x_u:i. -
- MR T =X NA N~ =N OO T g
PO N AN~ nATE RSO NINASaX XLV TVULANNSTE A —a X_Ata = 6[d8]
T e s i e S S T i . e i Al s e 00 Mo S ML) B B Blor B Baa Bag B0 B By Bl B X_Pulse = 5.125[us]
L e A N N N R R Y Y R Y Y R R R R RV R IZr_Mode off
i~ Tri_Mode = off
X : parts per Million : Proton Dante_Loop = 500
PROCESSING PARAMETERS ----
sexp( 2.0(Hz], 0.0(s) )
\ N02 trapezoid( 0[%], 0[%], 80[%], 100[%] )
zorofill( 1 )
= ££t( 1, TRUE, TRUE )
27 machinephase
Ppm
F3C X
1i OAc
Filename = DYL-0-30-CF3-C13_C
= delta
Experiment = carbon.jxp
Sample_Id DYL-0-80-CF3-C13
Solvent = CHLOROFORM-D
=3 Actual_start_Time = 17-JUN-2018 07:31:
b= Revision Time = 17-JUN-2018 22:35:
Comment = single pulse decou
Data_Format = 1D comprEx
Din size = 26214
Dim_Title Carbonl13
Dim Units = [ppm]
Dimensions =-x
Spectromater = JHM-ECZ400R/S51
FPield Strength 5.389766[T] (400(M
X_Acq_Duration 1.03809024 (5]
X_Domain = Carbonl3
) X_Freq 100.52520333 [MHz]
= X offset 100[ppa]
- X_Points = 32768
X_Prescans =
X_Resolution 0.96330739[Hz]
X_Sweep = 31.56565657 [kHz]
X_sweep_Clipped 25.25252525 [KHz]
Ir_pomain = proten
Irr_Freq = 399.76219838 [Maz]
Irr_offset = 5[ppm)
—_ Blanking = 2[us]
E Clipped = TRUE
k=] seans = 466
g Total_scans = 466
E LA N . Relaxation Delay = 2(a]
g Recvr_Gain = 50
= Temp_Get. = 24.1[dc]
T T T T T T T T T T T T T T T T T T T X_90_Widen = 5.
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 800 70.0 600 500 400 300 200 100 0 X_Acq_Time = 1.03808024(s)
*_Angle = 30[deg]
B N -
= X_Pulse = 3.10766667 [us]
= ! SIS S s - =~ Irr_Atn Dec = 27[dB]
- VMoOLOSTRAE N0V = — 00— o - -
= NS oo T L= —oONoT IO N —_— Irr_RAtn Dec_ Ci = 27[dB]
] cgoaaoancaoaNIIEoonE oo Shn =] Irr_Atn_Dec_Default_Calc = 27[dB]
o SourTmomoundmvnnn TR a- =8, — Irr Atn Noe = = 27[aB)
] FoammoammmmaAocoool o= = & —hen )
—= canooogooooonagoa Irr pec Bandwidtn Hz = 4.7826087 [kHz]
X : parts per Million : Carbonl 3~ Irr_Dec_Bandwidth Ppm = 11.96303566 [ppm]
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dEDLo

e
<
Ll - PROCESS; PARAMETERS ----
sexp( 0.2(Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
\ zerofill( 1)
£££( 1, TRUE, TRUE )
machinephase
1j OAc -
8 %
o Y i i}
o k4 -
Filaname = DYL-00-48_Proton-1-5.
Author = datum
Experiment proton. jxp
sample_Td DYL-00-48
Solvent -
o o | e Actual_start_Time €-SEP-2019 14:46:58
S 0 S & Revision Time = 16-SEP-2015 11:58:48
= 2 =
Comment. = singlo_pulse
Data_Format = 1D COMPLEX
Din_size = 13107
Din_Title Proton
Dim Units = [ppm]
Dimensions =-x
= J
= Field_strangth 5.389766[T] (400 [MHz]
X_Acq_Duration 2.18628096[s]
X_Demain roton
X_Frog 398.78219838 [MHz]
X_offset 5(ppm]
x_Points 16384
X_Prescans 1
X_Resolution 0.45739775 [Bz]
X_sweep = 7.4540048 [kHz]
X_Sweep_Clipped = 5.89520284 [xuz]
1rr_pomain = Proton
Irr_rreq = 399.76219838 [Muz]
Irr_offset = Sppm]
Tri_Domain = Proton
re = 395.78215838 [MHz]
© Tri offset = 5(ppm]
2 Blanking = 2[us]
g clipped = FALSE
b=} Scans =8
-§ o L Total_scans =8
T T T T T T T Relaxation_Delay = 5(s]
8.0 7.0 6.0 5.0 4.0 30 20 1.0 0 Recvr_Gain = 56
Tomp_get = 25.71dc]
X_90_wiatn = 10.25[us]
o \ —— — ~ xacg rine = z::::;lus(sl
MO XNMEOS CHWMOVND WL — NN O —WO TS S0 — 3 ]
MM T N TN - MR NN TN -0 XRBO LR TN X Atn = 6[dB]
TEOMAGOIIIL T IO Ao aa AN NN NS e X_Pulse 5.125[us]
06 00 = I [ 0 \8 '8 D W0 0 A0 W8 W0 W W i 1 W 1w i i e e e e el TEr Moae = off
Tri Mode = off
X : parts per Million : Proton Dants_Loop = 500
s}
- D o
3 ) 2
- SSING PARAME: ——--
sexp( 2.0(Hz], 0.0(s)
— trapezoid( 0[%], O[%], 80[%], 100[3%] )
= zerofill( 1)
O \ ££t( 1, TRUE, TRUE )
machinephase
=3 - Ppm
S
3 1] OAc
%
33
<
= DYL-00-48-c13_Carb
= delta
cazben. jxp
DYL-00-48-c13
CHLOROFORM-D
6-8EP-2019 16:3
) = 16-SEP-2019 14:46:
S5
< = single pulse decou
= 1D coMPLEX
= 26214
83 Carbon13
E=] = [ppm]
=-x
Spectromater = JHM-ECZE00R/53
23 Field_strangth 14.09636928[T] (60
i X_heq_Duration o[s]
X_Demain = Carben13
X_Frog 150.91343038 [MHz]
=4 X_Offsat 100[pps]
= x_Points 32768
X_Prescans 4
X_Resolution 1.44486109[82]
o X_sweep 47.34848485 [kHz]
=4 X_Sweep_Clipped 37.87878788 [KHz]
= 1rr_pomain Proton
Irr_rreq = 600.1723046 [Muz]
Irr_offset = 5[ppm)
= Blanking = 2[us]
= cli = TRUE
© Incamplete_Copy = TRUE
2 scans =74
g Total_scans =74
= . =
g Relaxation_Delay 2(s]
] Gain 50
T T T T T T T T T T T T T T T T T T T 27.41ac]
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 600 500 400 300 200 100 0 idtn s[us]

69.714
151.273

X : parts pér Million - Carby

|

S |

o
o
wy
]

136.930
108.876 ——

%
o
o
"
o

118.048
106.444
102327

-]
— 1w
[l
o e
LaRuEal

AN

wy
o
]
o
=

77.346
73.219

"
)
=
=

21.085

20.656[4B]
20.656[aB]
20.656[aB]
20.656

Irr Atn No [aB]
7.23684211 [kiz]

e
Irr_bec_Bandwidth_Hz

WOR
3
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abundance

(thousandths)

K|
L2l
o] JEOL
o~
E =)
. _NO b — FRocessTNG PARAMETERS
AN 2 sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%) )
3 | zerofill( 1 )
. ££E( 1, TRUE, TRUE )
il machinephase
N \ Fpm
=]
o
E 1k OAc
o«
- Filename = DYL-biding-NoZ_Proton
E Author = delta
Experiment = proton. jxp
hE sample_Td = DYL-biding-No2
- Solvent = CHLOROFORM-D
E Actual_start_Time = 16-SEP-2019 08:23:49
- Revision_Time = 16-SEP-2019 15:20:51
- Comment = single_pulse
E| of = o | g - Data_Format = 1D couFLEX
- <= =1 == pin size = 13107
= - - - = Din_Title Proton
=3 Dim Units = [ppm]
= Dimensions =-X
E)
- r ‘ Field strength 5.389766(T] (400 [Miiz]
= X_Acq_Duration 2.18628096 (5]
X Demain Prote
*®3 J J J | X _Freq 395.782189838 [MHz]
(=] 1 J | X_Offsot 5[ppm]
E| X Points 16384
- X_Prescans 1
= X_Resolution 0.45739775 [Hz]
< X_Sweep = 7.4940048 [kHz]
4 X_Sweep_Clipped 5.88520384 [kHz]
Izr_Domain roton
;- Irr_Freq 399.762196838 [Mz]
Irr_offset 5[ppm]
E Tri_Domain = Proton
. Tri_Freq 399.76219838 [Muz]
1] Tri_Offset 5[ppm]
i Blanking = 2[us]
E Clipped = FALSE
seans s
o4 s Total_scans =8
T T T T T T Relaxation Delay = s[=]
1.0 Recvr_Gain = 66
Tamp_Bet = 23.7[4c]
X_90 Widtn = 10.25[us)
X_Acq_Time = 2.18628096(s]
X_Angle = 45[deg]
X_Atn = 6[dB]
X_Pulse = 5.125[us)
IFr Mode = off
Tri Mode = off
Dante_Loop 500
=
=- - SSING PARAME -
@ sexp( 2.0(Hz], 0.0(s) )
trapezoid( O[%], O[%], 80[%], 100[%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
\ N O machinephase
2 2 Ppm
~ \
Filename = DYL-biding-No2-C13
) = delta
= 1 k OAC Expariment = carbon.jxp
™ Samplo_Td DYL-biding-NO2Z-C13
Solvent = CHLOROFORM-D
Actual_start_Time = 16-3EP-2019 08:41:
Revision Time = 16-SEP-2019 15:23:
Comment = single pulse decou
Data_Format = 1D comprEX
Din size = 26214
Dim_Title Carbonl13
Dim Units = [ppm]
Dimensions -x
Spectromater = JHM-ECZ400R/S51
FPield Strength 5.389766[T] (400(M
< X_Acq_Duration 1.03809024 (5]
ERl X Domain = Carbon13
X _Froq 100.52530333 [MHz]
X ofeset 100 [ppa]
X_Points = 32768
X_Prescans =
X_Resolution 0.96330739[Hz]
X_Sweep = 31.56565657 [kHz]
X_sweep_Clipped 25.25252525 [KHz]
IEr ) = proten
Irr_Freq = 399.76219838 [Maz]
Irr_offset = 5[ppm)
Blanking = 2[us]
Clipped = TRUE
seans =77
Total_scans =77
= . . " " " "
" Relaxation_Delay = 2181
Recvr_Gain = 50
Tamp_Get = 23.3[dC)
T T T T T T T T T T T T T T T T T T T X_90_Widen =5,
180.0170.0 160.0 150.0 1400 130.0 120.0 110.0 100.0 900 80.0 700 600 3500 40.0 300 200 100 0 X_Acq_Time = 1.03808024(s)
*_Angle = 30[deg]
| Catn - S.apam
| X_rulse = 3.10766667 [us]
z - Irr_htn Dec = 27[dB]
3 @2 EA8ESS8R Te232 = Irr_Atn Dec_C: = 27[dB]
g S o ; : : 3 : : g :. = g f‘ g Irr_Atn_Dec_Default Cale = 27[dB]
- Irr Atn Noe = 27[aB]
2 2 0 amooan = A o Irr pec Bandwidtn Hz = 4.7826087 [kHz]
X : parts per Million : Carbon[3 Irr_Dec_Bandwidth Ppm = 11.96303566 [ppm]
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: dEDL£>

