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I. Synthetic procedures and characterization data

Experimental Section

A. General Methods: All reactions were conducted under a dry nitrogen atmosphere. Solvents
(CH2Cl2 >99%, THF 99.5%, Acetonitrile 99.8%, DMF 99.5%) were purchased in capped
bottles and dried under sodium or CaHz. All other solvents and reagents were used without
further purification. All glasswares used were oven dried before use. TLC was performed on
pre-coated Aluminium plates of Silica Gel 60 F254 (0.25 mm, E. Merck). Developed TLC
plates were visualized under a short-wave UV lamp and by heating plates that were dipped in
ammonium molybdate/cerium (1V) sulfate solution. Silica gel column chromatography was
performed using Silica Gel (100-200 mesh or 230-400 mesh) and employed a solvent polarity
correlated with TLC mobility. We have used 3 Angstrom powdered molecular sieves in our
study. The powdered MS were weighed in a dried pear shaped flask and activated by periodic
heating of flask by using flame over 15 min period under high vacuum. Paraffin oil bath was
used for heating wherever required. NMR experiments were conducted on 400 and 500 MHz
instrument using CDCls (D, 99.8%) or CD3OD (D, 99.9%) as solvents. Chemical shifts are
relative to the deuterated solvent peaks and are in parts per million (ppm). *H-*H COSY was
used to confirm proton assignments. Mass spectra were acquired in the ESI mode. Specific
rotation experiments were measured at 589 nm (Na) and 25 °C. IR spectra were recorded on

an FT-IR spectrometer using CsCl plates.

3-0-Benzyl-1,2-di-O-palmitoyl-sn-glycerol (13)

OCOC+5H31
BnOWOCOC15H31
13

Compound 12 (0.85 g, 4.66 mmol) was dissolved in dry CH2Cl2 (12 mL). To this solution,
DCC (2.4 g, 11.6 mmol), DMAP (0.28 g, 2.33 mmol) and palmitic acid (2.99 g, 11.6 mmol)
were added. The reaction was stirred for 3 h at rt. The mixture was filtered over Celite, washed
with saturated aqueous NaHCOs (3 x 20 mL), dried on anhyd. Na2SO4 and concentrated in
vacuo. The residue was purified by silica gel column chromatography (100-200 mesh, 15%
EtOAc-petroleum ether) to obtain compound 13 as white solid (2.52 g, 82%). [a]o?® +5.89 (c
= 1.0, CHCI3); M.P. 57-59 °C; IR (cm™*, CHCls) v 2916, 2849, 1731, 1470, 1173, 1111, 1027,
785, 745; 'H NMR (500 MHz, CDCls) 6 7.38-7.28 (m, 5H, ArH), 5.29-5.25 (m, 1H, CH), 4.56
(ABq, J=12.1, 8.1 Hz, 2H, CH2Ph), 4.38 (dd, J = 3.7, 8.1 Hz, 1H), 4.22 (dd, J = 6.4, 5.4 Hz,
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1H), 3.61 (dd, J = 3.8, 1.3 Hz, 2H), 2.36-2.28 (m, 4H, COCH?>), 1.65-1.61 (m, 4H), 1.28 (bs,
48H), 0.91 (t, 6H, CHs); 3C NMR (125 MHz, CDCls) 6 173.4, 173.1, 137.7, 128.4, 127.7,
127.6, 73.3, 70.0, 68.2, 62.6, 34.3, 34.1, 31.9, 29.7, 29.6, 29.6, 29.5, 29.4, 29.3, 29.3, 29.1,
29.1, 24.9, 24.9, 22.7, 14.1; HR-ESI-MS (m/z): [M + Na]* calcd. for C42H7s0sNa, 681.5428;
found, 681.5459.

1,2 di-O-palmitoyl-sn-glycerol (11)

OCOC5H31
HO.__OCOC 5Hs;
11

Compound 13 (0.8 g, 1.21 mmol) was dissolved in EtOH (25 mL). To this solution Pd(OH)2/C
(0.46 g) was added and the reaction was stirred under an atmosphere of hydrogen (1 atm) for
2 h. After complete consumption of starting material (as judged by TLC), reaction mixture was
filtered through a Celite pad with CHCls/hexane as eluents. The crude product obtained after
the removal of the solvent was purified by silica gel column chromatography (100-200 mesh,
20% EtOAc-petroleum ether) to afford 11 as a white solid (0.61 g, 88%). [«]p®® -1.57 (c = 1.0,
CHCI3); M.P. 49-53 °C; IR (cm™, CHCIs3) v 3458, 3015, 2936, 2861, 1729, 1449, 1366, 1334,
1282, 1216, 1163, 1101, 1042, 926, 667; 'H NMR (400 MHz, CDCIs) ¢ 5.09-5.04 (m, 1H),
4.30 (dd, J = 7.6, 4.2 Hz, 1H), 4.20 (dd, J = 6.0, 5.8 Hz, 1H), 3.70 (d, J = 5.0 Hz, 2H), 2.30 (m,
4H, COCHz), 1.59 (m, 4H), 1.23 (bs, 48H), 0.85 (t, J = 6.4 Hz, 6H, CH3); 13C NMR (100 MHz,
CDCls) 6 173.7, 173.4, 72.0, 62.1, 61.3, 34.2, 34.0, 31.9, 29.7, 29.6, 29.6, 29.4, 29.3, 29.2,
29.1, 29.0, 24.9, 24.8, 22.6, 14.1; HR-ESI-MS (m/z): [M + Na]" calcd. for CssHssOsNa,
591.4959; found, 591.4975.

Phenyl-2-azido-3-O-(2-naphthylmethyl)-4-N-benzylcarbamate-2,4,6-trideoxy-1-thio-f-D
galactopyranoside (16)

CbzHN
(0]
NapO SPh
N3
16

Tf20 (0. 34 mL, 2.01 mmol) was added dropwise at 0 °C to a stirred solution of compound 15
(0.2 g, 0.50 mmol), pyridine (0.48 mL, 6.03 mmol) in CH2Cl2 (10 mL) and the reaction mixture
was gradually brought to 0 °C over 1 h. After complete conversion of the starting material the
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reaction mixture was diluted with CH2Cl2 and washed successively with 1M HCI (2 x 5 mL),
aq. NaHCOs (3 x 5 mL) and water. Separated organic layer was dried over Na2SOs,
concentrated and the crude product was used for the next step without any purification. The
crude product was dissolved in CH3CN (13 mL), and to this, TBAN3 (0.13 g, 0.47 mmol) was
added at -30 °C and the reaction mixture was stirred at the same temperature for 16 h. After 16
h, the solvent was evaporated on a rotary evaporator under N2 atmosphere and the residue was
dissolved in DMF (2 mL). To this clear solution, CbzNH2 (0.15 g, 1.00 mmol) was added.
After 10 h, the reaction mixture was diluted with EtOAc and washed with brine (4 x 10 mL)
and water. The separated aqueous layer was washed with EtOAc. The combined organic layers
were dried over Na2SO4 and concentrated in vacuo. The crude product was purified by silica
gel column chromatography (100-200 mesh, 20% EtOAc-petroleum ether) to give 16 as
colourless sticky gum (0.17 g, 60%). [a]o®® -5.07 (c = 0.25, CHCI3); IR (cm™, CHCI3) v 3402,
2924, 2114, 1717, 1700, 1217, 1034, 757; *H NMR (400 MHz, CDCls) ¢ 7.85-7.82 (m, 4H,
ArH), 7.58-7.53 (m, 3H, ArH), 7.50-7.47 (d, 2H, ArH), 7.36-7.31 (m, 8H, ArH), 5.14 (ABq, J
=12.3 Hz, 2H, CH2Cbz), 5.02 (d, J=11.3 Hz, 1H, CHHNAP), 4.83 (d, J = 10.2 Hz, 1H, NH),
4.71 (d, J = 11.3 Hz, 1H, CHHNAP),4.34 (d, J = 10.2, 1H, H-1), 4.28 (dd, J = 6.5, 3.7 Hz, 1H,
H-4), 3.64-3.59 (m, 1H, H-5), 3.55 (dd, J = 5.6, 4.1 Hz, 1H, H-3), 3.27 (t, J = 9.9 Hz, 1H, H-
2), 1.29 (d, J = 6.2 Hz, 3H, CHs); 1*C NMR (100 MHz, CDCls) 6 156.9, 136.4, 134.7, 133.8,
133.3, 131.3, 129.3, 128.8, 128.6,1278.4, 128.2, 128.1, 128.0, 127.8, 127.4, 126.3, 126.2,
126.1, 86.2, 79.9, 74.2, 71.3, 67.1, 67.4, 51.2, 17.3; HR-ESI-MS (m/z): [M + Na]* calcd. for
C31H3004N4SNa, 577.1880; found, 577.1879.

Phenyl-2-trichloroacetamido-3-O-(2-naphthylmethyl)-4-N-benzylcarbamate-2,4,6-
trideoxy-1-thio-g-bp-galactopyranoside (8)

CbzHN

0]
NHTCA
8

Compound 16 (0.2 g, 0.36 mmol) was dissolved in Ethyl acetate : AcOH (1:2, 9 mL). To this
stirred solution, Zn (50 mg) was added and then the reaction mixture was kept stirring for 2 h.
After complete consumption of starting material (as judged by TLC), the reaction mixture was
filtered through Celite, solvents were removed in vacuo and the crude product was dried under

high vacuum for 1 h.
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The crude product with 3 A MS (0.4 g) was dissolved in THF (2.5 mL), and trichloro
acetyl chloride (81 uL, 0.72 mmol) was added. After stirring the reaction mixture at rt for 3 h
solvents were removed under reduced pressure and the crude product was purified by silica gel
column chromatography (100-200 mesh, 30% EtOAc-petroleum ether) to obtain 8 as a foam
(0.17 g, 71%). [a]o®® +37.32 (c = 1.0, CHCIs); IR (cm™, CHCIs) v 3400, 3320, 3025, 2871,
1713, 1699, 1521, 1218, 1083, 1046, 819, 758, 697, 675; *H NMR (400 MHz, CDClz) 6 7.82-
7.77 (m, 4H, ArH), 7.52-7.43 (m, 5H, ArH), 7.33-7.29 (m, 8H, ArH), 6.87 (d, J = 7.6 Hz, 1H,
NH), 5.15 (ABq, J = 12.4 Hz, 2H, -CH2Cbz), 5.08-5.02 (m, 2H, NH, H-1), 4.97 (d, J = 11.3
Hz, 1H, CHHNAP), 4.60 (d, J = 11.3 Hz, 1H, CHHNap), 4.37 (dd, J = 6.4, 3.5 Hz, 1H, H-4),
4.06 (dd, J =6.5, 3.9 Hz, 1H, H-3), 3.76-3.73 (m, 1H, H-5), 3.48 (m, 1H, H-2), 1.31 (d,J=6.4
Hz, 3H); *C NMR (100 MHz, CDClz): ¢ 161.6, 157.0, 136.2, 134.5, 133.2, 133.2, 133.1,
131.9, 129.1, 128.5, 128.4, 128.1, 127.9, 127.8, 127.7, 126.2, 126.2, 126.1, 92.4, 85.2, 76.7,
75.9, 74.2, 71.1, 67.1, 53.7, 51.5, 17.2; HR-ESI-MS (m/z): [M + Na]* calcd. for
Cs3H31CIsN20sNas, 695.0911; found, 695.0912.
Phenyl-3-0-(2-naphthylmethyl)-4,6-O-benzylidene-1-thio-f-b-glucopyranoside (18)

ey
NasO SPh

OH
18

Buz2SnO (1.24 g, 4.99 mmol) was added to a stirred solution of phenyl 4,6-O-benzylidene-1-
D-glucose 17 (1.5 g, 4.16 mmol) in toluene (30 mL) and the reaction mixture was refluxed at
110 °C for 8 h. After complete consumption of the starting material (as judged by TLC) solvent
was removed under reduced pressure and the crude product was dried under high vacuum for
5 h. Above crude product was dissolved in dry toluene (30 mL) and TBAB (2.01 g, 6.24 mmol)
followed by 2-naphthylmethyl bromide (1.38 g, 6.24 mmol) were added. Reaction mixture was
kept stirring for 6 h at 60 °C temperature. After completion of the reaction (confirmed by TLC),
reaction mixture was diluted with EtOAc, and washed with brine (2 x 25 mL) solution.
Separated organic layer was dried over Na2SOs, concentrated and purified by silica gel column
chromatography (100-200 mesh, 30% EtOAc-petroleum ether) to give 18 (1.46 g, 70%) as a
white solid. [a]o?® -13.74 (c = 1.0, CHCIs3); M.P. 184-185 °C; IR (cm™, CHCI3) v 3542, 3018,
2881, 1733, 1374, 1215, 1086, 771, 756, 669; 'H NMR (400 MHz, CDCls3) 6 7.82-7.78 (m,
3H, ArH), 7.73 (m, 1H, ArH), 7.55-7.44 (m, 7H, ArH), 7.39-7.34 (m, 3H, ArH), 7.32 (m, 3H,
ArH), 5.59 (s, 1H, CHPh), 5.10, 4.97 (ABq, J =11.8 Hz, 2H, CH2NAP), 4.63 (d, J = 9.7 Hz,
1H, H-1), 4.39 (dd, J =5.5, 4.9 Hz, 1H, H-6"), 3.80 (t, J = 10.2 Hz, 1H, H-6), 3.77-3.67 (m, 2H,
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H-3, H-4), 3.58-3.49 (m, 2H, H-2, H-5), 2.57 (d, J = 2.1 Hz, 1H, OH); 3C NMR (100 MHz,
CDCls) ¢ 137.2, 135.6, 133.2, 133.2, 133.0, 132.2, 131.3, 129.0, 128.4, 128.3, 127.9, 127.7,
126.9, 126.2, 126.1, 126.0, 125.9, 101.3, 88.5, 81.4, 81.1, 74.8, 72.3, 70.7, 68.6; HR-ESI-MS
(m/z): [M + Na]* calcd. for CsoH2s05SNa, 523.1550; found, 523.1553.