---- PROCESSING PARAMETERS ----
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[8] }

3997

& 2erofill( 1 )
£££( 1, TRUE, TRUE )
machinephase
ppm
Filenama = DYL-20-69-DMBO-70_Pro
Buthor = delta
Experiment = proton.jxp
sample_Td = DYL-20-69-DMB0-70
Solven = DMs0-D6
Actual_Start_rime = 30-DEC-2018 09:26:25
Rovision_Tima = 21-5EP-2019 16
Comment = single_pulee
Data_Format = 1D COMPLEX
Dim_Size = 13107
Dim_Titic = Proton
Dim_Units = [ppm)
Dimcnsions =x
Field strength = 14.09636928[T] (600[m
X_Acq Duration = 1.45227776(s]
X_pomain = ®roton
X _Freq = 600.1723046[unz]
X Offset = Sippn]
X_points = 16384
X_prescans =1
X Resolution = 0.68857351[az]
X_Sweep = 11.28158845 [xuz]
X_Sweep_Clipped = 9.02527076[xBz]
Irr_pomain = zroton
Irr_Freq = 600.1723046[MEz]
Irr_offsot = 5ippn]
Tzi_Domain = Proto
Tri_Froq = 600.1723046 aEz]
o Tri offsat = Sippn]
121 Blanking = 2[us)
_5 Clipped = FALSE
2 Bcans =8
_g | B 4 L Total Scans =8
° T | Relaxation_pelay = 5[s]
30 20 10 0 | Recvr_Gain =56
Temp_Get = 70[dC]
X_90_width = 13.9[us)
X_Acq_rime = 1.45227776[s]
X_Angle = 45[deg]
X atn = 5.9[d8]
X_Pulse = 6.95[us)
Izz_Moda = ot
s Tri_Mode = ose
X : parts per Million : Proion Dante_Loop = 500
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a sexp( 2.0[Hz], 0.0[8] )
= trapezoid( 0[%], 0[%], 80[%], 100[4] )
o zerofill( 1 )
= ££e( 1, TRUE, TRUE )
o machinephase
= rpm
=3 B e : DYL-Me-C13-dmso-70_Carbon-1-1.3df
<
<4
<
@
> Filename = DYL-Me-Cl3-dmso-70
< Author = delta
= Experiment = carbon.jxp
e Sample_Td = DYL-Me-Cl3-dmso-70
= selvent = Duso-DE
S Actual_start_Time = 27-APR-2019 10:39:
i Revision Time = 21-5EP-2019 10:13:
S s t = single pulse decou
= Data_Format = 1D comrLEx
= pin size = 26214
= pim_Title = carbon13
= Dim Units = [ppm]
$=| Dimensions =-X
@ spectzromater = THM-ECZ600R/S3
=
L Field strength 4.09636928(T] (60
- X_Acq_Duration 0.69206016(5]
=] X Demain
X_Freg
=24 X_Offsat
o X_Points
o X_Prescans
" X_Resolution 1.44496109[Hz]
X_Sweep = 47.34B48485 [kHz]
=] X_Sweep_Clipped 37.87878788 [kHz]
- Irr Domain ratan
B Irr_Freq = 600.1723046 [MHz]
e Irr_Offsot = 5[ppm)
o Blazking = 2[us)
H34 clipped = FALSE
3 scans = 394
5 <1 Total_Scans = 394
H N J‘L " P -0 RPN AP T TRY PITOP) Belaxation_Dalay = 2t=]
5 e e o L " e ““’L":‘" = ?:[‘m
= Temp_oe =
T T T T T T T T T T T T T T T X_90_Widtn = S[us]
160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 700 600 500 400 300 200 100 0 X_Acq_Time = 0.69206016[s]
0 | L | X_Angle = 30[deg]
X Atn = 5.5[aB]
I s | A he S
on S EmbEnEmD® m moneemmnon Tex_hen Dec = 20.c3e1am)
= A S -XSHo DN — o gcoc®IoCHD T Irr_Atn Dec_Cal = 20.656[dn]
ww o wanin koMo e ; 322;32228: Trr_Atn_Dec_Default_Calc = 20.656[dB]
o 2 gs¥RSEngg € F3eg99999Ss z2cnen e = 20 sssian)
] = phupupapa b g Irr Dec Bandwidtn Hz = 7.23684211 [kHz]
X : parts per Million : Carbon13 Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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-~ PROCESSTNG PARAMETERS ----
sexp( 0.2[Hz], 0.0(s) )

trapezoid( 0[8], O[s], 80[3], 100[%] }
zerofill( 1

££6( 1, TRUE, TRUE )

=

3.12

Z6T 7 89

MeO

Filename DYL-21-74-DM8O-70_Pro
dolta

= 21-SEP-2019 09:45:37

092

Actual_start_Time = 29-APR-2019 16:50:13
ion

= single_pmise
= 1D COMPLEX

iy

= 9.389768IT] (400[MEz]
X_Acq_Duration = 2.18628096[s]

Proton

389.79219838 [MEz]

5 [ppm]

16384

1
0.45739775[Bz]
7.4940048 [kBz]
5.99520384 [xHz]

2]

o

o

«

]

=

o

{0

o

L3

-

2 ‘
vig

<3

T Tl wv -
B S =1 [ 8{0 = sample_td
—_ - | =
o

) ]
o5

=

Ll

=

L}

=

5ok

=

i |

=

-

<

“«

o

e

o

)

=

Toton
] 39979219838 [MEz]
3 5(ppm]
= Prota
E P 39978219838 [MEz]
=3 Tri_ Offset = 5[ppm]
g 3 anki = 2(ua)
-§ o Clippea = FALSE
R Scana 8
2 L Total_Scans =8
£ s
v T T T T T melaxation pelay stay
20 1.0 0 Recvr_Gain 56
Temp_Get 70[ec]
X _90_width 10.250)
X Acq_Time 2.18628096[5]
o X_Angle 45[deg]
o X atn 6[dB]
< X_Pulse 5.125[us]
o Irz_Mode off
o Tri_Mode off
X : parts per Million : Proton Dante_Loop 500
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---- PROCESSING PARAMETERS ----
MeO sexp( 2.0[Hz], 0.0[s] )
=k trapazeid( O[%], 0[%], 80[%], 100(%] }
o zerefill( 1 }
£fE( 1, TRUE, TRUE )
machinephase
ppm
& BB R DYL-21-74-DMSO-70_Carbon-1-1.3af
=24 Filename = DYL-21-74-DM50-70_
et Author = delta
Experiment
Sample_Id
Solvent
- Actual start Time 29-APR-2019 1
v Revision Time 5-MAY-2019 1
Comment. = single pulse decou
Data_Fermat = 1D COMPLEX
Dim Size = 26218
° Dim_Title carbon13
< Dim Units [ppm]
Dimensions
spectrometer = JWM-ECE400R/51
Field Strength = 9.389766[T] (400[M
o 1.03809024 [8]
] Carbonl3
100.52530333 [MHz)
100 [ppm]
= 32768
=4
o ©0.96330739[Hz]
™ 31.56565657 [kHz]
25.25252525[kHz]
Proton
= 399.78219838 [MEz]
= S[ppm]
_2] = 2[us]
z
= 1366
'E 1366
g
] - " ) | . o Relaxation_Delay = 2[s]
5 < L’ Ll AP i wh Lo ‘K"}:“‘ = ;:ldcl
T T T T T T T T T T T T T T T T X_90_Width 9.323[us]
1700 1600 150.0 140.0 130.0 1200 1100 1000 900 80.0 700 600 500 400 300 200 100 0 X_Acq_Time 1.03809024 [s]
X_Angle = 30[deg]
J | ] ‘ X atn = 9.1[aB]
/A / | X Pulse 3.10766667 [us]
Trr_atn_Dec = 27[ds]
=58 © R/ELETTI n B3R BERLELN Trr_Atn_Dec_Cale 27(an]
Quwe I =3 qQinamaoeg e S%KY oMot Irr_Atn Dec Default Calc = 27[dB]
ZEE 2 SHRZAS8C g B3 SFERIEIAA 2z Atn_ Moo = 271e81
b it iue s L B B R} Irr_pec_Bandwidth = 4.,7826087 [kHz]
X : parts per Million : Carbon 13 Irr_bec_t idth | =11,
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(2 = ~--- PROCESSING PARAMETERS ----
q -5 ) sexp( 0.2[Hz], 0.0(s] )
(R trapezoid( O[%], O8], BO[%], 100[%] )
1 zerofill( 1
fft( 1, TRUE, TRUE )
machinephase
q Ppm
= Filenane = DYL-21-75-9.6_Proton-
= Author = datun
| Experiment = proten.jxp
sample_Td = DYL-21-75-9.6
1 Solvent. = -6
Actual_Start_ime = 7-SEP-2019 10:08:10
Reviaion Time = 16-SEP-2019 12:34:13
Comment. = single pulse
| ) Data_Format = 1p courrEx
fa o Din Size = 13107
-3 S (e Dim_Title = Proton
g{ - - & Dim Units = (ppm)
1 < Dimensi. -X
I Field Strength = 9.389766[T] (400([MEz]
{ X_Acq Duration = 2.18628096(s]
<4 X_Domain = Proton
b ’ X_#req = 399.782199838 [MEz]
& I X offset = S[ppm]
| | X_Points = 18384
LR . ] J X Proscans h
4 X_Resolution 0.45739775[Hz]
x_8 7.4540048 [kHz]
g X_Swoep_Clipped = 5.99520384 [xHz]
Izr_Domain = Proton
Irr_Froq = 399.78219838 MEz]
] Irr O£set = s(ppm)
'ri_Pomain = rroto
Tri_Proq = 39978219838 [MEz]
. Tri_Offset = s[ppm]
2 i = 2[ua)
5 f J Clippea = EAusE
1 Scans - 16
§ o Wt ) S | S Total_scans =16
¥ L S L B e B B B B B o S B B AR P THOROR P - s(a)
8.0 7.0 30 20 1.0 0 Recvr_Gain =66
Temp_Get -
It X_90_width =
A D X_Acq_Time
— 0 0O O Y = = X _Aogle =
D% RS ESbwno *x At =
KIS ] X pulse -
o e e NacNN I7z_Mode = off
- N Tri_Mode = Off
X : parts per Million : Proton Dante_Loop = 500
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—--- PROCESSING PARAMETERS ----
sexp( 2.0(Hz], 0.0[s] )

trapezoid( O[%], O[%], BOL¥], 100(%] )
zerafill( 1 )

£ft( 1, TRUE, TRUE )

1 machinephase
ppm

= Filonamo DYL-21-75-C13_Carb
Author delta
Experiment = carbon. jxp
sample_td DYL-21-75-C13

100 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0
el !

x
IHM-ECZE00R/53

14.09636928[T] (60
0.69206016[8]

150.91343039 [MHz]

100 [ppm]
32768

1
1.44496109 [5z]

47.34848485[kHz)
37.87878788 [xHz]

Proton
€00.1723046 [MEz]

l‘.U 2.0 3.0 40 50 60 7.0 80 9.0

I | |

T LR Raa N ta A el oA L a A e an e LAAAAAS ABLaS AN LS nbRaa N R naaasan ) aan e a

IRAMARBLAAREALESEELSS entiARE Lt o T
160.0 150.0 1400 1300 1200 1100 1000 90.0 BR800 700 600 500 400 300 200 100 0

NS _\

o o
g 2

=
aE :
- o =3
el F

0

(thousandths)

70[aC]
5[us]
0.69206016[s]

20.656[dB]
20.656[aB]
20.656[dB]
20.656[aB]
7.23684211 [XHz]
=12. [ppm;

65.943
54.865
544727
40751
40.608
40,474

=}
&
0
=
B3

154,528 —
152.594 ~
130.716
121.486
40.052
39.918
20.692

145202 —
137.476
£136.796
£135.063
132,296

138251

X : parts M

:
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e

o] E —

- < sexp( 0.2[Hz], 0.0[s] )

= trapezoid( 0[%], O[%], BO[%], 100(%] }
<] b zarofill( 1 )
v £ft( 1, TRUE, TRUE )

-1 machinephase
ppm

“]
Filename = dyl-21-64-B-70-4.23_F
Buthor = delta
Experiment proton.3xp

=4 sample_td dyl-21-64-H-70-4.23
Solvent = DMEO-Di
Actual_start_Time = 23-APR-2019 1

2 Revision_Time = 16-sEP-2015 1

] ‘comment = single_pulse
o 1 Data_Format = 1D COMPLEX
=7 Dim Size 13107

Dim_ritle Proton
- . Dim_Units = [ppam]
=7 [ g f 8. o Dimensions
s = - [&
o] o5 =
= 0-, ‘ | Field_strength = 9.389766[T] (400(MEz)

] X Aeq Duration = 2.18628096[s]

1 pomain Proton
pa | | J X Frog 395.78219838 [MHEz]
S | X_offset = 5(ppm)

| | X_Points 16384
=+ X_Proscans 1
< ‘ J | | = 0.45739775[z]

] = 7.4540048 [knz]
] : 5.99520384 [Xaz]
= Proton

1 = 395.78219838 [MHz]
o = sppa)

o Proton
= 355.78219838 [MHEz]
g1 -5
B 2[us]
§° FALSE
] =8
_g o1 -8
] = 5(s)
= 66
70[ac)
10.25[us]
2.1B628096(s]
45 [deg]
6[as)
5.125[us]
off
= off
= 500
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w7 PROCESSING PARAMETERS
- sexp{ 2.0[Hz], 0.0[s] )
= trapezoid( 0[%], O[], BO[®], 100[%] }
QP. ~ zerofill( 1)
- f£ft( 1, TRUE, TRUE )
machinephase
< Ppm
e
=
o
<
= Filename DYL-21-64-C13-DMSO
Author delta
g E Expariment carbon. ixp
— Sample_Id = DYL-21-64-C13-DMSO
Solvent = DMSO-D6
= Actual_start_Time = 25-APR-2019 1
P Revision Time = 5-MAY-2019 1
- + single pulse decou
P Data_Format 1D COMPLEX
Dim_size = 26214
Dim_Title = carbon13
=7 Dim Units = [ppm]
= Dimensions x
Spectromatar JHM-ECZ600R/S3
=
vl Field Strength 14.09636928[T] (60
X_Acq_Duration 0.69206016[s]
o i = carbon13
w7l 150.91343039 [MHz)
2] 4
- = 1.44496109 [Hz]
47.34848485[kHz]
< 37.87878788 [KEz]
Lag] 'roton
= 600.1723046 [MEz]
2 = Sippm]
i = 2[us]
) FALSE
£
= 2500
’E 24 2500
3 l 1 2[5
£o | __JL = s0
k=1 e = 70[dC]
T T T T T T T T T T T T T T T T T 9[us
170.0160.0 1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200 100 0 0.69206016(s]
30[deg]
9.51a8]
= a[us]

—— — — e —r = 20.656[dB]
238088882 EE § a2 3§33§m§ 20.656[aB]
Te—adTaIangn ? 28 menaasd Trr Atn Dec_Default_Cale = 20.656[dB]

oo
BALERIRARgLRS 2 Y FIFFEES 20.656[aB
nns o ot o s o B - _Hz 7.23684211 [kBz]
X : parts per Million Carbon 3 1rr Dec Bandwidth Ppm = 12.05794078 [ppa]
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Lo sexp( 0.2[Hz], 0.0[s] )
= trapezeid( O[%], O[%], BO[8], 100[%] )
Fi zerofill( 1 )
££6( 1, TRUE, TRUE )
machinephase
7 ppm
< Filename DYL-21-73-H-70_Proton
o Author delta
1 Experiment = proton. jxp
sample_1a DYL-21-73-B-70
solvent -
Actual_Start_Time 28-AFR-2015 05:28:16
1 Revision_time = 5-MAY-2019 14:41:28
Commont singlo_pulse
Data_rormat 1D COMFLEX
2 Bize 13107
b Dim Title Proten
S [E - oo Dim_Units [ppa]
= [D, ‘ = Dimensions
] - = R/51
=
1 | Fiold Strength = 9.389766(T] (400[MEz]
= X_Acq puration = 2.18628096 (5]
= ( | X_Domain Protan
| X Froq 39978219838 [MEx]
1 X_offset - ]
| { Points 16384
X Prescans 1
I , X_Resolution = 0.45739775 (Rz]
] X_Sweep = 7.4940048 [kEz]
I J K X_Sweep_Clippea = 5.99520384 [kEz]
Irz_pomain Proton
1 Irz_Freq = 399.78219838 [MEz]
1rr_osfset = 5[ppa
Tri_Domain
Tri_Freq 39978219838 [MEz]
o Tri_offset = 5[ppm
2 Blanking = 2[us]
_a Clipped FALSE
| S ::
5 i J | Total_scans -s
2 _
T T T T T T T e e A T T Relaxation_pelay = srs]
9.0 8.0 7.0 1.0 0 Recvr_Gais = &6
Temp Get To[ac]
X_80_width 10.25[us)
A %\-\ X_Acq_Time 2.18628096 5]
PRI *_Angle 45[deg)
IE=88% Chtn £[dB]
1o & o X Pulse 5.125[us]
06 B~ =~ b 1rr_Mode off
mri_Mode ofE
X : parts per Million : Proton Dante_Loop 500
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---- PROCESSING PARAMETERS ----
N_COZMe sexp( 2.0[Hz], 0.0[s]1 )
/ trapezoid( 0[%], O[], 8O[%], 100[¥] )
zerofill( 1)
e e, mmom
N M machinephase
- CO,Me
< BIEFI: DYL-21-73-c13-70_cCarbon-1-1.3df
Filename DYL-21-73-¢13-70_C
Author = delta
Experiment carbon. §
o sample_Id
2] P
Actual_start_Time
Revision_Time
comment - atogle puime decon
Data_Fermat = 1D COMPLEX
Dim_Title carben13
Dim Units [ppm]
o Dimensions x
Iy spectrometer = JNM-ECZ600R/S3
p— - 14.08636s2017) (60
X_Acq Duration 69206016 (5]
X_Domain ‘arbonl3
X_Freq 150.91343039 [MHEz )
X_offset 100 [ppm]
X_Points = 32768
g o
- . 1 sasser09ma1
—_ X 47.34848485[kEz]
X_Sweep_Clipped 37.87878788 [kHz]
Irr_pomain Proten
Irz_Freq = §00.1723046[MEz]
Irz_Offset = S[ppm]
E e
Clipped TRUE
Scans 3476
el poans
© [TPERRERPPTRR NI P YA T R—— R S g cum
sy ette o4

(thousandths)