Phenyl-4,6-O-benzylidene-3-O-(2-naphthylmethyl)-2-O-benzyl-1-thio-f-D-

glucopyranoside (10)
S
NapO SPh

OBn
10

NaH (19 mg, 0.80 mmol) and BnBr (57 pL, 0.48 mmol) were added sequentially to a stirred
solution of compound 17 (0.16 g, 0.32 mmol) in DMF (0.7 mL) at 0 °C. After complete
consumption of starting material (confirmed by TLC), reaction mixture was diluted with
EtOAc and transferred into a separating funnel. Organic layer was washed with brine (4 x 5
mL) and water, the collected organic layer was dried over Na2SQO4, concentrated and purified
by silica gel column chromatography (100-200 mesh, 15% EtOAc-petroleum ether) to afford
10 as a white solid (0.15g, 84%); [a]o® -9.96 (¢ = 1.0, CHCI3); M.P. 139-142 °C; IR (cm,
CHCIs) v 3052, 2924, 2861, 1453, 1366, 1271, 1216, 1171, 1086, 1027, 815, 752, 696; ‘H
NMR (400 MHz, CDCls) 6 7.88-7.81 (m, 3H, ArH), 7.76 (m, 1H, ArH), 7.64-7.35 (m, 18 H,
ArH), 5.68 (s, 1H, CHPh), 5.17, 5.03 (ABq, J =11.5 Hz, 2H, CH2NAP), 4.96 (ABq, J = 10.3
Hz, 2H, CH2Ph), 4.86 (d, J = 9.7 Hz, 1H, H-1), 4.46 (dd, J = 5.4, 5 Hz, 1H, H-6"), 3.97 (dd, J
= 8.6, 0.6 Hz, 1H, H-3), 3.88 (t, J = 10.3 Hz, 1H, H-6), 3.82 (t, J = 9.3 Hz, 1H, H-4), 3.6 (dd,
J=8.3,1.3Hz, 1H, H-2), 3.58-3.52 (m, 1H, H-5); 13C NMR (100 MHz, CDCls) § 138.1, 137.3,
135.8,133.3,133.2,133.1,132.4,129.1, 128.5, 128.4, 128.3, 128.2, 128.0, 127.9, 127.7, 126.9,
126.3,126.1, 126.1, 125.9, 101.3, 88.4, 83.0, 81.5, 80.6, 76.0, 75.4, 70.3, 68.80; HR-ESI-MS
(m/z): [M + Na]* calcd. for Cs7H340sSNa, 613.2019; found, 613.2022.

3-0-(4,6-0O-Benzylidine-2-0O-benzyl-3-O-(2-naphthylmethyl)-1-a-D-glucopyranosyl)-1,2-
di-O-palmatoyl -sn-glycerol (19)

" oA
0]
NapO BnO OCOC5H3;4

O _~_0COC 5H3;

19
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A suspension of donor 10 (0.5 g, 0.84 mmol), acceptor 11 (0.43 g, 0.76 mmol) and 3 A MS (2
g) in CH2Cl2 : Et20 (1:1, 8 mL) was stirred under nitrogen atmosphere at rt for about 0.5 h.
The flask was cooled to 0 °C and NIS (0.38 g, 1.69 mmol) was added followed by addition of
TMSOTT (15 pL, 0.08 mmol) at same temp. The reaction mixture was stirred at 0 °C under
nitrogen atmosphere for 2 h. The reaction was quenched by adding EtsN (0.1 mL). The reaction
mixture was diluted with CH2Cly, filtered through Celite and transferred to a separating funnel.
The organic layer was washed with ag. Na2S203 (2 x 15 mL), the separated organic layer was
dried over Na2SO4 and concentrated. The crude product was purified by silica gel column
chromatography (230-400 mesh, 15% EtOAc-petroleum ether) to afford 19 as a white solid
(0.62 g, 78%). [a]o® +5.74 (c = 1.0, CHCI3); M.P. 65-66 °C; IR (cm™, CHCI3) v 3020, 2924,
2852, 1736, 1467, 1216, 1092, 770, 669; *H NMR (400 MHz, CDClz) ¢ 7.82-7.68 (m, 4H,
ArH), 7.50-7.29 (m, 13H, ArH), 5.57 (s, 1H, CHPh), 5.29-5.24 (m, 1H, CH), 5.07, 4.99 (ABq,
J =11.6 Hz, 2H, CH2NAP), 4.84 (d, J = 12.0 Hz, 2H, CHHPh), 4.76 (d, J = 3.6 Hz, 1H, H-1),
4.69 (d, J=12.0 Hz, 2H, CHHPh), 4.44 (dd, J = 8.3, 3.7 Hz, 1H), 4.27-4.17 (m, 2H, H-6), 4.08
(t, J=9.2, 1H, H-3), 3.88-3.58 (m, 6H, H-5, H-6', H-2, H-4), 2.37-2.29 (m, 4H), 1.61 (m, 4H),
1.26 (bs, 48H), 0.89 (t, J = 6.6 Hz, 6H); 13C NMR (100 MHz, CDCIs) 6 173.3, 173.0, 138.2,
137.3,136.2,133.3,132.9,128.9, 128.4,128.2, 127.9, 127.8, 127.8, 127.6, 126.5, 126.1, 125.8,
125.7, 101.4, 98.5, 82.0, 79.4, 78.4, 77.2, 75.3, 73.5, 69.7, 69.0, 66.4, 62.8, 62.4, 34.3, 34.1,
31.9, 29.7, 29.6, 29.5, 29.3, 29.3, 29.1, 29.1, 24.9, 22.7, 14.1; HR-ESI-MS (m/z): [M + Na]*
calcd. for CesHosO10Na, 1071.6896; found, 1071.6891.

1,2-di-O-Palmatoyl-3-0-(4,6-O-benzylidine-2-O-benzyl-1-a-D-glucopyranosyl)-sn-

Phﬁ(@%
0
HO—=Z 51 OCOCisHs

O _A_0COC;5H3
9

glycerol (9)

To a solution of 19 (1.3 g, 1.23 mmol) in CH2Cl2 (104 mL) and water (5.2 mL). S-pinene (0.32
mL, 1.96 mmol), and DDQ (0.33 g, 1.48 mmol) were added at room temperature. After stirring
for 2.5 h, the reaction mixture was diluted with CH2Cl2 (50 mL), and the organic layer was
washed 3 times with 50 mL of 2 M NaOH. Organic layers were washed with 100 mL of sat.
NaHCOs, dried over Naz2SOs, filtered, and concentrated in vacuo Solvent was removed under

reduced pressure and obtained crude product was purified by silica gel column chromatography
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(100-200 mesh, 25% EtOAc-petroleum ether) to give 9 as sticky gum (0.91 g, 81%). [a]o?®
+18.93 (c = 1.0, CHCIls); IR (cm™, CHCIs) v 3544, 2920, 1652, 1260, 1048, 775; *H NMR
(500 MHz, CDCls) & 7.49-7.47 (m, 2H, ArH), 7.37-7.30 (m, 8H, ArH), 5.51 (s, 1H, CHPh),
5.24-5.21 (m, 1H, CH), 4.75, 4.64 (ABq, J = 12.0 Hz, 2H, CH2Ph), 4.73 (d, J = 3.6 Hz, 1H, H-
1), 4.41 (dd, J = 8.2, 3.7 Hz, 1H), 4.23-4.18 (m, 2H, H-6"), 4.13 (t, J = 9.2 Hz, 1H, H-3), 3.84-
3.73 (m, 2H, H-5), 3.68 (t, J = 10.3 Hz, 1H, H-6), 3.52-3.45 (m, 3H, H-2, H-4), 2.56 (bs, 1H,
OH), 2.33-2.92 (m, 4H), 1.60 (m, 4H), 1.25 (bs, 48H), 0.87 (t, J = 6.8 Hz, 6H); 13C NMR (125
MHz, CDCI3) ¢ 173.3, 173.0, 138.0, 137.1, 129.1, 128.6, 128.2, 128.0, 127.9, 126.3, 101.9,
97.8,81.1,79.7,73.1, 70.0, 69.7, 68.9, 66.3, 62.5, 62.4, 34.2, 34.1, 31.9, 29.7, 29.7, 29.6, 29.5,
29.4, 29.3, 29.3, 29.1, 29.1, 24.9, 22.7.14.2; HR-ESI-MS (m/z): [M + Na]* calcd. for
CssHssO10Na, 931.6270; found, 931.6271.

3-O-[(2-trichloroacetamido-3-O-(2-naphthylmethyl)-2,4,6-trideoxy-4-benzylcarbamate-
1-p-galactopyranosyl)-(1—3)-(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-
O-palmatoyl-sn-glycerol (21)

CbzHN

Ph/v
Napo 0COC 15Hys

NHTCA V\/oc:oc:1 sHa1

AAT thioglycoside 8 (0.1 g, 0.14 mmol) was dissolved in THF (2.52 mL) and H20
(0.53 mL). NBS (79 mg, 0.44 mmol) was added to it at rt. after 1 h, after complete consumption
of starting material (confirmed by TLC), reaction mixture was diluted with EtOAc and
transferred into a separating funnel. Organic layer was washed with Na2S203 (3 x 10 mL) and
water, the collected organic layer was dried over Na2SOa4, concentrated and the crude product
was dried under high vacuum for 1 h. Crude product was dissolved in CH2Cl2 (12 mL). To this
stirred solution CCIsCN (0.3 mL, 2.81 mmol) and DBU (10 L, 0.07 mmol) was added at 0 °C.
After 1 h, reaction mixture was directly concentrated and purified by silica gel column
chromatography (100-200 mesh, 15% EtOAc-petroleum ether) to give 20 as colourless sticky
gum.

Azeotropic mixture of donor 20 (0.15 g, 0.21 mmol) and acceptor 9 (0.11 g, 0.12 mmol)
and 3 A MS (0.36 g) was dissolved in dry CH2Cl2 (3 mL) and stirring was continued at rt for
0.5 h. TMSOTT (4 pL, 0.02 mmol) was added at -30 °C. The reaction was stirred at same

temperature for 1 h. After 1 h, reaction mixture was diluted with CH2Cl2 followed by filtration
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through celite, concentrated and purified by silica gel column chromatography (230-400 mesh,
20% EtOAc-petroleum ether) to give compound 21 (0.3 g, 74%). [a]o?> +7.35 (c = 1.0, CHCI3);
IR (cm™, CHCIs) v 3404, 2925, 2857, 1733, 1245, 1217, 1055, 763, 670; 'H NMR (500 MHz,
CDCls) 6 7.85-7.78 (m, 2H, ArH), 7.50-7.44 (m, 5H, ArH), 7.34-7.21 (m, 15H, ArH), 6.66 (d,
J=7.7Hz, 1H, NH), 5.52 (s, 1H, CHPh), 5.31 (d, J = 10.1, 1H, NH), 5.20-5.13 (m, 3H), 4.99
(m, 2H, H-1'), 4.74, 4.54 (ABq, J = 12.1 Hz, 2H), 4.61 (m, 2H, H-1), 4.38 (dd, J = 8.1, 3.7 Hz,
1H), 4.32 (dd, J = 6.3, 3.7 Hz, 1H, H-4"), 4.22-4.14 (m, 3H, H-3, H-4, H-6"), 4.04 (dd, J = 6.7,
4.1 Hz, 1H, H-3"), 3.80-3.67 (m, 3H, H-5), 3.60-3.51 (m, 4H, H-2, H-2", H-5"), 3.44 (dd, J =
5.6, 5.1 Hz, 1H), 2.33-2.27 (m, 4H), 1.60 (m, 4H), 1.28 (bs, 48H), 1.18 (d, J = 6.1 Hz, 3H, H-
6'), 0.91 (t, J = 6.7 Hz, 6H); 3*C NMR (125 MHz, CDCl3) 6 173.5, 173.2, 162.1, 157.2, 138.4,
137.4,136.6, 135.1, 133.4, 133.3, 129.2, 128.7, 128.7, 128.5, 128.3, 128.2, 128.1, 128.0, 127.9,
127.8, 127.5, 126.5, 126.3, 126.2, 101.6, 100.3, 98.3, 92.7, 80.7, 79.6, 75.3, 73.6, 71.2, 70.0,
69.8,69.1, 67.1, 66.5, 62.7, 62.5, 56.6, 51.4, 34.4, 34.3, 32.1, 29.9, 29.9, 29.8, 29.7, 29.6, 29.5,
29.5, 29.3, 29.3, 25.1, 25.1, 22.9, 16.9, 14.3; HR-ESI-MS (m/z): [M + Na]* calcd. for
Cs2H113015CI3N2Na, 1493.7099; found, 1493.7076.

3-O-[(2-trichloroacetamido-2,4,6-trideoxy-4-benzylcarbamate-1-g-galactopyranosyl)-
(1-3)-(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-palmatoyl-sn-glycerol

@)
Ph/v
OCOC;5H3

BnO
NHTCA O___0COC;sHs;

CbzHN

To a solution of 21 (0.17 g, 0.11 mmol) in CH2Cl2 (4.8 mL) and water (0.54 mL), DDQ (31
mg, 0.14 mmol) was added at room temperature. After stirring for 2 h, the reaction mixture
was quenched with EtsN (2-3 drops). Solvent was removed under reduced pressure and the
obtained crude product was purified by silica gel column chromatography (100-200 mesh, 25%
EtOAc-petroleum ether) to give 7 as sticky gum (0.11 g, 69%). [a]o?® +46.42 (c = 0.1, CHCl3);
IR (cm™, CHCI3) v 3511, 3404, 2929, 1723, 1650, 1454, 1244, 1217, 1086, 770, 575; *H NMR
(400 MHz, CDCl3) ¢ 7.48-7.46 (m, 2H, ArH), 7.36-7.26 (m, 13H, ArH), 6.72 (d, J = 7.6 Hz,
1H, -NH), 5.49 (s, 1H, CHPh), 5.32 (d, J =9 Hz, 1H, -NH), 5.18-5.05 (m, 3H), 4.84 (d, J=8.3
Hz, 1H, H-1'), 4.73, 4.54 (ABq, J = 12.1 Hz, 2H, CH2Ph), 4.62 (d, J = 3.6 Hz, 1H, H-1), 4.35
(dd, J=8.2,3.7 Hz, 1H), 4.20-4.12 (m, 3H, H-4), 3.97 (d, J = 8.0 Hz, 2H, H-4"), 3.79-3.67 (m,
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3H, H-3, H-5, H-6), 3.60-3.51 (m, 4H, H-2, H-2', H-3', H-5'), 3.41 (dd, J = 5.4, 5.4 Hz, 1H, H-
6"), 3.10 (d, J = 4.1 Hz, 1H, -OH), 2.31-2.15 (m, 4H), 1.58 (m, 4H), 1.25 (bs, 48H), 1.12 (d, J
= 6.3 Hz, 3H, H-6"), 0.88 (t, J = 6.6 Hz, 6H); 3C NMR (100 MHz, CDCls) ¢ 173.3, 173.0,
162.6, 157.9,138.1, 137.2,136.0, 129.0, 128.6, 128.5, 128.2, 128.1, 128.0, 127.4, 126.1, 101.3,
100.6, 97.9, 92.5, 80.1, 79.6, 77.2, 76.8, 73.0, 71.1, 69.6, 68.8, 67.3, 66.4, 62.6, 62.3, 57.4,
55.2,34.2,34.1, 31.9, 29.7, 29.6, 29.5, 29.3, 29.2, 29.1, 29.1, 24.8, 22.7, 16.6, 14.1; HR-ESI-
MS (m/z): [M + Na]* calcd. for C71H105s015ClsN2Na, 1353.6473; found, 1353.6472.