Temp_Get 70[4Cc)
T T T T T T T T T T T T T T 17| x_90_widtn s[us]
160.0 1500 140.0 1300 1200 1100 100.0 900 800 700 600 500 400 300 200 10.0 0 | X _acq_Time 0.69206016[s]
X_Angle 301deg]
.H /\ //\ % | /\ m e .
X Puise 3[us)
S C
— — Irz_atn_Dec = 20.656[d8]
32T I8TH50AFEL=8F & LY ZS8%9883 5 Trr_Atn Dec_Cale 20_656[aB]
M Mme Sahbunawaaeas o Se anemnmacasSa Irr_Atn_Dec_Default _Calc = 20.656[dB]
AH$3 57332854882 2 nE SFFISFFEFES ez _Atn Moo 20. €55 [dn)
nn T A R ol o R Irr_Dec_Bamdwidth Hz = 7.23694211[kHz]
X : parts pér Million : Carbon13~ Trr Dec_Bandwidth Ppm = 12.05794078 [ppm]
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o saxp( 0.2[Hz], 0.0[s] }
o trapezoid( O[%], O[%], BO[%], 100[%] }
zerofill( 1)
££6( 1, TRUE, TRUE )
] machinephase
g ppm
MeO 2
=3 Filename dyl-21-68-H-70-4.23 F
o Author delta
Experiment = proton.jxp
sample 1a ay1-21-68-H-70-4.23
solvent
Actual_Start_Time
1 Revision_Time =
1 Comment
pata_rormat
Dim Bize =
q o Dim Title
= o o Dim_Units
T - [~ Dimensions
T ISR = i a1
[-‘ (2 = [8
i | - Field Strength = 9.389766(T] (400(MEz)
- X_Req pDuration = 2.18628096[s]
&3 *_pomain PBroton
1 = | X Freq 39578219838 [MHz]
| X offset = 5(ppm)
4 ( Points 16384
| X Prescans 1
X_Resolution = 0.45739775[nz]
| / X_Sweep = 7.4540048 [xHz]
9 ] ) | X sweep_clipped = 5.99520384 [Xuz]
1 Irz_pomain Proton
Irr_Freq = 355.78219838 [MHz]
Irr offset = 5(ppm)
Tri_] n
Tri_Freq 355.78219838 [MHEz]
o Tri offset 50
2 ank: 2(us]
k| 1 _J FALSE
u 8
E ] ! J M . L 8
< T T T T T T T T T T T T T T T T = 5[]
8.0 4.0 3.0 20 1.0 0 = €6
70[ac]
| I 10.25 8]
\ [ 2.18628096[5]
X_Angle 5
ogwT o ETOoONME =~ —0T oo oo ® el ¥,
S22 442 53IFRGSnas8digdsg =8=2 25980 CAtn 6[d8)
g S03 A—aaqaaadmaig @ =g = o X _pulse 5,125 [us]
[ e - RV - RO R R g R NN e e el el el el Izz_Mode off
Tri Moge ofs
X : parts per Million : Proton Dante_Loop 500
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---- PROCESSING PARAMETERS ----
sexp( 2.0[Hz], 0.0[s] )

trapezoid( O[%], O[%]), 80[%], 100(8] )
zarofill{ 1 )

££t( 1, TRUE, TRUE )

machinephase

pem

E MeO

WIS DYL-21-68-C13-4.21-70_Carbon-1-1. 38

(thousandths)

N
<
=
[
<=
2
<
=
<
=
=
L
<
v
<
<
= Filename = DYL-21-68-C13-4.21
[k Author = delta
= Experiment carbon. xp
i Sample_ld = DYL-21-68-C13-4.21
= Solvent DMSO-DE
= Actual_start_Time = 21-APR-2019 1
— Revision T = B-MAY-2019 1
< Comment. = single puisa dasen
= Data_Format 1D COMPLEX
Dinm_size 26214
== Dim_Title = carbon13
o Dim Units = [ppm]
= Dimensions
= spectrometer = JNM-ECZ600R/S3
< 1 Field Strength = 14.09636928[T] (60
= X_Acq_Duration 0.69206016[s]
X Domain = Carbon13
=24 X_Freq 150.91343039 [MHz]
o X_offsot = 100[ppm]
- X_Points = 32768
=1 X_Proscans =4
X Resolution = 1.44296109[8z]
< X Sweep 47.34848485 [KEz]
< X_Sweep_Clipped 37.87878788 [KEz]
Irr_pomain Proton
=7 Irz_Freq = §00.1723046 [MHEz]
« Irr_offset 5[ppm]
- Blanking = 2[us]
i Clipped FALSE
scans. 1232
o] Total_scans = 1232
| e
- - - o | " Recvr_sain = s0
Temp_Get = To[ac]
T T T T T T T T T T T T T T T T T T X_90_Width 9[us]
190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 700 60.0 50.0 40.0 300 200 100 0 X_Acq_Time = 0.69206016[s]
X_Anglo 30[dog]
| X_Atn = 9.5[dB]
) \ o= = 5
Irr_atn Dec = 20.656[dB]
g 2 B98Y S8883 3 35&83&2@3;& Irz_ata Dec_Cale 20.656[an]
S no AR®RS Roo T o A AT aELOnANS R Trr_Atn Dec Default Calc = 20.656[dB]
g 5d 9959 48843 g 83399999998 T e 20 essien)
- bt} IR BUC R o e Irr_Dec_Bandwidth_Hz = 7.23684211 [kNz]
X : parts per Million : CarbonT3 “pec 1 )

Irr_Dec_Bandwidth Ppm = 12.05794078 [ppm]
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3 - sexp( 0.2(Ez], 0.0(s] )
3 ‘trapezeid( O[%], O[%], BO[%], 100[%] )
E fnq zarafill( 1)
i o £££( 1, TRUE, TRUE )
machinephase
pem
<4
7
E Filename = dyl-21-63-H-70-4.23_F
E| Author = delta
E ‘Experiment = proton.ixp
Sample_Td = dyl-21-63-H-70-4.23
solvent = DMIO-D
Actual_Start_Time = 23-APR-2019 16:20:50
Revision Time = 5-MAY-2019 11:55:22
3 ‘Comment = single_pulse
Data_Format = 1D COMPLEX
. [ s (8 _ P 15,5
k| S|ls - @ Dim_Title Proton
3 = Din_units = (ppm)
Dimensions
| - a1
| r Field Strength
| } X Aeq Duration
J J X _Freg 388.78219838 [MHz]
3 J J J J 1 ¥ offset = s(ppa)
E| X_Points 16384
@] X_Proscans 1
=9 X_Resolution = 0.45739775[uz]
 Sweep = 7.4540048 [xHz]
E X sweep Clipped 5.89520384 [kHz]
E| Irr_pomain = proton
=3 Irr_Freq = 395.78219838 [MHz]
< Irr_offset = 5(ppa]
3 rri Domain = ex
E| Tri_Freq = 39979219838 [Muz]
PGE rioffaet -
So 2(us]
5 - | clipped FALSE
3 Scans 8
_g E N | M [ J Total_scans =
--------- T T T T T T T T T | Ralazation_Delay - sta)
80 7.0 60 50 4.0 30 20 10 0 Recvr_gain = 56
70[4e]
A N [
(AN | e, / = zs.usaeosem
828 RE REERDASEC8TEL B2 RELEDR ras)
S ——foaodanmago =9 TEFT T 5.125[us]
~ =~ B G v i i o en ciei el el ed e off
= oss
X : parts per Million : Proton = 500
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|
E
E|
3 N02 - ¥G = ——--
. sexp( 2.0[Ez], 0.0[s] )
i trapezeid( D[%], O[%], BO[], 100[8] )
= zerafill( 1 )
££E( 1, TRUE, TRUE )
o1 N—Cone machinephase
= / ppm
E| N
=24
s CO,Me
3 DYL-21-63-C13-70-4
=4 delta
L] carbon
3 DYL-21-83-C13-70-4
= A 24-APR-2019 10:5
=3 = 1-AUG-2019 09: 5
El single pulse dacou
o1 1D comr
| = 26214
Carbon1a
E| tppm]
- =x
== = INM-ECZ600R/S3
E 14.09636928([T] (60
= 0.69206016(8]
K|
<+ 150.91343038 [MHz)
El = 100(ppm]
E| = 32768
=t :
= = 1.44496109[Hz]
= 47.34848485[kHz]
E| = 37.87878788 [xHz)
= = proton
e = 600.1723046[MHz]
= 5]
- 1 2[us]
= 3
523 2663
'5 -3 s - 2863
3 1 = 2151
_g = i l l J ik Recvr_Bain = 50
27 701ac]
LR s A e A i e A A us]
160.0 150.0 1400 1300 1200 1100 1000 90.0 800 700 600 500 400 300 200 100 0 0.69206016[s]
30[deq]
l\ ‘ ! | A 5.5[48]
IR [IRRNRY N\ - 3[us]
20.656[dB]
RoFE¥sEgRESdE = =8 SRURITIZCH 20.656[aB]
nen—m e8NS N - @ = - Rl B 2] 20.656[dB]
IfIdeszizadus € A7 SSFSSSAA T ssessziprne
X : parts per Million CarbonT3 = 12. 1
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- o
-3 f"‘. —--- FROCESSING PARAME e
o sexp( 0.2(Bz], 0.0[s] )
trapezoid( O[%], O[%], BO[%], 100[%] )
] zerofill( 1 )
<4 ££t( 1, TRUE, TRUE )
- e} machinephase
[ ppm
Lk
<
o
= Filename
‘Ruthor
Experiment
~ sample_td
= Solvent
Actual_start_Time
Revision_Time
e !
= Data_Format
f v e (i Din :
|( 2l |2 2 Dim_Title
- | z/2 = 2 Dim pmite
=" 2 ‘ Dimensions
=
| e s = 3 worsen oo
| X_Req_Duration = 2.18628096[s]
| H e
| o oA
X_offset = 5(ppm)
o | X_Points = 16384
=3 | J J J X _Prescans =1
E *_Resolution = 0.45739775[nz]
B X5 = 7.4540048 [kHz]
X_sweep_Clipped = 5.99520384 [Xaz]
[ = Irr_Domain Proton
= Irzr_Freq = 395.78219838 [MHEz]
3 Irr_offset = 5(ppm]
Py n = Proten
- Tri_Froq 395.78219838 [MEz]
= Tri_offset = 5(ppm)
2~ | anking = 2[us]
g 0 | e
2 I D W S S— \ H
= T T LB o e o e e e e N e s3]
9.0 3.0 20 1.0 0 €6
= 70[ac)
10.25[us]
/1\ 2.18628096(s]
= 45[deg]
nEe 6ran]
o T T 5.125[us]
oielei off
= off
X : parts per Million : Proton = 500

You created this PDF from an application that is not licensed to print to novaPDF printer (http://www.novapdf.com)

PROCESSING P
sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[], 100[8] )
zerefill( 1)

££t( 1, TRUE
machinephase
pem

TRUE )

HARK: DYL-21-65-C13-70-4.26_Carbon-1-1.jas

= DYL-21-65-C13-70-4
delta

carbon.
DYL-21-
DMSO-D6
26-APR-2019 1
5-MAY-2019 1

Jxp
65-C13-70-4

single pulse decou
1D COMPLEX

1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 10.011.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.@1.

(thousandths)

¥ = 26214
Dim_Title = carbon13
Dim Units e
Dimensions x
E Spectrometer TNM-ECEG00R/S3
E Field _Strength 14.09636528[T1 (60
X_Acq_puration ©.65206016[s]
X pomain = carboni3
B X Freq 150.91343039 [ME2]
X of£set 100 (ppm}
X Points = 32768
3 X_Prescans 4
X Resolution = 1.44496109 [5z]
E X Sweep 47.34848485 [KEz]
X Sweep_Clipped 37.87878788 [KHz]
Itr_pomain roton
E Irr_Freq = 600.1723046 [ME=]
Trr_Offset = 5[ppm]
Blanking = 2[us)
E Clipped FALSE
scans 2412
E Total scans 2412
[WINI =
= had " - Recvr_gain =50
Temp_Get = Toac]
T T T T T T T T T T T T T T T T T [T X_90_width s[us
170.0 160.0 150.0 1400 1300 1200 1100 1000 900 800 70.0 600 500 400 300 200 100 0 |xaca Tine 0. 6520601651
X Angle 30[dog]
Catn 5.51a8]
2220 I -
Irr_atn Dec = 20.656[d8]
C3ENoRRgs2SS = 22 8§§ 3z m Irr_atn_Dec_Cale 20.656[aB]
TTTTCTAMBE A h 2 Edhmdda Irr_Atn Dec Defanlt Calc = 20.656[dB]
RHLSRESRE8S88 g FF SIFESFRA irr_Atn_Noe 20.656
= 3 [apspaps Irr_Dec_Bandwidth Hz 7.23684211 [kHz]
X : parts per Million : Carbonl3~ 1rr Dec Bandwidth Ppm = 12.05794078 [ppa]
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dEDLo

PROCESSING P
sexp( 0.2[Hz], 0.0[s] )
[%], O[%], BO[%], 100(%) )
)

trapezoid( 0
zarofill( 1

o
2
o
1 3 N B
] i ‘— (_- J:i
= |
- |
s ! ] J |
|
=]
ha}
a,
=1
2
L |
O_
e
e
8-
th [
2
=

T

9.0

X : parts per Million : Proton

£ft( 1, TRUE, TRUE )

machinephase

ppm

Filename = DYL-21-80-H-70_Proton

Buthor = delta

Experiment = proten.3

sample_Id = DYL-21-80-H-70

Solvent = TMSO-DE

Actual start Time = 6-JUN-2019 18:04:32
or e = 21-SEP-2019 09:48:51

Revision_Time

comment single_pulsa
Data_Format 1D COMPLEX

Din Size 13107

pim_ritle Pr

Dim_Units [ppm])

Dimensions =x

Field_strength = 5.389766[7] (400(maz)
X_Req_Duration = 2.18628096[s]

Domain

Tri_Freq
Tri_Offset
Bl

clipped
scans
Total_Scans

Relaxation_Dalay

Proten
395.78219838 [MHz]
5(ppm]

16384

1

0.45739775 [Hz]

.4940048 [xuz]
5.99520384 [Xiiz]
Froton
39978219838 [Maz]
5 [ppe]

Proten
395.76219636 [MHz]
5(ppm]

25Tus]
2.18628096[s]
deg]
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PROCESSING P
saxp( 2.0[Hz], 0.

trapezeid{ D[],
zerofill( 1)

££€( 1, TRUE, TRUE )
machinephase
pm

ofs] )
O[b], BO[W], 100(%] )

=
=]
3
e NOZ
e
=1
24
% N—CO,Me
o ’
i
= \
2 CO,Me
=4
=
=
o]
=
=]
=
<4
=
=1
v
=
-
|
=
=]
";_
<]
z
gq
R
% [ { \ [L J
L A e O o T
1600 150.0 140.0 1300 1200 1100 1000 90.0 800 700 600 500 400 300 200 100 0
/| A=
AR - A A
AT 3 E0EINLNEZEREEEEANER d 8IERNIZoER
e R B S A RS e i K Rt o B = e a9adon
28 § SRACFRRRERREASGGRAERE 2 WNESSSFSEEFSER
X : parts per Million " CarbonT3 -

DYL-21-80-C13_Carb
delta

carbon. jxp
DYL-21-80-C13

7-JUN-2018 07: 1.
12-JUN-2019 22:4

single pulse decou

x
IHM-ECZE00R/53

14.09636928[T] (60
0.69206016[8]

150.91343039 [MHz]

100 [ppm]
32768

1
1.44496109 [5z]

47.34848485[kHz)
37.87878788 [xHz]

Proton
€00.1723046 [MEz]

70[aC]

20.656[dB]
20.656[aB]
20.656[dB]
20.656[aB]
7.23684211 [XHz]
= 12. ]
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Z - PROCESSING PARAMZTERS --—-
| bn soxp( 0.2(Hz), 0.0[s)
By trapezoid( O[¢], O[], 80[4], 100[4] )
Il zerofill{ 1 )
£££( 1, TRUE, TRUE )
machinephase
prm
< |
o
=4
~
Filename = DYL-22-25-DMSO_Proton
Author = delta
Experiment proton. jxp
Sample_Td DYL-22-25-DM8O
Solvent - -6
Actual_Start Time = 2-SEP-2019 08:39:07
Revision_Time = 16-SEP-2019 12:47:01
[ o roo t = single pulse
g8 (& ; < (S g Data_Format = 1D COMPLEX
—— | - — i < Dim_Size = 13107
3 { = Dim_Title = Proton
& Din Units tppm]
Dinansions =x
| Spectrometer = TMe-ECE400R/S1
<
= Field strength = 9.389766[T] (400 (i3]
J X_Acq_Duration = 2.18628096[a]
X Domain = Proto
X_Freq = 399.78219838 pMEz]
/ i X_offaet = 5[ppm]
X Points 16384
X_Prescans 1
X_Resolution = 0.45739775(Hz]
X Sweep 7.4940048 [kHz]
X_8waop_Clippea 5.99520384 [KHZ]
Irr_Domain = Proton
Irr Freg = 399.78219838 [MAz]
Irr Offsot = sippm]
Tri T in = Proton
Tri_rreq = 399.78219838 MBz]
2 Tri Offset = 5[ppm]
Blanking = 2[us]
H | et S
Scans =16
E Ma | M o I Total_scans -6
< T T T T T T T Relaxation Delay
8.0 70 6.0 50 4.0 30 20 10 Recvr_Gai
ii Temp_Get
X_90 Width
| AN N A e
: R T DR PR X Angle
® T N CNLTALT—C = NARNT —BAOHD DO =N
Sa = TA~QI AT NANSHEONRNPBA = SN X atn
neg @ =icl GGy, 03 Oh Gy Y. G100 08 Da 1 op L I NSO e NN X_Pulse
e OGS ECmmmmmninininsTonen G IFr_Mode = off
- Tri_Mode = off
X : parts per Million : Proton Danta_Loop = 500
<]
= - PROCESSING PARAMETERS ----
sexp( 2.0(Hz], 0.0(s) )
trapezoid( O[%], O[%], 80[%], 100[%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
machinephase
=24 PP
=]
<]
v Filename = DYL-22-25-C13_Carb
= datum
Experiment = carbon.jxp
sample_Td DYL-22-25-C13
Solvent = DMSO-DE
Actual_start_Time 7-8EP-2019 10:1
< Revision T = 16-SEP-2019 14:59:
-
Comment. = single pulse decou
Data_Format = 1D comprEX
Din size = 26214
Dim_Title Carbonl13
Dim Units = [ppm]
| Dimensions -x
Ll Spectromater = JHM-ECZ400R/S51
FPield Strength 5.389766[T] (400(M
X_Acq_Duration 1.03809024 (5]
X _Domain = Carbon13
*_Froq 100.52530333 [Maz]
S X offset 100[ppa]
i X Points = 32768
X_Prescans =
X_Resolution 0.96330739[Hz]
X_Sweep = 31.56565657 [kHz]
X sweep_Clipped 25. 25252525 [kHz]
Ir_pomain = proten
1rr_Freq = 399.76219838 [Maz]
Irr_offset = 5[ppm)
—_ Blanking = 2[us]
E Clipped = TRUE
k=] seans = 3764
5 ‘ -J l Total_scans = 3764
g (]| | roromntionpeter = 2
E & “ Recvr_Gain = 50
= Tomp_Bet = 70[4c)
T T T T T T T T T T T T T T T T X_90_Widtn =5,
160.0 150.0 1400 130.0 1200 1100 1000 900 800 700 600 500 400 300 200 100 0 X_Acq_Time = 1.03808024(s)
*_Angle = 30[deg]
| L Catn - s.1[am;
IR \ VL _ P X_Pulse = 3.10766667 [us]
o = - Trr_Atn_Dec = 27[dB]
89258 8¢ wE2ER E by TOR2BELEER Irr_Atn Dec_C = 27[dB)
Wniwvigega Oy o RpNtn o 9 cRanunomoan Trr_Atn_Dec_Default_Calc = 27[dB]
foaiomm O f——=<S o w FTOS ST Irr Atn Moe = 27[aB)
NNt T o dam== & 8 AHFFIFIFFAN o
pepa s o) —=o=== =2 Irr Dec Bandwidth Hz = 4.7826087 [xHz]
X : parts pér Million™ Carbon13 Irr_Dec_Bandwidth Ppm = 11.96303566 [ppm]

S35



1.03
1.08
1.04
09
1.04

1.00

(JEDLD

---- PROCESSING PARAMETERS ----

sexp( 0.2[Hz], 0.0

=1 )
trapezoid( 0[%], 0[%], 80[%], 100[%] )

zerofill( 1 )
£FE( 1, TRUE, TRUE )
machinephase

Wi e : pyn-22-21_Proton-i-1.3jdf

Filename

W

DYL-22-21_Proton-1-9.
delta

proton. jxp
DYL-22-21

Field strength

‘HIOIHIHI’