Phenyl-4,6-O-benzylidene-3-0O-benzyl-2-O-chloroacetyl-1-thio-f-p-glucopyranoside

(20a)
N
O
BnO SPh

CIAcO
20a

Compound 20 (0.14 g, 0.31 mmol) was dissolved in CH2Cl2 (2.5 mL). To this clear solution
pyridine (75 pL, 0.94 mmol) and CIAcCI (75 wL, 0.94 mmol) were added. After 3 h, complete
consumption of starting material (confirmed by TLC), reaction solvent was removed under
reduced pressure and the obtained crude product was purified by silica gel column
chromatography (100-200 mesh, 30% EtOAc-petroleum ether) to afford 20a as white sticky
solid (0.15 g, 92 %). [a]o?® +2.21 (¢ = 1.0, CHCI3); IR (cm™®, CHCIs) v 2916, 2849, 1731, 1470,
1173, 1111, 1027, 785, 745; *H NMR (500 MHz, CDClz) 6 7.54-7.50 (m, 4H, ArH), 7.45-7.40
(m, 3H, ArH), 7.38-7.29 (m, 8H, ArH), 5.59 (s, 1H, CHPh), 5.08 (t, J = 8.9 Hz, 1H, H-2), 4.91,
4.68 (d, J = 12.0 Hz, 1H, CHHPh), 4.73 (d, J = 10.0 Hz, 1H, H-1), 4.68 (d, J = 12.0 Hz, 1H,
CHHPh), 4.42 (dd, J = 5.5, 5.0 Hz, 1H), 3.98, 3.87 (ABq, J = 14.8 Hz, 2H, CH>), 3.84-3.79
(m, 2H, H-3, H-6), 3.75 (t, J = 9.2 Hz, 1H, H-4), 3.55-3.51 (m, 1H, H-5); 3C NMR (125 MHz,
CDCls) ¢ 165.8, 138.0, 137.1, 133.1, 131.6, 129.1, 129.1, 128.5, 128.3, 128.1, 127.9, 126.0,
101.3, 86.3,81.2,79.5, 77.4,77.2,76.9, 74.5, 72.9, 70.5, 68.5, 40.7; HR-ESI-MS (m/z): [M +
K]" calcd. for C2sH27ClOsSK, 565.0848; found, 565.0844.

Phenyl-2-O-chloroacetyl-3,4-di-O-benzyl-1-thio-#-p-glucopyranoside (22)

OH
BA0o X sph
ClAcO
22
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BHs-THF (1 M, 4.1 mL, 3.46 mmol) was added to a solution of fully protected benzylidine
compound (0.61 g, 1.15 mmol) in CH2Cl2 (2 mL) under nitrogen atmosphere. After 10 min.
TMSOTTf (41 pL, 0.23 mmol) was added at 0 °C. Reaction mixture was stirred for 2 h, and
quenched with MeOH (3 mL), EtsN, concentrated and purified by silica gel column
chromatography (100-200 mesh, 20% ethyl acetate: pet ether) to give 22 as a viscous liquid
(0.53 g, 88%).[a]o?® +7.46 (c = 0.5, CHCI3); IR (cm™, CHCIs) v 3545, 3436, 2949, 2926, 1642,
1455, 1377, 1216, 1082, 916, 767; *H NMR (400 MHz, CDCls) § 7.38-7.17 (m, 15H, ArH),
491 (t,J = 9.1 Hz, 1H, H-2), 4.92- 4.74 (m, 2H, CH2Ph), 4.59-4.56 (m, 3H, CHzPh, H-1), 3.80
(m, 2H, H-4), 3.67-3.54 (m, 5H, CH2AcClI, H-4, H-6, 6"), 3.37-3.33 (m, 1H, H-5), 1.89 (bs, 1H,
-OH). 3C NMR (100 MHz, CDCls): 8 166.0, 137.9, 137.5, 132.5, 132.1, 129.1, 128.6, 128.5,
128.2,128.1, 128.0, 127.9, 85.6, 83.8, 79.6, 77.5, 75.4, 75.26, 73.2, 61.8, 40.67; HR-ESI-MS
(m/z): [M + Na]* calcd. for C2sH20CIOsSNa, 551.1266; found, 551.1249.

Phenyl-2-O-chloroacetyl-3,4,6-tri-O-benzyl-1-thio-f-b-glucopyranoside (5)

OBn

BnO O
Bnoé&sm\

CIAcO
5

Benzyl trichloroimidate (45 pL, 0.37 mmol) was added to a stirred solution of 22 (0.14 g, 0.26
mmol) in CH2Cl2 (0.53 mL). TfOH (7.5 mg, 0.31 mmol) was added to it at 0 °C and reaction
mixture was kept stirring at same temp for 2 h. After 2 h, reaction mixture was diluted with
CH2Cl2 and separated organic layer was washed with NaHCOs (2 x 5 mL) and water. Separated
organic layer was dried over Na2SOa4 and purified by silica gel column chromatography (100-
200 mesh, 15% EtOAc-petroleum ether) to give 5 as a white sticky solid (0.114 g, 71%). [a]p*®
+5.30 (c = 0.25, CHCI3); IR (cm™, CHCI3) v 2923, 2861, 1749, 1498, 1357, 1169, 1054, 917,
696; 'H NMR (400 MHz, CDCls) 6 7.52-7.49 (m, 2H, ArH), 7.36-7.21 (m, 18H, ArH), 5.03-
4.99 (m, 1H, H-2), 4.85-4.79 (m, 2H, CH2Ph), 4.66-4.53 (m, 5H, H-1), 3.90, 3.75 (ABq, J =
14.8 Hz, 2H, CH?2), 3.85-3.66 (m, 4H, H-3, H-4, H-6, H-6',), 3.57-3.54 (m, 1H, H-5); 13C NMR
(100 MHz, CDCls) ¢ 165.9, 138.1, 138.0, 137.7, 132.6, 132.3, 128.9, 128.5, 128.5, 128.4,
128.0,128.0,127.9, 127.7, 127.6, 85.6, 84.0, 79.4,77.9, 75.4, 75.1, 73.5, 73.2, 68.7, 40.7; HR-
ESI-MS (m/z): [M + Na]* calcd. for CssH3sClOsSNa, 641.1735; found, 641.1733.
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Phenyl-2-O-chloroacetyl-3,4-di-O-benzyl-6-O-fluorenylmethyloxycarbonyl-1-thio-f-b-
glucopyranoside (23)

OFmoc
BnO O
BnO SPh
CIAcO
23

Compound 22 (90 mg, 0.17 mmol) was dissolved in CH2Cl2 (2 mL) and to this solution,
pyridine (55 pL, 0.68 mmoL), and FmocCl (88 mg, 0.34 mmol) were added at 0 °C. After 3 h,
the reaction mixture was concentrated in vacuo to remove pyridine (confirmed by TLC)
reaction mixture was diluted with EtOAc and organic layer was washed with dil. HCI (3x15
mL) and NaHCOs3 (2 x 10 mL). Separated organic layer was dried over Na2SO4 and purified
by silica gel column chromatography (100-200 mesh, 20% ethyl acetate: pet ether) to give 23
as a white solid. (98 mg, 77%). [a]o?® +31.12 (c = 0.5, CHCI3); M.P. 159-162 °C; IR (cm™,
CHCIs) v 3571, 3486, 2926, 1746, 1377, 1296, 1192, 1042, 965, 767, 667, 580; 'H NMR (400
MHz, CDCls) & 7.81 (d, 2H, ArH), 7.66 (t, J = 9.2 Hz, 2H, ArH), 7.53-7.27 (m, 18H, ArH),
5.05 (t, J=9.1 Hz, 1H, H-2), 4.88 (dd, J = 7.91, 2.92 Hz, 2H), 4.70 (d, J = 11.5 Hz, 1H), 4.65
(dd, J=7.24,2.88 Hz, 2H, H-1), 4.51 (d, 1H), 4.49-4.42 (m, 2H, H-6, H-6"), 4.33-4.28 (m, 2H,
H-5), 3.93 (d, J = 11.4 Hz, 1H), 3.81-3.75 (m, 2H, H-3), 3.66 (m, 2H, H-4). 3C NMR (100
MHz, CDCls): § 165.9, 154.9, 143.4, 143.3, 141.3, 137.8, 137.3, 132.7, 132.1, 128.9, 128.6,
128.6,128.2,128.2,128.0, 127.9, 127.3,125.2, 125.2, 120.1, 85.7, 84.1, 77.5, 75.5, 75.3, 73.1,
70.0, 66.4, 46.7, 40.67. HR-ESI-MS (m/z): [M + Na]* calcd. for C43H40ClO7SNa, 758.2081;
found, 758.2084.

Phenyl-4,6-O-benzylidene-3-O-benzyl-2-O-chloroacetyl-1-thio-f-p-galactopyranoside

Ph

)
O

0}
BnO SPh

CIAcO
25a

Compound 25 (0.35 g, 0.77 mmol) was dissolved in CH2Cl2 (6.2 mL). To this clear solution
pyridine (0.18 mL, 2.32 mmol) and CIAcCI (0.18 mL, 2.32 mmol) were added. After 3 h,
complete consumption of starting material (confirmed by TLC), reaction solvent was removed
under reduced pressure and the obtained crude product was purified by silica gel column
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chromatography (100-200 mesh, 25% EtOAc-petroleum ether) to afford fully protected
galactopyranoside as a white solid (0.35 g, 86%). [a]p?® -0.30 (¢ = 1.0, CHCI3); IR (cm™,
CHCIs) v 2921, 1757, 1737, 1364, 1217, 1185, 1169, 1095, 1073, 1027, 775, 749, 729, 697; 'H
NMR (500 MHz, CDCls) § 7.63-7.62 (m, 2H, ArH), 7.44-7.41 (m, 2H, ArH), 7.39-7.26 (m,
11H, ArH), 5.47 (s, 1H, CHPh), 5.37 (t, J =9.6 Hz, 1H, H-2), 4.70, 4.59 (ABq, J = 12.5 Hz,
2H, CH2Ph), 4.67 (d, J = 9.8, 1H, H-1), 4.37 (dd, J = 10.9, 1.4 Hz, 1H, H-6"), 4.22 (d,J=3.1
Hz, 1H, H-4), 4.07-3.98 (m, 3H, H-6, CH2), 3.68 (dd, J = 6.2, 3.3 Hz, 1H, H-3), 3.47 (s, 1H,
H-5); 3C NMR (125 MHz, CDCls) § 165.6, 137.7, 137.5, 133.7, 131.1, 129.1, 128.8, 128.4,
128.1,127.9, 127.7, 126.5, 101.2, 84.8, 78.3, 73.0, 71.3, 70.1, 70.0, 69.2, 40.82; HR-ESI-MS
(m/z): [M + Na]* calcd. for C2sH27CIOsSNa, 549.1109; found, 549.1113.

Phenyl-2-O-chloroacetyl-3,4-di-O-benzyl-1-thio-#-p-galactopyranoside (26)

BnO _-OH

o]
BnO SPh
CIAcO

26

BHs3- THF (1 M, 2 mL, 1.47 mmol) and TMSOTT (18 pL, 0.14 mmol) were sequentially added
to a solution of the fully protected galactopyranoside (0.26 g, 0.50 mmol) in CH2Cl2 (3 mL) at
0 °C. After 2 h, reaction mixture quenched with MeOH (2 mL) and EtsN, concentrated, and
purified by silica gel column chromatography (100-200 mesh, 30% ethyl acetate: pet ether) to
give 26 as a white solid (0.26 g, 91%). [a]o?® +0.08 (c = 0.25, CHClz); M.P. 144-145 °C; IR
(cm, CHCI3) v 3571, 3471, 2926, 1734, 1359, 1161, 1108, 1053, 754, 739, 698; 'H NMR
(400 MHz, CDCl3) 6 7.48-7.24 (m, 15H, ArH), 5.47 (t, J = 9.7 Hz, 1H, H-2), 4.95 (d, J = 11.7
Hz, 1H), 4.73-4.54 (m, 4H, H-1), 4.02-3.90 (m, 3H, H-4, H-6"), 3.84 (dd, J = 10.49, 1.44 Hz ,
1H), 3.62 (dd, J = 7.34, 4.70 Hz, 1H), 3.63-3.60 (m, 2H, H-3), 3.57-3.48 (m, 2H, H-5, H-6),
1.80 (bs, 1H, -OH). 13C NMR (100 MHz, CDCls): 6 165.9, 137.9, 137.5, 132.9, 132.0, 128.9,
128.6, 128.5, 128.3, 128.1, 127.9, 127.8, 127.7, 86.2, 81.4, 79.1, 74.2, 72.4, 72.3, 71.5, 62.0,
40.8. HR-ESI-MS (m/z): [M + Na]* calcd. for C2sH20Cl0sSNa, 551.1266; found, 551.1248.
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Phenyl-2-O-chloroacetyl-3,4,6-tri-O-benzyl-1-thio-f-p-galactopyranoside (6)

BnO OBn

(0]
BnO SPh
CIAcO

6

Benzyl trichloroimidate (45 pL, 0.37 mmol) was added to a stirred solution of 26 (0.14 g, 0.26
mmol) in CH2Cl2 (0.53 mL). TfOH (7.5 mg, 0.31 mmol) was added at 0 °C and reaction
mixture was kept stirring at same temp for 1 h. After 1 h, reaction mixture was diluted with
CH2Cl2 and separated organic layer was washed with NaHCOs (2 x 50 mL) and water.
Separated organic layer was dried over Na:SOs4 and purified by silica gel column
chromatography (100-200 mesh, 15% EtOAc-petroleum ether) to give 6 as a white solid (0.15
mg, 76%). [a]o® +16.43 (c = 1.0, CHCI3); M.P. 159-162 °C IR (cm™, CHCIs) v 3035, 2881,
1758, 1454, 1409, 1364, 1216, 1191, 1150, 1114, 1063, 770, 734, 695; *H NMR (500 MHz,
CDClg) 6 7.55-7.53 (m, 2H, ArH), 7.41-7.26 (m, 18H, ArH), 5.52 (t, J = 9.7 Hz, 1H, H-2), 4.98
(d, J = 11.5 Hz, 1H, CH2Ph), 4.74-4.69 (m, 3H, H-1), 4.56-4.47 (m, 3H), 4.06 (d, J = 2.3 Hz,
1H, H-4), 3.99 (ABq, J = 14.7 Hz, 2H), 3.74-3.68 (m, 3H, H-5, H-6, H-6"), 3.65 (dd, J = 7.0,
2.5 Hz, 1H, H-3); 3C NMR (125 MHz, CDCls) ¢ 166.0, 138.4, 137.8, 137.7, 133.1, 132.1,
128.9, 128.6, 128.5, 128.3, 128.0, 128.0, 127.9, 127.7, 127.7, 127.6, 86.2, 81.3, 76.9, 74.5,
73.6,72.8,72.1, 715, 68.7, 40.93; HR-ESI-MS (m/z): [M + Na]* calcd. for CasHssClOsSNa,
641.1735; found, 641.1720.