HH

58

PE 5y
:
£
:
;

5.389766[T] (400 [Miz]
2.18628096(35]

Prote

39978218838 [MHz]

1

0.45739775 [Hz]
7.4940048 [kHz]
5.99520384 [kHz]

oton
2 E| = 399.78219838 [MHz]
o 5[ppm]
. = Proton
Tri_Freq = 39976219838 [Muz]
o Tri_Offset 5[ppm]
2 Blanking = 2[us]
g Clipped = FALSE
e scans 16
_§ =4 Total_scans =16
T T T T T Relaxation_Delay = s[=]
9.0 8.0 7.0 6.0 5.0 Recvr_Gain = 66
Temp_Get. = 70(ac]
X_90 Widtn = 10.25[us)
/NW& | m“gki—*fxz—?‘ \\ X_Acq_Time = 2.18628096(s]
= . S e X hnoie Z 5 taear
OO =S T~ OO TOoOLCOoVnS D oW ool e
OO XX R — O — D OB -] o6 =t X_Atn = §[dB]
VORNNNSS T INSSSO0 00 MM NN X_Pulse 5.125[us]
o6 06 96 06 06 96 06 08 I I I~ I [ A6 8 6 8 8 i v v i w v T o IEr Mods oft
Tri Mode ors
X : parts per Million : Proton Dpante_Loop = 500
b=
s JEOL
= ---- PROCESSING m——
=& sexp( 2.0(Hz], 0.0(s) )
trapezoid( 0[%], O[%], 80[%], 100[3%] )
zorofill( 1 )
£££( 1, TRUE, TRUE )
machinephase
<7 Ppm
ke
<3
~
Filename = DYL-22-21-DMSO-70_
delta
= Experiment
v Sample_Id
Solvent

24

2

<7

-

=]

o1

<7

P

=]

i M J

2 | ) R

=1

T T T T T T T T T T T T T T T T
170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 900 800 700 600 500 400 300 200
|
LIS T AN A s
T e — Qwe—o o I
-~ o o~ — o - =0l w oo vy T
CRFEER n SETR a  SEEERLZER
T IO LM o non o0 o0 NTOODSO D
X : parts per Million : Carbon13

Actual_start_Time
Revision_Time

Comment

Clipped
scans
Total_scans

Relaxation_Delay
Recvr_Gain

Irr_pec_Bandwidth_ppm

2-8EP-2019 09:51:
16-SEP-2019 15:16:

ingle pulse decou
1D comPLEX

26214

Carbon13

[ppm]

x
THM-ECZA00R/51

5.383766[T] (400[M
03805024 (5]

= Carben13

00. 52530333 [MHz]

0.96330739[Hz]
= 31.56565657 [kHz]
5. 25252525 [KHz]

roton
399.76219836 [MAz)
S[ppm]

2[us]
TRUE
= a3ga1
3981

2[s]
50
70[dc]

1.03808024(s)
30[deg)
9.1[aB]
3.10766667 [us]
27[dB]

27[dB]

27[dB]

27[aB)

4.7826087 [knz]
11.96303566 [ppm]
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5 JEOL D

~ PROCESSING PARAMETERS ----

=4 e sexp( 0.2[Hz], 0.0[s] )
trapozoid( 0[8], O[%], 80[%], 100[%] )
zerofill( 1)
£££( 1, TRUE, TRUE )
machinephase
Ppm
9
=
f (=]
" | | Filename = DYL-21-52-DM30-70-aga
S Author = delta
Experiment proton. jxp
Samplo_Td DYL-21-52-DMS0O-70-aga
solvent DMsO-DE
Actual_start_Time = 18-APR-2019 1.
- Revision Time = 21-SEP-2019 0
;‘ — Comment = singlo_pulse
= [g Data Format = 1p coMFLEX
= =2 00 Din size = 13107
o Dim_Title Proton
2 i
Dimensions -x
] | =
=)
Field Strength = 9.389766[T] (400([MHz]
‘ ‘ X_Acq_Duration = 2.18628086[s]
‘ X _Domain = Proton
| 399.78219838 [Miz]
) /) ) | o
o~ 16384
a ] ] J / J i
0.45739775 [Hz]
= 7.4940048 [kiiz]
= 5.99520384 [kiiz]
= Proton
= 395.78219838 [MHz]
= = s(ppm]
= = Proton
= 39970219830 [Muz]
2 = S(ppm]
2 = 2[us]
! PR N § g
=16
_g v \ - LL =16
T T T T T T T Relaxation Delay = 5(s]
9.0 0 Bocvz Gain Zee
Tomp_Get. = 70(ac]
X_90 Widtn = 10.25[us)
X_Acq_Time = 2.18628096(s]
CAngle = 45[deg]
X_Atn = 6[dB]
X_Pulse 5.125[us]
Ir Mode = off
. Tri Mode = ogf
X : parts per Million : Proton Dants_Loop = 500
o
- JEOL
---- PROCESSING PARAMETERS ----
= sexp( 2.0[Hz], 0.0[s] )
=% ‘trapezoid( O[3], ©O[%], 80[%], 100[%] )
- zerefill( 1 )
££t( 1, TRUE, TRUE )
machinephas
o pem
o
RSR: DYL-21-52-C13-dmso-70_Carbon-1-1. jaf
<
%
Filename = DYL-21-52-C13-dmso
o Author = delta
24 Experiment carbon. jxp
sample_Td = D¥L-21-52-C13-dmso
Solvent DMSO-D6&
Actual_start_Time = 27-APR-2019 1
1= Revision Time = BS-MAY-2019 1
© + single pulse decou
Data_Format 1D COMPLEX
Dim_Size 26214
<] Dim_Title = carbon13
wi Dim Units = [ppm]
Dimensions X
Spectromatar JHM-ECZ600R/S3
=X Field Strength = 14.05636928[T] (60
- X_Acq_Duratien 0.69206016[5]
X_Demain Carboni3
X_Freq 150.91343039 [MHz]
- X of£sat 100 [ppm]
e _Points = 32768
X_Prescans =4
X Resolution = 1.44496109[Hz]
X_Sweep 47.34848485 [kHz]
X_Sweep_Clipped 37.87878788 [KEz]
Trr_pomain roton
Irz_Freq = 600.1723046 [MEz]
Irz_Offset S [ppm]
z21 Clipped
ﬁ - Scans
g Total seans
g J J ‘ . l | Relaxation_Delay - 2tm1
B ™ " a W Recvr_Gain = 50
k=1 i kel e Temp_Get = 70[4C)
T T T T T T T T T T T T X_90_Width 9[us’
160.0 1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200 100 0 | X Acq _Time 0.69206016[s]
X_Angle 30([deg]
| X atn = 5.5[d5]
P2V INN N AL A R
Irr_Atn Dec 20.656 [dB]
28I eeaEg 382 g§2$:;a 88 Irr_Atn Dec_Cale 20.656[aB]
SuIAISannFHd =M@ EEnAda R Ha Irr Atn Dac Dafault Calc = 20.656[dB]
FrossfioSEnng 3% S999988 == P 20, ssatan
At gt DoasEa Irr_Dec_Bandwidth Hz = 7,23684211 [xAz)
X : parts per Million : Tarbon 3 1rr Dec Bandwidth Ppm = 12.05794078 [ppa]
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]
n JEOL :; ;
= [a
- N O S - ING PARAME: -
2 | sexp( 0.2[Hz], 0.0[s] )
= 2 trapazoid( O[%1, O[%], BO[¥], 100[%] )
o4 zerofill( 1)
. £££( 1, TRUE, TRUE )
1 i machinephase
o N - C O 2 P r Ppm
=t /
HHZKIH: DYL-20-60-dmso-70_Proton-1-1.3df
= "COLPr
T
- Filename DYL-20-60-anso-70_Fxo
Author delta
Experiment proton.ixp
] Sample_Id DYL-20-60-dnso-70
(= Solvent DMSO-D
] Actual_Start Time 22-DEC-2018 18:11:56
% Ravision Time 16-8EP-2019 18:58:44
< Commant = singla pulse
Data_Format = 1D CoMPLEX
L Dim_Bize 13107
S Dim_Title = Fraton
Dim_Units [ppm]
0 Dimensions =x
7 . Spectrometer = JHM-ECZ600R/S3
2 Ficld strongth 14.09636928[T] (600D
v X _Acq Duration 1.45227776(s]
=) X_pomain Proton
Xrreq = 600.1723046 pmz]
" X_Offset 50 ]
s =8 g5 ( 2 ® X rotnts - Teses
3(i€ SR e T o
=3 x_Resolution = 0.68857351[nz]
o X_Sveep 11.28158845 [kHz]
S { J [ } X _8waep_Clipped 9.02527076 [kBz]
h | J ! / Irr_Domain = Proton
Irr_Fraq 600.1723046 [MAZ]
A Izrr_offset 5[ppm]
7ri_Domain roton
= 600.1723046 Mnz)
» = 5[ppm]
o 2[us]
g | L]
] 8
E —_— - s
|
T T T Rolazation Delay = 5ls]
2.0 10 0 Recvr_Gain 56
70[dc]
= 13.9[us]
1.45227776(5]
= 45[deg)]
5.9[aB]
6.95[us]
off
s Off
X : parts per Million : Proton 500

= | ---- PROCESSING PARAMETERS ----
1 sexp( 2.0[8z], 0.0[s] )

trapezoid( 0[], O[%], 80[%], 100[%] )
zerofill( 1 )

_ NO, e

Ppm

N—-CO,Pr!

/

N Filename DYL-IPr-C13-4.23 C
ratnor aaree

N .
COZPr’ Experiment = :mm.igj_"u

DYL-TPr

Actual_Start Time
Revision_Time

= single pulse decou
1D COMPLEX

26214

Carbon13

[ppm]

x
= JMM-ECZ600R/S3

Field strength

14.09636928[T] (60

X_Acq_Duration 0.69206016(5]
X_Demain = Carbon13
X_Freq 150.91343039 [MHz]
X_offset = 100[ppm]

1 X_FPoints 32768

1.44496109[Hz]
47.34848485 [kHz]
37.87878788 [KHz]

]
5
H
:
8
v

1.0 2.0 30 4.0 50 6.0 7.0 8.0 9.0 10.011.012.013.014.015.016.017.018.019.020.0 21 22.