Phenyl-2-O-chloroacetyl-3,4-di-O-benzyl-6-O-Levulinoyl-1-thio-#-p-galactopyranoside
(27)

BnO _OLev

o)
BnO SPh
ClAcO
27

Compound 26 (60 mg, 0.11 mmol) was dissolved in CH2CIl2 (1 mL). Sequentially LevOH
(17.3 pL, 0.17 mmol), EDC-HCI (51 mg, 0.33 mmol) and DMAP (6.3 mg, 0.05 mmol) were
added at rt. The resulting mixture was stirred at room temperature for 2 h. Reaction mixture
was diluted with EtOAc and organic layer was washed with dil. HCI (3x15 mL) and NaHCOs3
(2 x 10 mL). Separated organic layer was dried over Na2SO4 and purified by silica gel column

chromatography (100-200 mesh, 30% ethyl acetate: pet ether) to give 27 as a yellowish liquid.
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(66 mg, 93%). [a]o® +7.46 (c = 0.5, CHCI3); IR (cm™, CHCls) v 3572, 3349, 2926, 1757, 1734,
1453, 1411, 1291, 1214, 1192, 1175, 1047, 1030, 770, 746, 735, 693, 666; 'H NMR (500 MHz,
CDCl3) § 7.48-7.28 (m, 15H, ArH), 4.99 (t, J = 9.20 Hz, 1H, H-2), 4.83 (d, J = 11.1 Hz, CH2Ph),
4.67-4.59 (m, 3H, CH2Ph, H-1), 4.43-4.40 (dd, J = 10.9, 0.8 Hz, 1H, H-6), 4.23-4.19 (m, 1H,
H-6'), 3.90 (d, J = 7.3, 4.6 Hz, 1H, CHzLev), 3.77-3.70 (m, 2H, CHaLev, H-3), 3.58 (m, 1H,
H-4), 2074 (t, J = 6.7 Hz, 2H, CHaLev), 2.58 (m, 2H, CHzLev), 2.18 (s, 3H, CHzLev). 13C
NMR (125 MHz, CDCls): 6 206.3, 172.3, 165.9, 137.8, 137.3, 132.7, 132.1, 128.9 , 128.5,
128.2,128.1, 128.0, 85.5, 84.0, 77.5, 77.1, 75.5, 75.2, 73.1, 62.9, 40.6, 37.8, 29.8, 27.8. HR-
ESI-MS (m/z): [M + Na]* calcd. for C33H3sClOsSNa, 650.1717; found, 650.1718.

3-O-[(2-O-chloroacetyl-3,4,6-tri-O-benzyl-1-#-glucopyranosyl)-(1—3)-(2-
trichloroacetamido-2,4,6-trideoxy-4-N-benzylcarbamate-1-g-galactopyranosyl)-(1—3)-
(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-Palmatoyl -sn-glycerol (3)

OBn CbzHN Ph—X"0
oo Owo&%
Bn
BnO O BnO 900015H31

CIACO NHTCA O _A_0COC5H3
3

To the donor 5 (58 mg, 0.09 mmol), disaccharide acceptor 7 (59 mg, 0.04 mmol), 3 A MS (0.24
g) was added and stirred in anhydrous CH2Cl2 (2.2 mL) for 45 min. NIS (43 mg, 0.19 mmol)
and TMSOTT (1.8 pL, 0.01 mmol) was added at 0 °C. The reaction mixture was stirred at same
temp under nitrogen atmosphere for 2 h. The reaction was quenched by adding NEts (1-2
drops). The reaction mixture was diluted with CH2Cly, filtered through Celite and transferred
to a separating funnel. The organic layer was washed with ag. Na2S203 (2 x 3 mL), the
separated organic layer was dried over NazSO4 and concentrated. The crude product was
purified by silica gel column chromatography (230-400 mesh, 40% EtOAc-petroleum ether) to
afford 3 as a white foam (63 mg, 77%). [«]?® +5.96 (¢ = 0.1, CHCI3); IR (cm™, CHCls) v 3403,
2924, 2871, 1733, 1654, 1245, 1047, 770; 'H NMR (400 MHz, CDClz) § 7.46-7.18 (30H,
ArH), 6.63 (d, J = 8.4 Hz, 1H, -NH), 5.48 (s, 1H, CHPh), 5.19-5.03 (m, 4H), 4.96 (t, J = 8.2
Hz, 1H), 4.80-4.68 (m, 4H, H-1'), 4.63-4.46 (m, 8H, H-1, H-1"), 4.36 (dd, J = 8.2, 3.6 Hz, 1H),
4.21-4.15 (m, 2H), 4.10-3.99 (m, 3H), 3.77-3.62 (m, 6H), 3.59-3.40 (m, 8H), 2.32-2.35 (m,
4H), 1.59 (m, 4H), 1.26 (bs, 48H), 1.09 (d, J = 6.3 Hz, 3H, H-6"), 0.88 (t, 6H); 13C NMR (100
MHz, CDCls) ¢ 173.3, 173.0, 166.0, 161.6, 156.6, 138.3, 138.2, 137.9, 137.6, 137.1, 129.0,
128.6,128.5,128.4,128.1,128.1,128.0, 127.9, 127.8, 127.7, 127.6, 126.0, 101.3, 100.2, 100.1,
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100.1, 98.1, 92.5, 82.2, 80.5, 79.2, 78.2, 77.2, 75.4, 75.1, 75.0, 74.4, 74.1, 73.4, 73.3, 70.1,
69.6, 69.0, 68.8, 66.9, 66.3, 62.5, 62.3, 56.2, 54.7, 40.9, 34.2, 34.1, 31.9, 30.3, 29.9, 29.7, 29.6,
29.6, 29.5, 29.3, 29.3, 29.29, 29.1, 29.1, 27.3, 24.9, 24.8, 22.7, 16.5, 14.1; HR-ESI-MS (m/2):
[M + Na]" calcd. for C100H134021ClsN2Na, 1861.8125; found, 1861.8107.

3-O-[(2-O-chloroacetyl-3,4-di-O-benzyl-1--glucopyranosyl)-(1—3)-(2-
trichloroacetamido-2,4,6-trideoxy-4-N-benzylcarbamate-1-£-galactopyranosyl)-(1—3)-
(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-Palmatoyl -sn-glycerol (29)

CbzHN Ph—\-0O

HO o o o
B%O/h/()&&/o OCOC5H34
nO BnO =

CIAcO NHTCA OWOCOC15H31
29

To a suspension of donor 23 (41 mg, 0.05 mmol), acceptor 7 (44 mg, 0.03 mmol) and 3 A MS
(0.1 g) in CH2Cl2 (2.5 mL) was stirred under nitrogen atmosphere at rt for about 0.5 h. The
flask was cooled to 0 °C and NIS (25 mg, 0.11 mmol) was added followed by addition of
TMSOTT (2 pL, 0.005 mmol) at same temp. The reaction mixture was stirred at 0 °C under
nitrogen atmosphere for 2 h. After 1 h, EtsN (0.2 mL) was added to the reaction mixture for
removal of Fmoc group as well as for quenching of TMSOTT in the reaction mixture. After
completion of the reaction (confirmed by TLC) reaction mixture was filtered through Celite
and transferred to a separating funnel. The organic layer was washed with ag. Na2S203 (2 x 5
mL), the separated organic layer was dried over Na2SO4 and concentrated. The crude product
was purified by silica gel column chromatography (230-400 mesh, 40% ethyl acetate: pet ether)
to afford 29 as a white foam (37mg, 66% over 2 steps). [¢]o?* +31.12 (c = 0.5, CHCIg); IR (cm’
1 CHCIs) v 3571, 3486, 2926, 1746, 1377, 1296, 1192, 1042, 965, 767, 667, 580; 'H NMR
(500 MHz, CDClzs) 6 7.48-7.26 (m, 25H, ArH), 6.88 (m, 1H, NHTCA), 5.51 (s, 1H, CHPh),
5.23-5.12 (m, 4H, CH2Ph), 5.01 (d, 1H), 4.90-4.78 (m, 3H), 4.69-4.61 (m, 3H), 4.57-4.48 (m,
3H), 4.39 (dd, J = 8.0, 3.5 Hz, 1H), 4.26 (dd, J = 5.5, 5.0 Hz, 1H), 4.22-4.19 (m, 2H), 4.11 (t,
J =9.5 Hz, 1H)3.92-3.84 (m, 2H), 3.77-3.46 (m, 10H), 3.29 (d, 1H), 3.09 (m, 1H), 2.35-2.30
(m, 4H, CHzLinker), 1.64 (bs, 1H, CHzLinker), 1.27 (bs, 48H), 1.05 (d, J = 6 Hz, 3H), 0.90 (t,
J=6.5Hz, 6H, CHzLinker). 13C NMR (125 MHz, CDClz):  173.1, 173.0, 166.1, 161.9, 157.2,
138.1,138.1,137.8, 137.1, 136.6, 129.6, 129.1, 128.7, 128.6, 128.5, 128.4,128.3, 128.1, 128.1,
128.1,127.9,127.9, 127.7,127.6, 127.6, 126.0, 101.5, 100.8, 99.3, 98.1, 82.0, 81.0, 79.1, 77.4,
77.1,75.4,75.1,75.1,75.0, 74.6, 73.8, 70.0, 69.6, 68.8, 67.0, 66.4, 62.4, 62.2, 60.6, 57.6, 55.2,
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40.8,34.2,34.1,31.9, 29.7, 29.6, 29.5, 29.3, 29.2, 29.2, 29.1, 29.1, 24.9, 24.9, 22.6, 16.4, 14.1.
HR-ESI-MS (m/z): [M + K] calcd. for Co3H128Cl4N2KO21, 1787.7395; found, 1787.7398.

3-O-[(2-O-chloroacetyl-3,4,6-tri-O-benzyl-1-g-galactopyranosyl)-(1—3)-(2-
trichloroacetamido-3-hydroxy-2,4,6-trideoxy-4-benzylcarbamate-1-g-galactopyranosyl)-
(1-3)-(4,6-0O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-Palmatoyl-sn-glycerol
(4)

OBn

BnO CbzHN Ph—X\"0
o 0
0 o&&/o&ﬁ
BnO BnO OCOC5H3;
CIAcO NHTCA O _~_0OCOC5H3

4

To the donor 6 (60 mg, 0.1 mmol) and acceptor 7 (63 mg, 0.05 mmol) 3 A MS (0.2 g) was
added and stirred in anhydrous CH2Cl2 (2.2 mL) for 45 min. The flask was cooled to 0 °C and
NIS (45 mg, 0.2 mmol) was added followed by addition of TMSOTT (2 pL, 0.01 mmol) at
same temp. The reaction mixture was stirred at 0 °C under nitrogen atmosphere for 2 h. The
reaction was quenched by adding NEts (1-2 drops). The reaction mixture was diluted with
CH:Cly, filtered through Celite and transferred to a separating funnel. The organic layer was
washed with ag. Na2S203 (2 x 8 mL), the separated organic layer was dried over Na2SO4 and
concentrated. The crude product was purified by silica gel column chromatography (230-400
mesh, 40% EtOAc-petroleum ether) to afford 4 as a white foam (63 mg, 73%). [a]o?® +14.78
(c=1.0, CHCI3); IR (cm™, CHCIs) v 3630, 2925, 2854, 1731, 1457, 1259, 1095, 824, 699, 607,
485; 'H NMR (500 MHz, CDCls) 6 7.45-7.24 (m, 30H, ArH), 6.70 (d, J = 7.7 Hz, 1H, -NH),
5.47 (s, 1H, CHPh), 5.32 (t, J = 8.3 Hz, 1H, H-2"), 5.15 (m, 1H), 5.13, 4.99 (ABq, J = 12.2 Hz,
2H, CH2Ph), 5.05 (d, J = 9.8 Hz, 1H), 4.90 (d, J = 11.6 Hz, 1H), 4.83 (d, J = 8.1 Hz, 1H, H-1"),
4.71-4.46 (m, 6H, H-1, H-1"), 4.43-4.35 (m, 4H), 4.23-4.15 (m, 3H), 4.09-4.02 (m, 3H), 3.93-
3.83 (m, 2H), 3.74-3.62 (m, 5H), 3.55-3.38 (m, 7H), 2.31-2.26(m, 4H), 1.59 (m, 4H), 1.25 (bs,
48H), 1.05 (d, J = 6.1 Hz, 3H, H-6"), 0.88 (t, J = 6.8 Hz, 6H); 13C NMR (125 MHz, CDClz) §
173.3, 173.0, 166.2, 161.7, 156.5, 138.4,1 138.3, 137.8, 137.5, 137.1, 136.6, 129.0, 128.6,
128.5,128.4,128.2,128.1, 127.9, 127.9, 127.8, 127.6, 127.5, 126.0, 101.3, 100.2, 100.0, 98.1,
92.4,80.6,79.9,79.2,74.4,73.8,73.6,73.5, 72.4,72.2,71.8, 70.2, 69.6, 68.8, 68.2, 66.7, 66.3,
62.4,62.3,56.5,54.2,41.1,37.1,34.2,34.1, 32.7, 31.9, 30.0, 29.7, 29.6, 29.6, 29.5, 29.3, 29.3,
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29.3, 29.1, 29.1, 27.1.24.9, 24.8, 22.7, 16.5, 14.1; HR-ESI-MS (m/2): [M + Na]* calcd. for
C100H134021ClsaN2Na, 1861.8125; found, 1861.8183.

3-O-[(2-O-chloroacetyl-3,4-di-O-benzyl-6-O-levulinoyl-1-#-galactopyranosyl)-(1—3)-(2-
trichloroacetamido-2,4,6-trideoxy-4-N-benzylcarbamate-1-#-galactopyranosyl)-(1—3)-
(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-Palmatoyl -sn-glycerol (30)

OLev
BnO CbzHN Ph— X0

o
0] (@)
BnO o2 -0 0COCH5Hy:
CIACO NHTCA  B"O0 A _0CcoC;sHs;
30

Freshly vacuum dried MS (0.16 g) were added to a clear solution of 27 (30 mg, 0.047 mmol)
and 7 (50 mg, 0.042 mmol) in CH2Cl2 (2 mL), and the resultant turbid solution was stirred at
room temperature for 30 min. Then NIS (21 mg, 0.095 mmol) and TMSOTTf (0.85 uL, 0.005
mmol) were added at 0 °C. After stirring the reaction mixture at the same temperature for 1 h,
EtsN (0.2 mL) was added. Reaction mixture was diluted with CHzClz, filtered through Celite
and transferred to a separating funnel. The organic layer was washed with ag. Na2S203 (2 x 3
mL), the separated organic layer was dried over Na2SO4 and concentrated. The crude product
was purified by silica gel column chromatography (230-400 mesh, 40% ethyl acetate: pet ether)
to afford 30 as a yellowish liquid (62 mg, 91%). [a]o® +5.98 (c = 1, CHCI3); IR (cm™, CHCIs)
v 3571, 3471, 2926, 2854, 1735, 1530, 1496, 1455, 1402, 1369, 1215, 1183, 1161, 1107, 1083,
1030, 822, 758, 699, 667; *H NMR (500 MHz, CDCls3) & 7.66-7.88 (m, 25H, ArH), 5.47 (s,
1H, CHPh), 5.31 (t, J = 9.20 Hz, 1H, H-2"), 5.23-5.14 (m, 3H, CH2Ph), 4.98 (d, J = 11.5 Hz,
1H), 4.82 (d, J = 10.9 Hz, 1H), 4.68-4.61 (m, 3H), 4.68-4.31 (m, 8H), 4.19-4.11 (m, 5H), 4.08-
4.01 (m, 2H), 3.88 (m, 1H), 3.77 (bs, 1H), 3.66-3.55 (m, 4H), 3.44-3.34 (m, 4H), 2.82-2.77 (m,
1), 2.34-2.24 (m, 6H, CHzLev), 2.13 (s, 3H, CHsLev), 1.62 (bs, 4H, CH:Linker), 1.27 (bs,
49H), 1.17 (d, J=6.1 Hz , H-6"), 0.90 (t, J = 6.6 Hz, CHsLinker). 13C NMR (125 MHz, CDCls):
5 205.1, 173.4, 172.9, 172.4, 161.6, 138.7, 137.8, 137.4, 136.6, 129.1, 128.5, 128.5, 128.4,
128.3, 128.1, 128.0, 127.9, 127.9, 127.8, 125.8, 101.1, 100.6, 100.5, 98.6, 93.0, 81.2, 79.7,
78.2,78.0,74.2,74.1,73.3,72.4,72.3,71.8, 71.6, 70.6, 69.6, 68.9, 67.1, 66.3, 63.6, 62.3, 62.3,
54.5,41.1,37.8,34.2,34.1,31.9, 29.9, 29.7, 29.6, 29.5, 29.4, 29.3, 29.2, 29.1, 29.1, 27.6, 24.9,
24.9, 22.7, 22.6, 16.7, 14.1. HR-ESI-MS (m/z): [M + Na]* calcd. for CosH134CiaN2NaOzs,
1869.8024; found, 1869.8028.
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3-O-[(2-O-chloroacetyl-3,4-di-O-benzyl-1-#-galactopyranosyl)-(1—3)-(2-
trichloroacetamido-2,4,6-trideoxy-4-N-benzylcarbamate-1-#-galactopyranosyl)-(1—3)-
(4,6-O-benzylidine-2-benzyl-1-a-glucopyranosyl)]-1,2-di-O-Palmatoyl -sn-glycerol (31)