E| Irzr D roton
4 Irx_Freq 600.1723046 [MHz]
Irr_offset 5[ppa]
-~ Blanking 2[us]
3 Bl Clipped FALSE
5 scans 2461
g Total_scans = 2461
»
2o B I l J A J l A { Relaxation_Delay 2151
5o Recvr_Gain 50
160.0 1500 140.0 1300 1200 1100 1000 900 800 700 600 500 400 300 200 100 O X _Acq_Time = 0.69206016[s)
X_Angle = 30[deg]
UL TN e I\ _7 e i N
7 X _Pulsa 3[us]
! / R =
NI L ~ow NOVAS N — T O I=z_Atn Dec =20 aR6(cn)
N n oW TRNS O = &8 ARBORONMA®T D0 Irz_Atn Dec_Cale 20.656[dB]
el o M elnlEr RN Ao 00/ =100 R R T s R e Irr_Atn Dec Default Calc = 20.656[dB]
— v - o o= Sscooccoan = “Atn Hoe =
A5 2 2ER-S2XRAR == 8 FTFFITIITITmAaQAQ Irz Atn Noe 29, 086190]
 vari e Nl St~ — — Irr Dec Bandwidth Hz 7.23684211 [Kitz]
X : parts per Million : on| 3 Irz_Dec_Bandwidth_Ppm 12.05794078 [ppm]
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1.2 13 14 15
i

1.1

0.98
0.

3;’0

---- PROCESSING P

sexp( 0.2[Hz], 0.0(s) )
trapezoid( O8], O[%], 8O[¥], 100[%] )
zerofill( 1
££e( 1, TRUE,

machinephase
ppm

TRUE )

DYL-21-88-DMSO-70-E_P
dolta

proton. jxp
DYL-21-88-DM8O-70-E

5-JUN-2019 07:34:40

i
!

Revision_Time = 11-JUN-2019 08:42:26
Comment. = single pulse
Data_Format = 1D coupLEX

Din Size = 13107

Dim_ritle = Proton

Dim Units = [ppm)

Dimensi =x

Field Strength 9.389766[T] (400[MEz]

- J pus s
< I X Domain Froton
X_Freq = 399.78219838 [Miz]
- | X offset = Stppm)
= X_Points = 16384
Il X prascans 1
] f X_Resolution 0.45739775[Hz]
5] | | ‘ I X_swaep 7.4940048 [kHz]
< | | | X_Sweep_Clipped 5.99520384 [kHz]
] | ] J ) I Irr_Domain oton
o 4 4 Irr_Preq 399.78219838 [MEz]
P Ire Offset 5[ppm)
1 Tri_Domain = Proton
Tri_Proq = 39978219838 [MEz]
o= L Tri_Offset = 5[ppm]
=3 Blanking = 2[us)
_§ ’I “ .'1 Clipped = PALSE
\ h Scana -8
fo L M S L L U o Sine 4
3 R e A B i e e e v i R e e T T | pelayation pelay
8.0 7.0 0 30 20 1.0 0 | Recvr_gain
, Get.
\ A N A e
\ . e 4 X_Acq_Time
é WA ) Ehoan :
VNV~ MmO N T 0w 0 — o A, -
QLAINAN— T AN — QD OO L\ e X_Atn = 6[dB)
OGN AN O O SOy Oy BV —eee X_Pulse = 5.125[us]
B A L SRRV R RV R - Trr Hode = oif
) o Tri_Mode = off
X : parts per Million : Proton Dante_Loop = 500
You created this PDF from an application that is not licensed to print to novaPDF printer (http://www.novapdf.com)
=
=g
=
e JEOL
heis
o1
=] - PROCESSING PARAMETERS —-—-
sexp( 2.0[Hz], 0.0(s] )
= trapezoid( 0[%], O[%], 8O[%], 100[%] )
o zerofill( 1)
o 8 | fft( 1, TRUE, TRUE )
machinephase
el ppm
<
<
S Filename = byL-21-89-C12-70_¢
Author dolta
q Experiment carbon.jxp
=4 samplo_td DYL-21-88-C13-70
> Solvent DMSO-D6
] Actual_start_Time 6-JUN-2019 16:20:
P Revision_Time 11-JUN-2019 09:20:
%2 Comment single pulse decou
q Data_Format 1D coMPLEX
<4 Dim Size 26214
L3 Dim_Title carbon13
Dim Units [ppm]
o Dimensions x
v Spectrometer JNM-ECE400R/S1

(thousandths)

5.0

4.0

L &ML} |

|

M\

o
"
P T L
160.0 1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200 100 0
| I A
A - AN A
oA o~ %+ = o
Lo ) S =3
Q@ — = 8 n na
8% € e £ g g
X : parts per Milffon : &

Field Strength 5.385766[T] (400[M

X_Acq_Duration 1.03809024 (5]
X_pomain Carbon13

X_Froq 100.52530323 [MHz]
X offset 100 [ppm]
X_Points 32768

X_Proscans 4

X_Resolution 0.96330739 [Hz]
X_sw 31.56565657 [KEz]

25.25252525 [kEz]

X_Swoep_Clipped
Irr_Domain
oq

Proton
395.78219828 [MHz]
5[ppm]

= 2[us]
= TROE
Scans = 613
Total_Scans - 613
Relaxation_Delay = 219]
Recvr_Gain = 50
Temp_Get = 70ac]
X_90_width = 9.323[us]
X_Acq_time = 1.03805024 (5]
X_angle = 30[deg)
= 9.1[dB]
3.10766667 [us]
27[a8:

27(a8]
4.7826087 [kEz]
1
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1.4

JEOL O

-~ PROCESSING PARAMETERS ----

I 5 sexp( 0.2[Hz], 0.0(s] )

‘F‘D trapezoid( 0[], 0[%],
zerofill( 1

‘ f££t( 1, TRUE, TRUE )

machinephase

PR

13

1.2

80[3], 100[3] )

1.0

0.9
I

DYL-21-89-DMSO-70-E_F
delta

proton. ixp
DYL-21-89-DM8O-70-E
g

0.8

5-JUN-2019 07:50:01
= 11-JUN-2019 09:08:54

0.7

= single_pulse
= 1D CoMPLEX

0.6

Field Strength 9.399766[T] (400 [MEZ]
Acq_Duration = 2.18628096(s]
in Proton
399.79219838 [Maz]
5 [ppm]

3 % N %
(il

16384
1

0.45739775[Bz]
7.4940048 [kBz]
5.99520384 [xHz]

oton
399.78219838 [MEz]
5[ppn)
Protor
399.78219838 [MEz]
ppm)

ag
PR

abundance
0.1
n L
_
IRRR]
i
£

B e e S ! ey T T T Relaxation Delay

8.0 7.0

s(s)
66

Recvr_Gain
70[4c]

10.25(

2.18628096(5]

X : parts per Million : Proton Dante_Loop
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1 ---- PROCESSING PARAMETERS ----
1 sexp{ 2.0[8z], 0.0[s] )
| trapezoid( 0[%], O[%], BO[3], 100[%] )
zorofill( 1 )
£ft( 1, TRUE, TRUE )
1 machinephase
<
<7 4 KW : DYL-21-89-C13-70_Carbon-1-1.jdf
Filename = DYL-21-89-C13-70_C
Autnor = acita
Exporimont = carpon.3xp
& sample_td = DIL-21-89-C13-70
Solvent - D6
= Actual_start_Time =
4 Rovision_Tima =
] Comment = mingle pulse decou
] Dpata_rormat = 1D comPLEX
] Dim_Size = 26214
] Dim_mitle = Carhon1s
] Din_Units =
] Dimensions =x
e Spectrometer = JHM-ECZ400R/S1
o
Ficla_strengtn = 9.389766[T] (400
X_acq Duration = 1.03809024(s]
X_pomai = carbon13s
X_Freq = 100.52530333 (MEz]
x_offset = 100[ppm]
X_roints = 32768
X_Prescans =
X_Resolution = 0.96330739[Hz]
x_si = 31.56565657 [kEz]
X_Sweep_Clipped = 25.25252525 [kEz]
Irr_Domain = Proton
Irr_rreq = 399.78219838 [Mmz]
Irr_offset = 5[ppm]
a Blanki = 2[us)
£z Clipped = TRUE
3 Scans = 1163
£ Total_scans = 1163
2
3 -
&
2 -

Relaxation Delay 2[s)
Temp_Get 70[4c]

T T
906 800 700 600 500 400 300 20

T

T
160.0 1500 1400 1300 1200 1100 1000

™
o
1
E
3

1.03809024[s]

X Acq_Tine -
| N X_Angle = 30[deg]
N X_Atn = 9.1[dB]
| \ l | :&\\\\\\ ./ \ | /&7\ \k\ X rulse = 3.10766667[us]
; it SRR Irr Atn Dec = 27[dB]
v n <0 % o o SO ®WE VNG = _Atn |
A% SLILLIERS ne ¥ ¥ M= —mT Irr_Ata Dec Calc = 27(4B]
= My = QW 00 %Y Ko = RS Bt B i 2 Irr_Atn Dec Default Calc = 27[dB]
Go 8 FUTMNS oA ® G= SSSSI AR = = Irz Atn Noe = 27[an)
wnwn T Mmoo — ~t~ © T TITTNN NN —r
i P g o or fa B B Ha o Irr_Dec_Bandwidth Bz = 4.7826087 [KHz]
X : parts per Million : Carboni3 Trr pec_: . =1
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HPLC spectra of products 5.

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 88:12 er.

mVv
_ S © ?77A 254nm
100+ 8 o
d o g
75+
50
25
o
-
0 5 10 15 20 25 30 35 40
min
<Peak Table>
?77A 254nm
Peak# Ret. Time | Area% Height%
1 21.020 50.049 53.652
2 25.916 49.951 46.348
Total 100.000 100.000
mV
125+ = ?77A 254nm
100-]
75
50-
25 ~
c N
— — —_— T —
0 5 10 15 20 25 30 35 40
min

<Peak Table>
?7?A 254nm

Peak# Ret. Time | Area% Height%
1 21.029 12.190 14.583
2 25.771 87.810 85.417
Total 100.000 100.000
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MeO

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm,25 °C, 92:8 er.

mV
100 2 ?77A 254nm
' <
75+ @
4 o~
50
25
o]
oll 5 1|0| 1'5 2'0”||2‘5‘ Ils‘olll
min
<Peak Table>
?7?A 254nm
Peak# Ret. Time | Area% Height%
1 14.668 50.217 58.985
2 21.873 49.783 41.015
Total 100.000 100.000
mv
500 2 277A 254nm
1 ~
400+
300+
200+
Z ©
1 2
1007_ <
. I\
) T T T T T T T T T T T T T T T T T T T T T T T T
0 5 10 15 20 25 30
min
<Peak Table>
?7?A 254nm
Peak# Ret. Time | Area% Height%
1 14.638 7.844 11.314
2 21.675 92.156 88.686
Total 100.000 100.000
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AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 85:15 er.

mV
20 0; E o ?77A 254nm)
" o
150
100
50+
o
h T T T T T T T T
0 5 25
min
<Peak Table>
227A 254nm
Peak# Ret. Time | Area% Height%
1 11.747 49.849 54.802
2 15.112 50.151 45.198
Total 100.000 100.000
mV
i 77?7A 254nm
250
200+
150
100
50
o]
o 5 ) " 25
min
<Peak Table>
277A 254nm
Peak# Ret. Time | Area% Height%
1 11.780 15.077 18.256
2 15.119 84.923 81.744
Total 100.000 100.000




AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 94:6 er.

mV
200_' E ?77A 254nm
] o N
3
1 =
150
100
50 ]
o
T T T T T ‘ T T I T T T T I T T T T T
0 5 10 15 20 25 30
min
<Peak Table>
277A 254nm
Peak# Ret. Time| Area% Height%
1 12.223 50.041 56.597
2 17.407 49.959 43.403
Total 100.000 100.000
mV
2 777A 254nm|
N
1 =
300
200
100
] &
o] A
o 5 10 15 2 25 30
min
<Peak Table>
?7?A 254nm
Peak# Ret. Time | Area% Height%
1 12.286 6.195 8.099
2 17.438 93.805 91.901
Total 100.000 100.000
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NO,

Fs;C =
IN_002Me
N\
COZMe
5e
AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 95:5 er.
mV
| © 277A 254nm
125 :2
100 ¥
75
50
25
o
00 25 50 75 100 125 150 175
min
<Peak Table>
27?A 254nm
Peak# Ret. Time | Area% Height%
1 7.678 50.012 56.552
2 10.827 49,988 43.448
Total 100.000 100.000
my
125+ g 277A 254nm
100
75
50
25 o
00 25 'so 75 100 125 15.0 175
min
<Peak Table>
272?A 254nm
Peak#| Ret. Time Area% Height%
1 7.640 5.184 7.145
2 10.740 94.816 92.855
Total 100.000 100.000
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MeO

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 92:8 er.

mV
] 2 777A 254nn]
250-] 3
200-] 2
150
100
50
0
0 10 R 30 ' " 4o ' 50
min
<Peak Table>
?77A 254nm
Peak# Ret. Time | Area% Height%
1 24.683 50.194 62.709
2 33.530 49.806 37.291
Total 100.000 100.000
mv
1 o 727A 254nm
200 S
1 g
150
100+
50 ©
] 8
1 3
o A N\
— — — - —_——
0 10 30 40 50
min
<Peak Table>
??2?A 254nm
Peak# Ret. Time| Area% Height%
1 24.770 92.215 94.070
2 34.326 7.785 5.930
Total 100.000 100.000
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Me

NO,

/N_COZMe
N\
COzMe
59
AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 87:13 er.
mV
S 7%7A 254nm
e 3
100
50
0,
; - —_— —_— —_—
0 5 10 15 20 25 30 35
min
<Peak Table>
277A 254nm
Peak# Ret. Time | Area% Height%
1 12.770 50.050 55.928
2] 16.841 49.950 44072
Total 100.000 100.000
my
2 727A 254nm
e
40
30+
20
] <«
] &
B o~
10+ -
U_M
i r 1 1 — 1 T U
0 5 10 15 20 25 30 35
min
<Peak Table>
?77A 254nm
Peak# Ret. Time| Area% Height%
1 12.984 12.635 15.952
2 17.343 87.365 84.048
Total 100.000 100.000
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NO,

N-CO,Me

Cl N
COzMe

5h

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 90:10 er.

my
75 5 S 777A 254nm
] < s
50
25
0,
——— — — e —
0 5 10 15 20 25 30
min
<Peak Table>
2277A 254nm
Peak# Ret. Time Area% Height%
1 18.541 50.165 54.118
2] 21.710 49.835 45.882
Total 100.000 100.000
mv
I 2 727A 254nm
500 B!
400
300
200
100 8
o 5 10 15 20 R
min
<Peak Table>
277A 254nm
Peak# Ret. Time| Area% Height%
1 18.248 90.292 90.814
2 21.558 9.708 9.186
Total 100.000 100.000
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AS-H colum, 95 : 5 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 90:10 er.

mV
o ?27A 254nm
]
1 o
150 -
] S
100+
50-
0;M
— — — — -
0 5 10 15 20 25
min
<Peak Table>
?77A 254nm
Peak# Ret. Time | Area% Height%
1 13.363 49.579 58.972
2 17.204 50.421 41.028
Total 100.000 100.000
<Chromatogram>
mV
] 3 277A 254nm
250 <
200
150
100
B o~
] <
4 o3
50 ”
0
_— _——
0 5 15 20 25
min
<Peak Table>
277A 254nm
Peak#| Ret. Time Area% Height%
1 13.452 9.808 15.007
2] 17154 90.192 84.993
Total 100.000 100.000
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AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 89:11 er.

mVy
2 5 ?77A254nm
75 5 8
50—-
25—_
o]
0 1|0 I 2|0 3‘0 4‘0 I 5|0
min
<Peak Table>
?77A 254nm
Peak# Ret. Time| Area% Height%
1 31.366 49.600 52.837
2| 35.327 50.400 47.163
Total 100.000 100.000
mV
?77A 254nm
50
25
0 NN Y
T T 1 T T 1
0 10 20 30 40
min
<Peak Table>
?77A 254nm
Peak# Ret. Time | Area% Height%
1 31.913 89.468 90.278
2 35.826 10.532 9.722
Total 100.000 100.000
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AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 77:23 er.

mv
300 2 ?77A 254nm
: g -
8
200
100+
0+
0....1b |2|0 . 3,0. .4‘0. .
min
<Peak Table>
?27A 254nm
Peak# Ret. Time | Area% Height%
1 23.119 49.567 57.043
2| 30.191 50.433 42.957
Total 100.000 100.000
mv
] Q ??27A 254nm
50 3
407
301
20 8
10
o
— — — : . : .
0 10 20 30 40
min

<Peak Table>

22?A 254nm

Peak#| Ret. Time Area% Height%

1 22.906 22.988 27.895
2 29.853 77.012 72.105

Total 100.000 100.000
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AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 86:14 er.

mV
300+ i ?77A 254nm
: @
. g
[+
200 -
100+
g
T T T T T T
0 5 10 25
<Peak Table>
27?7A 254nm
Peak# Ret. Time Area% Height%
1 12.313 50.226 59.523
2 18.645 49.774 40.477
Total 100.000 100.000
mV
| 2 77?A 254nm
300 s
200
100 o
0 | _r_/'\‘_}h\
0 S é T 1|0 1‘5 ‘ 2IC) 2I5 '
min
<Peak Table>
2774 254nm
Peak# Ret. Time |  Area% Height%
1 12.335 14.389 20.394
2 18.688 85.611 79.606
Total 100.000 100.000
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NO,

N-CO,Pr-i
N\
5 COzPr-i
™A\

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 78:22 er.

mV
1 ) ?277A 254nm)|
125 8
] 3
100 E
75
50
25
o
D.OIII'ZfEIII'SfOI‘Il?fE III‘IDI.O III12!.5 I‘|15|.O‘ I
min
<Peak Table>
?97A 254nm
Peak# Ret. Time Area% Height%
1 7.265 50.126 58.837
2 10.683 49.874 41.163
Total 100.000 100.000
mV
[ ?7?A 254nm
150
100;
] 3
50
o
- —— — : T : T
0.0 2.5 5.0 15.0
min
<Peak Table>
?77A 254nm
Peak# Ret. Time Area% Height%
1 7.041 21.534 27.065
2 10.175 78.466 72.935
Total 100.000 100.000




NO,
Cl =
,N—COZEt
N\
CO,Et
5n

AD-H colum, 90 : 10 hexane : IPA, flow rate 1 mL/min, 254 nm, 25 °C, 88:12 er.

mv
300 o 277A 254nm
- 3 <
~
200
100
0_
00. . .2|5‘ — ‘slol . .?‘5. . |15.0| : .12|5‘ — ‘150. . .1?‘5. : .200‘ —
min
<Peak Table>
?77A 254nm
Peak# Ret. Time Area% Height%
1 9.510 50.151 56.104
2 12.774 49.849 43.896
Total 100.000 100.000
mv
5 ?772A 254nm
400 N
300+
200
100 o
o0 25 50 75 100 125 180 175 200
min

<Peak Table>

22?A 254nm
Peak# Ret. Time | Area% Height%
1 9.567 12.262 15.682
2 12.837 87.738 84.318
Total 100.000 100.000
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AD-H colum, 90 : 10 hexane :

IPA, flow rate 1 mL/min, 254 nm, 25 °C, 85:15 er.

mvy
J g Q ?7?7A 254nm
750 3 &
p M~ «©
500
250
0
— — — —— T T
0.0 25 5.0 7.5 10.0 125
min
<Peak Table>
?77A254nm
Peak# Ret. Time | Area% Height%
1 7.036 50.000 47.479
2 8.286 50.000 52.521
Total 100.000 100.000
mV
[N ?77A 254nm
500
250+
] 3
~
c /\
0.0 o 2.|5 I I 5‘.0 o I 7!5 I 16.0I I12|.5‘ I
min
<Peak Table>
277A254nm
Peak# Ret. Time Area% Height%
1 7.199 14.872 16.247
2 8.327 85.128 83.753
Total 100.000 100.000
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