OH
BnO CbzHN Ph—X"O

0
o) @)
BnO © 2 0 OCOC5Hs;
CIACO NHTCA  B"Oo A _0coCsHs
31

Compound 30 (19 mg, 0.01 mmol) was dissolved in CH2Cl2 (0.7 mL) and Py:AcOH (4:1, 1
ml) sequentially NH2NH2-H20 (0.3 mg, 0.01 mmol) were added at rt. The resulting mixture
was stirred at room temperature for 1.5 h. Reaction mixture was diluted with EtOAc
concentrated and purified by silica gel column chromatography (100-200 mesh, 10% ethyl
acetate: pet ether) to give 31 as a yellowish liquid. (16 mg, 88%). [a]o* +11.24 (¢ = 0.5,
CHCIa); IR (cm™, CHCI3s) v 3571, 3470, 2926, 1716, 1457, 1376, 1290, 1216, 1072, 772, 702,
569, 544; 'H NMR (500 MHz, CDCls) § 7.46-7.29 (m, 25), 5.50 (s, 1H, CHPh), 5.40-5.32 (m,
2H), 5.16-5.13 (m, 2H, CH2Ph), 5.02-5.98 (m, 2H, CH2Ph), 4.87 (d, J = 12.6 Hz,1H), 4.70-
4.63 (m, 2H), 4.63-4.55 (m, 4H), 4.48 (m, 1H), 4.40 (dd, 1H), 4.22-4.12 (m, 4H), 4.02-4.97 (m,
1H), 3.88-3.67 (m, 6H), 3.58 (m, 2H), 3.51-3.40 (m, 5H), 3.19 (m, 1H), 2.33 (m, 4H,
CH:L.inker), 1.63 (bs, 4H, CHzL.inker), 1.28 (bs, 49H), 1.03 (d, J = 6.1 Hz, 3H), 0.90 (t, J= 6.5
Hz, 6H, CHsLinker). 3C NMR (125 MHz, CDCls3): § 173.3, 173.0, 166.3, 161.9, 157.7, 138.1,
137.9,137.4,137.0, 136.2,129.1, 128.8, 128.6, 128.5, 128.3, 128.2, 128.2, 128.1, 128.0, 127.9,
127.8,127.6,126.0,101.9,101.5,99.4,98.1, 80.9, 80.7, 79.3, 77.5, 76.4, 75.8, 74.3, 73.8, 72.9,
72.8,72.3,70.2,69.6,68.8,67.1,66.3,62.4,62.3,62.2,57.4,54.6,41.1, 34.3, 34.1, 31.9, 29.7,
29.6, 29.5, 29.3, 29.3, 29.2, 29.1, 24.9, 24.9, 24.8, 22.7, 16.5, 14.1. HR-ESI-MS (m/z): [M +
K]" calcd. for CosH128ClsN2KO21, 1787.7395; found, 1787.7384.

3-O-[(#-D-Glucopyranosyl)-(1—3)-(2-acetylamino-4-amino-2,4,6-trideoxy-g -
D-galactopyranosyl)-(1—3)- a-D-glucopyranosyl)]-1,2-di-O-Palmatoyl-sn-glycerol (1)

OH  H,N og
HO
HO O &&/ ﬁﬂ
Hg&/o O HO 9COC15H31
OH NHAC OV-\/OCOC15H31

1

Thiourea (16 mg, 0.2 mmol) was added to a clear solution of 3 (55 mg, 0.03 mmol) in
pyridine (0.38 mL) and EtOH (0.38 mL) and the reaction mixture was kept for reflux at 80 °C.
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After 45 min, solvent was removed under reduced pressure and the crude product was dried
under high vacuum for 3 h.

The crude compound was dissolved EtOH (4 mL). To this solution Pd(OH)2/C (0.11 g,
20% Pd content) was added. The reaction was stirred under an atmosphere of hydrogen for 8
h. The reaction mixture was filtered through a celite pad with methanol as eluents. Filtrate was
concentrated under reduced pressure and the crude product was purified by silica gel column
chromatography using methanol:chloroform (1:9) mixture as eluent to give 1 as white foam
(25 mg, 79%). [a]o?® +58.30 (c = 0.1, CHCI3); IR (cm™, CHCIs) v 3421, 2920, 2850, 2509,
1645, 1467, 1116, 1037, 973, 771; *H NMR (500 MHz, CDCls) 6 5.28 (bs, 1H), 4.83-4.81 (m,
2H), 4.50-4.44 (m, 2H), 4.23 (m, 1H), 4.13 (bs, 1H), 3.97-3.75 (m, 6H), 3.71-3.51 (m, 5H),
3.40-3.28 (m, 7H), 2.35 (m, 4H), 2.01 (s, 3H, COCHz), 1.62 (bs, 4H), 1.31 (bs, 51H), 0.92 (t,
J =6.2 Hz, 6H); 13C NMR (100 MHz, CDCl3) § 172.0, 171.8, 171.7, 103.3, 99.9, 97.8, 80.2,
75.7,75.4,74.7,71.6,70.7, 70.1, 68.6, 68.2, 66.9, 65.4, 64.3, 60.8, 59.5, 53.3, 49.8, 32.2, 32.0,
30.1, 27.9, 27.8, 27.7, 27.5, 27.3, 23.1, 20.8, 20.2, 13.8, 11.5; HR-ESI-MS (m/z): [M + H]*
calcd. for CssH103018N2, 1079.7200; found, 1079.7200.

3-O-[(p-D-Galactopyranosyl)-(1—3)-(2-acetylamino-4-amino-2,4,6-trideoxy-g -
D-galactopyranosyl)-(1—3)-a-D-glucopyranosyl)]-1,2-di-O-Palmatoyl-sn-glycerol (2)

OH

Ho OH  NH,
HO 0O b © HO OCOC5H34
OH ; c O _A_0COC5H3;

Thiourea (14 mg, 0.19 mmol) was added to a clear solution of 4 (50 mg, 0.027 mmol) in
pyridine (0.35 mL) and EtOH (0.35 mL) and the reaction mixture was kept for reflux at 80 °C.
After 45 min, solvent was removed under reduced pressure and the crude product was dried
under high vacuum for 3 h.

The crude compound was dissolved in EtOH (3.5 mL). To this solution Pd(OH)2/C (0.1
g, 20% Pd content) was added. The reaction was stirred under an atmosphere of hydrogen for
8 h. The reaction mixture was filtered through a celite pad with methanol as eluents. Filtrate
was concentrated under reduced pressure and the crude product was purified by silica gel
column chromatography using methanol:chloroform (1:9) mixture as eluent to give 2 as white
foam (24 mg, 81 %). [a]o®® = 52.41 (¢ = 0.1, CHCI3); IR (cm™, CHCI3) v 3454, 2527, 1660,
1218, 973, 771; *H NMR (400 MHz, CDClzs) 6 5.26 (bs, 1H), 4.78 (m, 2H), 4.47 (d, J = 9.8
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Hz, 1H, H-1), 4.39 (d, J = 7.4 Hz, 1H), 4.22-4.11 (m, 2H), 3.94-3.64 (m, 10H), 3.55-3.44 (m,
4H), 3.36 (m, 2H) 3.21 (m, 1H), 2.35-2.30 (m, 4H), 1.99 (s, 3H, COCH&), 4.60 (bs, 4H), 1.28
(bs, 51H), 0.89 (t, J = 6.0 Hz, 6H); ¥*C NMR (100 MHz, CDClz) 6§ 173.6, 173.4, 173.2, 105.5,
101.5, 99.3, 81.9, 77.2, 75.6, 73.0, 72.1, 71.6, 70.8, 70.1, 68.8, 68.4, 67.0, 65.8, 62.3, 61.3,
60.9,54.9,51.4, 33.7, 33.5, 31.6, 29.4, 29.3, 29.2, 29.0, 28.8, 24.6, 24.6, 22.3, 21.8, 15.4, 13.0;
HR-ESI-MS (m/z): [M + H]* calcd. for CssH103018N2, 1079.7200; found, 1079.7210.
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II. Spectra:
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Current Data Parameters
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—62.67

|
|

OCOC15H31

13

34.34
34.13

31.95
29.73
29.69
29.66
29.51

29.47
29.39

29.31

29.15
29.11

24.98
24.90

22.72
14.14
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OCOC15H31

SSK-20-BKG-153-DEPT 13
Current Data Parameters ~
NAME SSK-20-BKG-153-DEPT BnO._~_OCOCsHj4
EXPNO 8
PROCNO 1 N OMm
<™~ © — NN © N~ TOOLOANDDHANAHOOLWUONM

F2 - Acquisition Parameters 00',\',\' (Y)IO.(\! ®. O’JIFECD.@ILOIﬁ:O’JIO’JIr!r!CD.CDII\II\Ir!
Date_ 20180312 N NN mowm o YT HO 00O T T TN

me : — N~ N~© © MOOMOANNNNNNNNNNN -
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp135
TD 65536
SOLVENT CDCI3
NS 40
DS 0
SWH 20161.291 Hz
FIDRES 0.307637 Hz
AQ 1.6252928 sec
RG 197.27
DW 24.800 usec
DE 6.50 usec
TE 297.2K
CNST2 145.0000000
D1 1.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 125.7678486 MHz
NUC1 13C
P1 8.90 usec
P13 2000.00 usec
PLWO OW
PLW1 103.00000000 W
SPNAM[5] Crp60comp.4
SPOALS5 0.500
SPOFFS5 0 Hz
SPW5 12.46500015 W I
======== CHANNEL 2 ========
SFO2 500.1315995 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 13.35 usec
P4 26.70 usec
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB
LB 1.00 Hz
GB
PC 1.40
""""" | NS L L Y L A I N I I IR

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



OCOC15H31
CH /CHZ CH2 BnO._~._ OCOC;5Hj;
| / JM 13
X M JWL opm SSK-20-BKG-153-HHCOSY

" —
| 05 Current Data Parameters
NAME SSK-20-BKG-153-HHCOSY
i EXPNO 9
I PROCNO 1
- 1 O F2 - Acquisition Parameters
| . Date_ 20180312
Time 23.34
i INSTRUM spect
o0 F PROBHD 5 mm PABBO BB/
L PULPROG cosygpppqf
- 1 5 TD 2048
' SOLVENT CDCI3
0 4 r NS 4
I DS 0
3 SWH 2777.778 Hz
L FIDRES 1.356337 Hz
| 2 0 AQ 0.3686400 sec
. RG 61.42
i DW 180.000 usec
' I DE 6.50 usec
0lf U + TE 297.1 K
:[ L DO 0.00000300 sec
) | 2 5 D1 1.00000000 sec
. D11 0.03000000 sec
i D12 0.00002000 sec
| F D13 0.00000400 sec
L D16 0.00020000 sec
L INO 0.00036000 sec
) _30 == CHANNEL f1l ========
I SFO1 500.1315325 MHz
3 NUC1 1H
9 L PO 13.35 usec
) | P1 13.35 usec
P17 2500.00 usec
, O I 35 PLW1 16.00000000 W
& | I PLW10 3.16840005 W
L ====== GRADIENT CHANNEL =====
| GPNAM[1] SMSQ10.100
0 GPZ1 10.00 %
—4.0 P16 1000.00 usec
@ L F1 - Acquisition parameters
| TD 100
| SFO1 500.1315 MHz
0 FIDRES 55_555557 Hz
—4.5 sw 5.554 ppm
9 3 FnMODE QF
! | F2 - Processing parameters
Si 1024
a i SF 500.1300000 MHz
—5.0 WDW QSINE
! . SSB 0
L LB 0 Hz
= o I GB 0
U PC 1.40
—55 F1 - Processing parameters
L Sl
! | MC2 QF
0 | SF 500.1300000 MHz
L L ey e e I e s e A R \g/g\év o QSINE
55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 ppm & o e
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ssk-20-bkg-170-1h

S30

THNDOTOODODDOOMNO MO N~ VONN MO OO
OV OUITANADONOON~O NMHdON~N OO0 MNLW S
SO 00O MMANNNNH N MONN OB N®©®®Q
LOLLLSTTITT TSI ® ANANANN dd 4000
Current Data Parameters N \/%/ \\// \/ \ \'/
NAME  ssk-20-bkg-170-1h
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180312
Time 15.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 54274
SOLVENT CDCI3
NS 16
DS 0
SWH 8223.685 Hz OCOC,5H34
FIDRES 0.151522 Hz -
AQ 3.2998593 sec HO\/\/OCOC15H31
RG 12.7
DW 60.800 usec
DE 6.50 usec
TE 296.0 K 11
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.75 usec
PL1 -1.00 dB
PL1IW 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
Sl 32768
SF 400.1300099 MHz ~ . 7 JS S y
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. A _
[ r—— I
11 10 5 ppm
o | o o | (O o
© cele I~ © o Y] @
- |- N < < g ©



Current Data Parameters

ssk-20-bkg-170-13c

NAME  ssk-20-bkg-170-13c

EXPNO 2 o ®

PROCNO 1 ~ < o Mo VONOOMANONDMO DO
o o — M NOOMNMNOOTMNAOO WO

F2 - Acquisition Parameters Q Q (\; (\; F; q: q: F; CD. CDI CDI CDI CDI m- m- CD. q: q: C\i q:

%ﬁ%— 20115?%‘12 — N~ O © OMOMOANNNNNNNNNNNA

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

D 5536

SOLVENT CDCI3

NS 59

DS 0

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2582912 sec

RG 2050

DwW 19.200 usec

DE 6.50 usec

TE 296.5 K

D1 1.00000000 sec HO Qcocgég% H

D11 0.03000000 sec -

100 1 ~ 151131

======== CHANNEL {1 ========

NUC1 13C 11

P1 8.50 usec

PL1 -2.00 dB

PL1IW 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WDW EM

SSB

LB 1.00 Hz

GB

PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S31



Current D

ata Parameters

NAME  ssk-20-bkg-170-dept ssk-20-bkg-170-dept
EXPNO 6
PROCNO 1
(e} [ep @)} VDOMOMNONOANMOO
F2 - Acquisition Parameters © ™ NAHONOITMN 00O
Date_ 20180312 N e IyHoo92o0y Ny
INSTRUM spect N~ [(e (o] MOMOMOANNNNNNNNN
PROBHD 5 mm PABBO BB-
PULPROG dept135
TD 65536
SOLVENT CDCI3
NS
DS 0
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 2050
DW 20.800 usec 0COC.-H
DE 6.50 usec
TE 295.7 K 2 151731
CNST2 145.0000000 A
) 1.00000000 sec HO_~_OCOC15H31
D2 0.00344828 sec
D12 0.00002000 sec 11
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 8.50 usec
P2 17.00 usec
PL1 -2.00 dB
PLIW 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL {2 ========
CPDPRG[2 waltz16
NUC2 1H
P3 14.75 usec
P4 29.50 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL2W  10.562 AN A A YA i e AN st L e Y e iy ! Vorinpiey
PL12W 0.35871249 W
SFO2 400.1316005 MHz
F2 - Processing parameters
Sl 32768
SF 100.6127690 MHz
WDW
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S32



\
—

OCOC15H31
HO._~_OCOCysHz; 11
CH2
CH CH2 _— JML ssk-20-bkg-170-1hhcosy
M ppm

| Current Data Parameters
B NAME ssk-20-bkg-170-1hhcosy
: —0.5 EXPNO p
’ - PROCNO 1
L F2 - Acquisition Parameters
| Date_ 20180312
Time 15.56
0 —1.0 INSTRUM spect
3 PROBHD 5 mm PABBO BB-
L PULPROG cosygpqf
® L TD 2048
SOLVENT CDCI3
i NS 4
—1.5 DS 0
H 8 F SWH 2113.271 Hz
b I FIDRES 1.031871 Hz
. | AQ 0.4845568 sec
RG 18
b I DW 236.600 usec
g — 20 DE 6.50 usec
¢ + TE 296.6 K
0 L DO 0.00000300 sec
v | D1 1.00000000 sec
D13 0.00000400 sec
i D16 0.00020000 sec
—25 INO 0.00047320 sec
| ======== CHANNEL f1 ========
| NUC1 1H
PO 14.75 usec
: i P1 14.75 usec
: —3.0 PL1 -1.00 dB
L PLIW 10.56200695 W
L SFO1 400.1311966 MHz
i ====== GRADIENT CHANNEL =====
i GPNAM[1] SINE.100
—3.5 GPZ1 10.00 %
L P16 1000.00 usec
F1 - Acquisition parameters
i TD 246
I SFO1 400.1312 MHz
—4.0 FIDRES 17.180918 Hz
0 L SW 5.281 ppm
| FnMODE QF
I F2 - Processing parameters
I Sl 204
—4 5 SF 400.1300099 MHz
L ' WDW SINE
| SSB 0
0 LB 0 Hz
. i GB 0
r PC 1.40
< ¢ i) L 50 F1 - Processing parameters
Si
I MC2 QF
. i SF 400.1300099 MHz
F WDW SINE
. —5.5 SSB 0
4 ) LB 0 Hz
rFr- 7777 ) R GB 0
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Current Data Parameters
NAME SSK-20-BKG-44-1H

SSK-20-BKG-44-1H

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date_ 20161222

Time 4.18

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT CDCI3

NS 16 CbzHN

DS 0 e}

SWH 8223.685 Hz

FIDRES 0.151522 Hz NapO SPh

AQ 3.2998593 sec N3

RG 101

DW 60.800 usec 16

DE 6.50 usec

TE 296.6 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 1H

P1 14.75 usec ] / [

PL1 -1.00 dB /

PLIW 10.56200695 W Y, / VAV A4 Y/

SFO1 400.1324710 MHz

F2 - Processing parameters

Sl 32768

SF 400.1300060 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
J L " ul UL I\

[ o LSS A O A IR T o o o o o

11 10 5 4 3 2 1 0 ppm
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SSK-20-BKG-44-13C

Current Data Parameters
NAME SSK-20-BKG-44-13C

EXPNO 6

PROCNO 1 SINSERFNLBEIA3885583 o ¥ MO O o 10 o
GO MMM i 00 a0 WO PG O O N O Nm A N ™

F2 - Acquisition Parameters 2333333333333 38348388 ® R I< & o o S

Date_ 20161220

= [ [T ]

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 51

DS 0

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 295.7 K CbzHN

D1 2.00000000 sec o)

D11 0.03000000 sec

TDO 1 NapO SPh

—======= CHANNEL f1 ======== N3

SFO1 125.7703637 MHz

NUC1 13C 16

P1 8.90 usec

PLW1 103.00000000 W

======== CHANNEL 2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRGJ[2 waltz16

PCPD2 80.00 usec

PLW2 13.00000000 W

PLW12 0.34327999 W

PLW13 0.17267001 W

F2 - Processing parameters

| 32768

SF 125.7577717 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S35



H6
SSK-20-BKG-44A-COSY
H H1 S I—\S '/*3 H2

e ppm

j | ks

A )

CbzHN

0]
bdar)() E;F)h

N3

16

Current Data Parameters
NAME SSK-20-BKG-44A-COSY
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161222
Time 4.34
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG cosygpqf
TD 2048
SOLVENT CDCI3
NS 8
DS 16
SWH 1793.400 Hz
FIDRES 0.875684 Hz
AQ 0.5709824 sec
RG 203
Dw 278.800 usec
DE 6.50 usec
TE 296.5 K
DO 0.00000300 sec
D1 1.50000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00055760 sec
======== CHANNEL f1 ========

NUC1 1H

PO 14.75 usec
P1 14.75 usec
PL1 -1.00 dB
PL1IW 10.56200695 W
SFO1 400.1313310 MHz
====== GRADIENT CHANNEL =====
GPNAM[1] SINE.100

GPZ1 10.00 %

P16 1000.00 usec

F1 - Acquisition parameters
TD 56

SFO1 400.1313 MHz
FIDRES 32.024796 Hz

SW 4.482 ppm
FnMODE QF

F2 - Processing parameters
Sl 2048

SF 400.1300060 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

PC 1.40

F1 - Processing parameters
Si 512

MC2 OF

SF 400.1300060 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0
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Current Data Parameters
NAME SSK-20-BKG-AAT-1H
EXPNO 1

SSK-20-BKG-AAT-1H

PROCNO 1
F2 - Acquisition Parameters
Date_ 20180424
Time 3.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 54274
SOLVENT CDCI3
NS 23
D3 o CbzHN
SWH 8223.685 Hz 0
FIDRES 0.151522 Hz
AQ 3.2998593 sec NapO SPh
RG 50.8 NHTCA
Dw 60.800 usec
DE 6.50 usec 8
TE 295.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL {1 ========
NUC1 1H
P1 14.75 usec
PL1 -1.00dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters /
SI 32768 /
SF 400.1300095 MHz / / / S S S S S
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
f 1 T T T T T 1 T T T T T T T T T 1
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 ppm
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SSK-20-BKG-AAT-13C

O T NOTNONOWLANSNOSNOS S
N OMONAOAANUNS TN NN < (o)} O N N~ o © ()]
A O OLTNNNDD OO O O © L9 SN < N N
Sarent Data Parameters - 13c © HDOMMOONNNNNNNNNNNNN N W o<t N~ ™ ~
EXPNO 2 o A AT A A A A A A A A A A A A A A A A (@] [e0] NN O O W —
proeio - || TS\ =— V] |
F2 - Acquisition Parameters
Date_ 20180424
Time 4.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 61
DS 0
SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2582912 sec
RG 1820
DwW 19.200 usec
DE 6.50 usec CbzHN
TE 296.1 K
D1 1.00000000 sec O
D11 0.03000000 sec NapO SPh
TDO 1
NHTCA
======== CHANNEL f1 ======== 8
NUC1 13C
P1 8.50 usec
PL1 -2.00dB
PL1IW 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL {2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
S| 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
Wit A pre Win h l-.w vl Ao A ool el bremiontie Aoy ]

160

150

130




CbzHN

H-6 O
H-l, NHCbz Napo SPh

/ 8 NHTCA
NHTCA g /H'2 SSK-20-BKG-AAT-HHCOSY

/o

ppm Current Data Parameters
— NAME SSK-20-BKG-AAT-HHCOSY
+ EXPNO 3
I PROCNO 1
I 1 5 F2 - Acquisition Parameters
L ' Date_ 20180424
L Time 4.06
3 INSTRUM spect
I PROBHD 5 mm PABBO BB-
—2.0 PULPROG cosygpaf
[ TD 2048
L SOLVENT CDCI3
+ NS 4
—2.5 DS 0
I SWH 2863.688 Hz
[ FIDRES 1.398285 Hz
L AQ 0.3575808 sec
- 3 O RG 101
+ ) DW 174.600 usec
I DE 6.50 usec
[ TE 296.5 K
[ 3 5 DO 0.00000300 sec
L . D1 1.00000000 sec
L D13 0.00000400 sec
F D16 0.00020000 sec
-_4 O INO 0.00034920 sec
i ======== CHANNEL f1 ========
L NUC1 1H
+ PO 14.75 usec
—4.5 P1 14.75 usec
I PL1 -1.00 dB
[ PL1W 10.56200695 W
L SFO1 400.1318179 MHz
F 5.0 ====== GRADIENT CHANNEL =====
I GPNAM[1] SINE.100
[ GPZ1 10.00 %
[ 55 P16 1000.00 usec
L F1 - Acquisition parameters
I TD 71
I SFO1 400.1318 MHz
— 6.0 FIDRES 80.667702 Hz
L Sw 7.157 ppm
L FnMODE QF
—65 F2 - Processing parameters
[ S1
N SF 400.1300095 MHz
L WDW SINE
—7 O SSB 0
F ' LB 0 Hz
I GB 0
i PC 1.40
L 75 F1 - Processing parameters
L Sl 512
I mc2 QF
I SF 400.1300095 MHz
_80 WDW SINE
L I e o e B B e B L Ly B B | SSB 0
LB 0 Hz
80 75 70 65 60 55 50 45 40 35 30 25 20 15 ppm GB 0
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Current Data Parameters
NAME SSK-20-BKG-30B-1H

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161231

Time 5.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 54274
SOLVENT CDCI3

NS 14

DS 0

SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2998593 sec
RG 32

DW 60.800 usec

DE 6.50 usec

TE 296.6 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f1 =======
NUC1 1H

P1 14.75 usec

PL1 -1.00dB

PL1W 10.56200695 W
SFO1 400.1324710 MHz

F2 - Processing parameters

S| 32768 / J H } f |
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00 M
I J |
[rrrTTTTTT I [rrTrTTTTT T T I [rrrrTTTTT I D
12 11 10 8 5 4 ppm
m(N[oo[|© o oI~ I[m Al |00 [{e]
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SSK-20-BKG- 205 13C
™M - TOTHOTAANNONOO MO
AN © NONMOTTMONMNONAOO® ("") (o] NO ANO) O
Vo ' [ oo [ ' Te) <tH OMNMN~O
NIOOMOOMOANTODNDWOONNWOWOWOOL — ' o oo
MOMOMOOMOANNNNNNNNNN o [o0] A TNO
Addddddddddd A A — [} W0 MMM~
Current Data Parameters
NAME  SSK-20-BKG-205-13C lk\\\\///// ‘ ‘ \/ \ \ / /
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180301
Time 10.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 5536
SOLVENT CDCI3
NS 112
DS
SWH 26041.666 Hz Ph’vo (o)
FIDRES  0.397364 Hz 0]
AQ 1.2582912 sec NapO
RG 912
DW 19.200 usec
DE 6.50 usec 18
TE 303.3K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 8.50 usec
PL1 -2.00dB
PL1W 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL {2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
"""""""""""""" I R D A I I I I I
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm



Ph—<-0 o

O SPh
NapO
OH 18
SSK-20-BKG-30B-COSY
ppm Current Data Parameters
NAME SSK-20-BKG-30B-COSY
3 EXPNO 3
| PROCNO 1
3 F2 - Acquisition Parameters
| Date_ 20161231
Time 5.40
—25 INSTRUM spect
e__s::::::f m% | PROBHD 5 mm PABBO BB-
! PULPROG cosygpqf
F TD 2048
| SOLVENT CDCI3
NS 4
3 DS 0
| 3 O SWH 1559.576 Hz
. FIDRES 0.761512 Hz
I AQ 0.6565888 sec
| RG 2.56
DwW 320.600 usec
I DE 6.50 usec
J | TE 297.4 K
DO 0.00000300 sec
b —3.5 D1 1.50000000 sec
0 ” v | D13 0.00000400 sec
D16 0.00020000 sec
I INO 0.00064120 sec
—======= CHANNEL f1 ========
W oW - NUC1 1H
- 4.0 PO 14.75 usec
P1 14.75 usec
I PL1 -1.00 dB
| PL1W 10.56200695 W
SFO1 400.1316197 MHz
| ====== GRADIENT CHANNEL =====
GPNAM[1] SINE.100
I —4.5 GPZ1 10.00 %
| P16 1000.00 usec
¥ I F1 - Acquisition parameters
' i | TD 89
. ' SFO1 400.1316 MHz
i pa F FIDRES 17.523518 Hz
| 5 0 Sw 3.898 ppm
. FnMODE QF
LA | F2 - Processing parameters
Si
F SF 400.1300095 MHz
) | WDW SINE
SSB 0
—55 LB 0 Hz
| GB 0
PC 1.40
) | F1 - Processing parameters
Sl
3 MC2 QF
5 L B S e L A B S SF 400.1300095 MHz
WDW ss| SINE
5.5 5.0 45 4.0 35 3.0 2.5 ppm T
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Current Data Parameters
NAME SSK-20-BKG-273-1H

/

—

M

EXPNO 14

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180308

Time 15.14

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT CDCI3

NS 20

DS 0

SWH 8223.685 Hz

FIDRES 0.151522 Hz

AQ 3.2998593 sec

RG 32

DW 60.800 usec

DE 6.50 usec

TE 296.7 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ======

NUC1 1H

P1 14.75 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

Sl 32768

SF 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

""""" ]
11 10

S



Current Data Parameters
NAME SSK-20-BKG-273-13C(2)

SSK-20-BKG-273-13C(2)

EXPNO 16 TONDONATMNOOTODONNDOND o
PROCNO 1 ANOONATHAODTONOONOMAHOD M o NSO O
P T T R T T T T T T <t O OO M

F2 - Acquisition Parameters ONLMOMMOANODDOVOOOIONNNOOOOL ' oo v
Date 20180308 MOOMOMOOHOOMOOMOANNNNNNNNNNNNN O O MHO O o
Time 15.18 AT A A A A A A A A A A A A A A A A 00 00 00 0O I~ N~ O
INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 5536

SOLVENT CDCI3

NS 50

DS 0

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2582912 sec

RG 1030

DwW 19.200 usec

DE 6.50 usec

TE 296.9 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

Ph—X0O o

======== CHANNEL {1 ======== O SPh
NUC1 13C NapO

P1 8.50 usec OB

PL1 -2.00dB n

PL1IW 56.53121948 W ]0

SFO1 100.6238364 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
""""" | I N I I I I IR IR I I LA M IR I I I I I |

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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NapO SPh

OBn
10

SSK-20-BKG-273-HHCOSY

Current Data Parameters

NAME SSK-20-BKG-273-HHCOSY
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180308

Time 22.29
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG cosygpppgf

TD 2048
SOLVENT CDCI3

NS 4

DS 0

SWH 2325.581 Hz
FIDRES 1.135538 Hz
AQ 0.4403200 sec
RG 61.42

Dw 215.000 usec
DE 6.50 usec
TE 296.4 K

DO 0.00000300 sec
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00043000 sec

PLW1 16.00000000 W
PLW10 3.16840005 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100

GPZ1 10.00 %

P16 1000.00 usec

F1 - Acquisition parameters
D 128

SFO1 500.1318 MHz
FIDRES 36.337208 Hz
SwW 4_.650 ppm
FnMODE QF

F2 - Processing parameters
Sl

SF

wDw

SSB 0
LB 0
GB 0
PC

1024
500.1300000 MHz
QSINE

Hz
1.40

F1 - Processing parameters
S1

MC2 QF
SF 500.1300000 MHz
WDW QSINE

SSB 0

LB 0 Hz

GB 0
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SSK-20-BKG-173-1H

Current Data Parameters
NAME SSK-20-BKG-173-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20170714

Time 11.04

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274 Ph/%o (@)

SOLVENT CDCI3 NapO

gg 8 P OCOC+5H34

'e) B

SWH 8223.685 Hz OCOC45H34

FIDRES  0.151522 Hz NN

AQ 3.2998593 sec 19

RG 50.8

DW 60.800 usec

DE 6.50 usec

TE 297.1 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 1H

P1 14.75 usec

PL1 -1.00dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters / /

Sl 32768

SF 400.1300095 MHz 7., // / " e broirr S s // /

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

""""" r——— I

11 10 8 7 6 5 4 1 ppm
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Current Data Parameters

NAME  SSK-20-BKG-173-13C

SSK-20-BKG-173-13C

EXPNO 2 0 o COOLTOILTONNNTILTIANDN O

PROCNO 1 MmO NNOANNOOTNOVDOWAON <t 0 COOULSTNONNA OCMWLMOMOANNSN A
r I N N N N N N ) O TANMLONO S NHONOOMNMMNMAAD M~

F2 - Acquisition Parameters M m ONOMANOWOWAONNNNNOODLW o 1o 1o ' L L L R L R B

Date 20170714 NN OOOMOOANNNNNNNNNNN O® NOONLOMO D ON <TTHOOOODODODOO T N

Time 11.04 — - AddddAddddAdddAdAdAdAd dOD ONNNNNO OO © OOONNNNNNNNN A

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

D 5536

SOLVENT CDCI3

NS 5

DS 0

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2582912 sec

RG 2050

DW 19.200 usec

DE 6.50 usec

TE 297.1K

D1 1.00000000 sec

D11 0.03000000 sec Ph—X-0O

DO 1 e} O

======== CHANNEL {1 ======== Napo QCOC15H31

NUC1 13C BnOO -

P1 8.50 usec \/\/OCOC15H31

PL1 -2.00dB

PLIW  56.53121948 W 19

SFO1  100.6238364 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W  10.56200695 W

PL12W  0.35871249 W

PL13W  0.29767781 W

SFO2  400.1316005 MHz

F2 - Processing parameters

Sl 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S47
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NapO
a0 OCOCHsHss

1 .
/ / / / SSK-20-BKG-173-HHCOSY
MMMWMWM opm
Current Data Parameters
NAME SSK-20-BKG-173-HHCOSY
EXPNO 3
C —3.4 PROCNO 1
vl ) | F2 - Acquisition Parameters
[} Date_ 20180322
Time 5.25
‘ : { I ‘ —3.6 INSTRUM spect
O w ﬂ PROBHD 5 mm PABBO BB-
L PULPROG cosygpqf
TD 2048
| SOLVENT CDCI3
U 3.8 NS 2
| ) DS 0
(| ' F SWH 2253.606 Hz
| 0 J FIDRES 1.100393 Hz
‘ I | —4.0 AQ 0.4543829 sec
. RG 57
Uy i W 221.867 usec
) r DE 6.50 usec
0 ‘ TE 296.2 K
— DO 0.00000300 sec
i l 4.2 D1 1.00000000 sec
| D13 0.00000400 sec
5 J D16 0.00020000 sec
J. INO 0.00044375 sec
R | U _4.4
A 0 —======= CHANNEL f1 ========
@0 3 L NUC1 1H
) W PO 14.75 usec
Iy P1 14.75 usec
—4.6 PL1 Z1.00 dB
| PL1W 10.56200695 W
F SFO1 400.1312297 MHz
' ! _4 8 ====== GRADIENT CHANNEL =====
! ‘ . GPNAM[1] SINE. 100
i GPZ1 10.00 %
@0 i P16 1000.00 usec
Jl
[ 0 - F1 - Acquisition parameters
| 0 5.0 ™ a7
| SFO1 400.1312 MHz
FIDRES 95.898689 Hz
Sl 5.632 ppm
i ﬂ —5.2 FnMODE QF
0 | i W | F2 - Processing parameters
Sl
0 SF 400.1300095 MHz
¢ —5.4 WDwW SINE
SSB 0
L LB 0 Hz
GB 0
56 PC 1.40
F1 - Processing parameters
F Si
0 MC2 QF
- SF 400.1300095 MHz
9 58 WDW SINE
I A B e e T

———
5.6 5.4 5.2 5.0 4.8 4.6 4.4 §4% 4.0 3.8 3.6 34 ppm e8 0
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Ph—\ O o)
o
NapO OCOC 5H3
O

~__0OCOC45H31
CH H1 T

/ SSK-20-BKG-173-HSQC

Current Data Parameters

NAME SSK-20-BKG-173-HSQC
EXPNO 6
ppm PROCNO 1

bbb

F2 - Acquisition Parameters
201803

Date_
Time

INSTRUM spect
3 PROBHD 5 mm PABBO BB-
PULPROG hsqcetgp
40 D 2048
SOLVENT cDCI3
NS 4
DS 0
SWH 2185.315 Hz
FIDRES 1.067048 Hz
AQ 0.4685824 sec
50 RG 1820
DW 228.800 usec
DE 6.50 usec
TE 296.8 K
CNST2 145.0000000
DO 0.00000300 sec
D1 1.00000000 sec
60 D4 0.00172414 sec
D11 0.03000000 sec
[ D13 0.00000400 sec
D16 0.00020000 sec
3 INO 0.00002070 sec
ZGOPTNS

o i L

vk Ly

70

80

C.
P3 8.50 usec
90 P4 17.00 usec
PCPD2 70.00 usec
W PL2 -2.00 dB
PL12 16.31 dB
PL2W 56.53121948 W
% | PL12W 0.83423501 W
E SF02 100.6248425 MHz
— = 100 ====== GRADIENT CHANNEL =====
= GPNAM[1] SINE. 100
GPNAM[2] SINE.100
% GPZ1 80.00 %
GPZ2 20.10 %
F 110 P16 1000.00 usec
F1 - Acquisition parameters
| TD 16
3 SFO1 100.6248 MHz
E FIDRES 3018.745361 Hz

=
N
(@)

sw 240.000 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
S1 2048

SF 400.1300095 MHz
wDw QSINE
SSB 2
LB 0 Hz
—-130 o8 0
PC 1.40

F1 - Processing parameters
S 1024

T T T T T T T T T T T T T @E; ecggaég}ézgéé e
5.8 5.6 54 52 5.0 4.8 4.6 4.4 4 4.0 3.8 3.6 3.4 ppm & o


SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Typewritten Text
H1

SSK LAB-PC4
Typewritten Text
CH

SSK LAB-PC4
Line

SSK LAB-PC4
Line


SSK-20-BKG-274-1H

Current Data Parameters
NAME SSK-20-BKG-274-1H

EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180308
Time 22.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930 Ph
D 65536 /%O O
SOLVENT CDCI3 HO
DS 0 :
SWH 10000.000 Hz O\/\/OCOC15H31
FIDRES 0.152588 Hz
AQ 3.2767999 sec 9
RG 30.72
DwW 50.000 usec
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 500.1330885 MHz
NUC1 1H
P1 13.35 usec
PLW1 16.00000000 W
F2 - Processing parameters
Sl 65536 / ’
SF 500.1300131 MHz
WDW EM /s e Jr oo tr IS -~
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
M_ AL th L_J e
""""" L O L I I B A I I
11 10 6 5 4 ppm

£ 1.00

4.89

48.32



SSK-20-BKG-MONOA-

M < O 00O~ Ln 00 (o2}
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Current Data Parameters

NAME  SSK-20-BKG-MONOA-13C

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180106

Time 5.45

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 28 Ph—X"0O o

SWH 26041.666 Hz (0]

FIDRES 0.397364 Hz

Q 1.2582912 sec HO BnO OCOC5H34

RG 1030 z

DW 19,200 usec (@) :

DE 6.50 Usec 9 - 0COC5H31

TE 297.2K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 13C

P1 8.50 usec

PL1 -2.00dB

PL1IW 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL {2 ========

CPDPRG[2  waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S51



H5
/ H6 H3 H6' H2, H4 Ph/voo o
N,/ \ / HO OCOC5Hs1
CH BnO 0 :
| 9 \/\/OCOC15H31
SSK-20-BKG-274-HHCOSY
ppm
34 Current Data Parameters
NAME SSK-20-BKG-274-HHCOSY
Nl Y4y F EXPNO 8
@v\w A0 Wi PROCNO 1
v =
v —36 F2 - Acquisition Parameters
AN 0 0 N Date_ 20180308
A 0 Time 22.14
) Q I INSTRUM spect
OO PROBHD 5 mm PABBO BB/
m A F PULPROG cosygpppqF
) ! —3.8 TD 2048
0 SOLVENT cocl3
3 NS 4
i DS 0
SWH 2880.184 Hz
_4 O FIDRES 1.406340 Hz
. AQ 0.3555328 sec
RG 61.42
| DW 173.600 usec
( DE 6.50 usec
| TE 296.5 K
\ | 4 2 DO 0.00000300 sec
g 8 A . D1 1.00000000 sec
0 % D11 0.03000000 sec
L D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
) I 44 INO 0.00034720 sec
======== CHANNEL f1 ========
- SFO1 500.1314083 MHz
NUC1 1H
PO 13.35 usec
—4.6 P1 13.35 usec
' P17 2500.00 usec
( PLW1 16.00000000 W
D \ 3 PLW10 3.16840005 W
vy ====== GRADIENT CHANNEL =====
v —4.8 GPNAM[1] SMSQ10.100
GPZ1 10.00 %
P16 1000.00 usec
F1 - Acquisition parameters
TD 96
— 50 SFO1 500.1314 MHz
FIDRES 60.003841 Hz
SW 5.759 ppm
) 0 r FnMODE QF
F2 - Processing parameters
A % —5.2 SI
[\ ] SF 500.1300000 MHz
V s | WDW QSINE
~ SSB 0
LB 0 Hz
| 5 4 GB 0
. PC 1.40
| F1 - Processing parameters
Si
MC2 QF
- 5 6 SF 500.1300000 MHz
. WDW QSINE
SSB 0
T T T T T T T T T T T T T T 35 2. T T T T T T T Iég 8 Hz

54 52 50 48 46 44 42 40 38 36 34 ppm
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Current Data Parameters
NAME SSK-20-BKG-103-1H

SSK-20-BKG-103-1H

593
4.549
4
4

5.011
4.996
4.976
4.755
4.731
4.622
4.615

4

L=

/

227
216
4.204
4.197

4.191
4.183
4.164
3.717

3.696
3.578
3.559
3.541

3.522
3.515
2.334
2.319

619
606
288
193
181
927
913
899

2.303
2.291

1
1
1
1
1
0
0
0

"

EXPNO 20

PROCNO 1

F2 - Acquisition Parameters

Date_ 20170325

Time 0.38

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2930 NHCbz

D 65536 Ph e}

SOLVENT cbcl3 &&//vo 0

NS 16 o)

DS 0 Napo QCOC15H31

SWH 10000.000 Hz NHTCA BnO5 =

FIDRES  0.152588 Hz - 0COC5H34

AQ 3.2767999 sec

RG 30.72 21

DW 50.000 usec

DE 6.50 usec

TE 298.8 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 500.1330885 MHz

NUC1 1H

P1 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters / / // / / {

i 65536 ol vl A lal s /

SF 500.1299999 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L .
[ LIS I R A o R R A | o A
11 10 8 7 6 5 4 3 2 1 0 ppm
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Current Data Parameters

NAME SSK-20-BKG-103-13C

SSK-20-BKG-103-13C

EXPNO 21
PROCNO 1
Rg 3 8##823332:3332%885%%; ggw 0 TTONDOLTDTINOTN DO ONOTONOVONTNMNT ®®O W

F2 - Acquisition Parameters © o™ A NONOIDMODOBBOOBBONNNOGO o0 N NOMONQRITmIONNO I IO NRONOOINNMT =00 O FY
Date 20170325 g S R212222JQJJJIJJIQJIININ 228 § SRERIREZLETTE S IITAJIJIIIJIIIILIIRT ¢
Time 0.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 300
DS 0
SWH 29761.904 Hz
FIDRES 0.454131 Hz NHCbz
AQ 1.1010048 sec Ph—X-O 0
RG 197.27 NanO 0 o o]
DW 16.800 usec ap
DE 6.50 usec BnO 9COC15H31
TE 299.2 K NHTCA O_ . OCOC.H
D1 1.00000000 sec NN 157131
D11 0.03000000 sec 21
TDO 1
======== CHANNEL f1 =======
SFO1 125.7703637 MHz
NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL {2 =======
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.17267001 W
F2 - Processing parameters
Sl 32768
SF 125.7577617 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T

210 200 190 170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10 0 ppm

S54



NHCbz

PR o
NapO
H1 // NHTCA BnO o g}c:()(:15fi31
NH H1 / H4' H3,H4HE"  ysr 12 H2, 51 S -OC0C5Hs;4
H3' H5
/ | / / SSK-20-BKG-103-HHCOSY
ppm

=

T
>
(6

=
— T

I |

ppm

Current Data Parameters

NAME SSK-20-BKG-103-HHCOSY
EXPNO 22
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170325

Time 0.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG cosygpppqgf

TD 2048
SOLVENT CcDCI3

NS 5

DS 0

SWH 4273.504 Hz
FIDRES 2.086672 Hz
AQ 0.2396160 sec
RG 61.42

DwW 117.000 usec
DE 6.50 usec
TE 298.9 K

DO 0.00000300 sec
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00023400 sec
======== CHANNEL 1 ========
SFO1 500.1319787 MHz
NUC1 1H

PO 13.00 usec
P1 13.00 usec
P17 2500.00 usec
PLW1 13.00000000 W
PLW10 2.44109988 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100

GPZ1 10.00 %
P16 1000.00 usec

F1 - Acquisition parameters
TD 128

SFO1
FIDRES
SW
FnMODE

500.132 MHz
66.773506 Hz
8.545 ppm
QF

F2 - Processing parameters
Sl 1024

SF
WDw
SSB
LB
GB
PC

500.1300000 MHz

QSINE
0
0 Hz
0

1.40

F1 - Processing parameters

Sl
MC2
SF
WDwW
SSB
LB
GB

QF
500.1300000 MHz
QSINE

0 Hz
0
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NHCbz Ph—0
0 0 0

NapO © OCOC5H3;
CH . H1 NHTCA Bno O _~_0COCsHj;
/ H1 21
/ SSK-20-BKG-103-HSQC

Current Data Parameters
NAME SSK-20-BKG-103-HSQC
23

EXPNO
PROCNO 1
ppm F2 - Acquisition Parameters
Date_ 20170325
Time 1.04
INSTRUM spect
I PROBHD 5 mm PABBO BB/
| 45 PULPROG hsqcedetgpsisp2.2
| D 1024
SOLVENT coci3
+ NS 5
| DS 0
SWH 4273.504 Hz
3 FIDRES 4.173344 Hz
| 50 AQ 0.1198080 sec
RG 197.27
F oW 117.000 usec
L DE 6.50 usec
TE 298.7 K
I CNST2 145.0000000
L CNST17 -0.5000000
DO 0.00000300 sec
— 55 D1 1.00000000 sec
+ D4 0.00172414 sec
| D11 0.03000000 sec
D16 0.00020000 sec
+ D21 0.00360000 sec
L D24 0.00089000 sec
60 INO 0.00001680 sec

CHANNEL f1 =:
500.13197:

1H
13.00 usec

1000.00
- 65 13.00000000 W
B = CHANNEL f2 =
- SF02 125.7703637 MHz
L NUC2 13C
CPDPRG[2 bi_p5masp_dsp.2
F P3 8.90 usec
| 70 P14 500.00 usec
P24 2000.00 usec

r P63 1500.00 usec
F PLWO

LW2 103.00000000 W
[ PLW12 1.66499996 W

L SPNAM[3] Crp60,0.5,20.1
0.50

SPOAL3 0
— 75 SPOFFS3

0 Hz
- SPW3 12.46500015 W
SPNAM[7] Crp60comp. 4
r SPOAL7 0
SPOFFS7 0 Hz
SPW7 12.46500015 W
SPNAM[14 Crp32,1.5,20.2
80 SPOAL14 0.500
SPOFFS14 0 Hz
SPW14 5.31860018 W
SPNAM[31 Crp32,1.5,20.2
SPOAL31 0.500
SPOFFS31 0 Hz
SPW31 1.32969999 W
85 = GRADIENT CHANNEL
GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
GPNAM[4] SMSQ10.100
GPZ1 80.00 %
90 GPZ2 20.10 %
GPZ3 11.00 %
GPZ4 -5.00 %
P16 1000.00 usec

F1 - Acquisition parameters
TD 141

95 SFO1 125.7704 MHz

FIDRES 211.077332 Hz
sw 236.637 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
S

i P19 60000 usec

1 00 SF 500.1300052 MHz
wow QSINE
SSB 2
LB 0 Hz
cB 0
PC 1.40

105 F1 - Processing parameters
s 1024
vc2 echo-antiecho

T T T T T T T T T T T T SF 125.7577557 MHz

wow

4.4 4.2 4.0 3.8 3.6 3.4 ppm & g~
S56
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SSK-20'-BKG-267-1H

Current Data Parameters
NAME SSK-20'-BKG-267-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180213

Time 11.31

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT coci3 NHCbz Ph—-0

NS 16 o) 0 0O

DS 0

SWH 8223.685 Hz HO O OCOC 5H3

FIDRES 0.151522 Hz NHTCA BnOO H

AQ 3.2998593 sec : OCOC.=H

RG 57 NN 15M131

DwW 60.800 usec

DE 6.50 usec 7

TE 298.6 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 1H

P1 14.75 usec

PL1 -1.00dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

Sl 32768

oF 400 1300095 MHz / - ro S s s / S/ //// -~ / / [

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

""""" LN I I I I O I L I

11 10 5 4 3 2 1 ppm
| < [=) Ofo(o[d(o|m|t|o|S|o]d] |0 © ol ([o]|m]d
—(© e(@H|e|o|e(ae|e|N(QM O] ~ N 0| ™
Ng — N|H|o|d|o|d|[dH|m|N|AH|d|<|[H|O < vgmo
5



SSK-20-BKG-267-1H

Current Data Parameters N ™ o M ONOLNMONNMNON N~

NAME SSK-20-BKG-267-1H ™ O © o ANOOOLNAHAO S A MOO© O ONLUNINONIODOMMMN~N NOYTHOANINONVOON

EXPNO 10 o ' ' L Y Y L L O D dOoONOOOHOOMNMTSOMNMSAN NAHAOMNOUOLMNAAOMNO
[ Xer) N~ ONWOOONOOOOMNWO e R T T T T T T T T T T e T T T

PROCNO 1 N~ N~ © n mOMmOMOANNNNNNNN OO~ N OOMNOMHOONOANANNL ITITHADDDDODODIT N O
— - AT A A A A A A A AHO O O cNNMNMNMNMOOOOOOON OOMOOMONNNNNNNNNAA

F2 - Acquisition Parameters

g ) 1] SONEZ VT TSN SR\

Time 15.30

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 269

DS 0

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2582912 sec NHCbz

RG 285 Ph—X- O o

DW 19.200 usec HO (0] o o)

DE 6.50 usec

TE 297.6 K BnO OCOCs5H31

D1 1.00000000 sec NHTCA ng -

D11 0.03000000 sec - 0COC5H3;

TDO 1

7

======== CHANNEL f1 ========

NUC1 13C

P1 8.50 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

Sl 32768

SF 100.6127690 MHz

wDwW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S58



NH  cH

" NHCbz
H1 H3, H5, H6, o] o) O
g HO © 0COC;sH
HL' Ha' Cua He BnO 19
I H2', H3', H5', H2 NHTCA O___0COC1sHs;
/  He" OH 7
- —
N ppm

] 0 ) B SSK-20-BKG-267-HHCOSY
0 7
I Current Data Parameters
—1.0 NAME SSK-20-BKG-267-HHCOSY
0@@ L EXPNO 11
m ‘\ | PROCNO 1
b \ //// r F2 - Acquisition Parameters
Al‘ ‘\ L L Date_ 2018021
Time 15.42
0 AR I —1.5 INSTRUM spect
u'o:{l}; o PROBHD 5 mm PABBO BB-
W‘é} L PULPROG cosygpqf
55 D 2048
Y B SOLVENT CDCI3
@ L NS 16
g | 2 0 DS 16
. SWH 2076.412 Hz
@ r FIDRES 1.013873 Hz
o - AQ 0.4931584 sec
0 | RG 80.6
DW 240.800 usec
0 F DE 6.50 usec
— TE 297.9 K
; 2.5 ) 0.00000300 sec
B D1 1.00000000 sec
0 3 D13 0.00000400 sec
L D16 0.00020000 sec
0 | INO 0.00048160 sec
" - ======== CHANNEL f1 ========
(m i 3.0 NUC1 1H
] PO 14.75 usec
W - P1 14.75 usec
i . L PL1 -1.00 dB
‘ . W\\’ | PL1W 10.56200695 W
| LY SFO1 400.1312368 MHz
o i ol ” -35
‘ Jh L =o==== GRADIENT CHANNEL =====
I it i w‘l GPNAM[1] SINE.100
‘M i 6PZ1 16700 %
WO (0 G 3 P16 1000.00 usec
M /'.'t‘\. @ I Fl - Acquisition parameters
@V \( ') i - 40 e
fd W - SFOl 400.1312 MHz
: i it i | FIDRES 118.651489 Hz
I Z s Sw 5.189 ppm
“\\'r ‘ - FnMODE QF
‘f‘ i “1‘.“ [ F2 - Processing parameters
i —4.5 sl 2048
S ik i - SF 400.1300101 MHz
ho (e L WDW SINE
‘ ‘ SSB 0
Y B LB 0 Hz
Y 0 L GB 0
! PC 1.40
e ’ " ) —5.0
f ] r F1 - Processing parameters
I W : L sl 512
k \ A o | MC2 QF
; (M ] o SF 400.1300101 MHz
N ) r WDW SINE
. - SSB 0
g 5.5 LB 0 Hz
I I I I I I I I I I
5.5 5.0 4.5 4.0 3.5 3.0 25 g59 2.0 1.5 1.0 ppm
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Current Data Parameters
NAME SSK-20-BKG-261-1H

SSK-20-BK

»
-
[N

H

5.085 N
5.067

4.902 c.')
4741 N

K-
<«
=)
-
w0

3 975
3.892
3.862
3.842
3.830
3.821
3.812
3.801

Lo
o
)
F <

4 441
4.431
4.420
4.410

(o2}
(e}
) ©
F <

4.721
4.694

©
(SN
(<]
<

3.794
3.776
3.757
3.739
3.560
3.550
3.541

3.531
3.522
3.512

7 SR T

EXPNO 14

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180206

Time 22.15

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2930 Ph/%O o)

D 65536 BRO SPh

SOLVENT cDCl3 n

NS 11 OCIAc

DS 0

SWH 10000.000 Hz 20a

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 13.43

DW 50.000 usec

DE 6.50 usec

TE 297.4 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 500.1330885 MHz

NUC1 1H

P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters

Sl 65536

SF 500.1300133 MHz J (

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

A._AJ U J | e~ N |
""""" r——— I
11 10 9 8 7 6 5 4 3 2 1 ppm

(N|o o Olw]r~] (o fo[N]m]r~
™| o o|o|o||H|a|o|H|o|o
<t|lm|oo - Al N[ [l AN

S60



Current Data Parameters
NAME SSK-20-BKG-261-13C

EXPNO 15 <
PROCNO 1 [o0]
F2 - Acquisition Parameters 8
Date_ 20180206 —
Time 22.18

INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 51

DS 0

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 297.9K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL f1 ========
SFO1 125.7703637 MHz

NUC1 13C

P1 8.90 usec

PLW1 103.00000000 W
======== CHANNEL {2 ========
SFO2 500.1320005 MHz

NUC2 1H

CPDPRGJ[2 waltz16

PCPD2 80.00 usec

PLW2 16.00000000 W

PLW12 0.44556001 W

PLW13 0.22411001 W

F2 - Processing parameters

Sl

SF 125.7577890 MHz

WDW
SSB 0
LB

GB 0
PC

EM
1.00 Hz
1.40

138.03
137.14
133.15

NN

131.67
129.18

£

129.10
128.50

128.39
128.15

127.96
126.09

SSK-20-BKG-261-13C

40.79

70

60

50

40

30

20

10 ppm



/ H6' / H5 Ph/% () 0
H4 Ph
/ / p BnO S
OCIAc
20a
ppm
@ il J@ @ @ P i Current Data Parameters
¥ (7 3’ NAME SSK-20-BKG-261-HHCOSY
00 EXPNO 17
— 3 6 PROCNO 1
F2 - Acquisition Parameters
Date_ 20180206
I Time 22.19
0 . INSTRUM spect
8 PROBHD 5 mm PABBO BB/
’)@ . @ v W | 3 8 PULPROG cosygpppqf
0 fi S0 . ™ 2048
0 0 Y i SOLVENT cbCI3
I oo %ol NS 4
0 L DS 8
! SWH 1650.165 Hz
0 FIDRES 0.805745 Hz
( ; AQ 0.6205440 sec
I 4 . 0 RG 42.12
- Dw 303.000 usec
DE 6.50 usec
| TE 297.6 K
DO 0.00000300 sec
D1 1.00000000 sec
D11 0.03000000 sec
—4.2 D12 0.00002000 sec
" D13 0.00000400 sec
D16 0.00020000 sec
| INO 0.00060600 sec
======== CHANNEL 1 ========
SFO1 500.1322341 MHz
| NUC1 1H
C) 4.4 PO 13.35 usec
) P1 13.35 usec
P17 2500.00 usec
+ PLW1 16.00000000 W
PLW10 3.16840005 W
====== GRADIENT CHANNEL =====
I 4 R 6 GPNAM[1] SMSQ10.100
GPZ1 10.00 %
P16 1000.00 usec
O I F1 - Acquisition parameters
) TD 98
SFO1 500.1322 MHz
—4.8 FIDRES 33.676838 Hz
- Sw 3.299 ppm
FnMODE QF
B F2 - Processing parameters
Si
SF 500.1300133 MHz
— 5 O WDwW QSINE
. SSB 0
@ @ @ @ LB 0 Hz
0 X GB 0
0 @ @ F PC 1.40
F1 - Processing parameters
Si
I 5 2 mMC2 QF
SF 500.1300133 MHz
WDwW QSINE
LI L L L L L L SSB O
I I I I I I I I I I I I I I I I I I I LB 0 Hz
GB 0

53 52 51 50 49 48 47 46 45 44 43 4.2 4.186%.0 39 38 37 36 35 34 ppm
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7.382
7.371

R e AN

7.363
7.358
7.286
7.269
7.265
7.252
7.239
7.229
7.222
7.212
7.194
7.190
7.178
7.174
4._.938
4.914
4.891
4.782
4.772
4_.753
4.745

ssk-20-bkg-590-1h

Current Data Parameters

4 _595
4_.568
3.828
3.806
3.791
3.678
3.669
3.647
3.641
3.624
3.591
3.567
3.544
3.379
3.373
3.368
3.362
3.356
3.349
3.345
3.338
1.897

NAME ssk-20-bkg- 590 1h

EXPNO

PROCNO 1

F2 - A ti P t

Pt cquisi 1020 gggge ers ()}{

Time 20.17

INSEEBM 5 PABBSpggt ()

PR mm -

PULPROG 2930 BnO SPh

Boew G Bno

NS 8 ClAcO

g@H 8223 68g H

- Z

FIDRES 0.151522 Hz 22

AQ 3.2998593 sec

RG 161

DwW 60.800 usec

DE 6.50 usec

TE 295.9 K

D1 1. 00000000 sec

TDO

—======= CHANNEL f1 ========

NUC1 1H

P1 14.75 usec

PL1 -1.00 dB

PLIW 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

Si 32768

SF 400.1300428 MHz

WDW EM

SSB 0

LB 0.30 Hz / J / / /

GB 0

PC 1.00

T — T T T T T T T T T ™ ™ T T T T ™
95 90 85 80 S5 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm

[ce] [e)] oo N[O N~
S|M S|%|S S|®|3|o o
i Sg | |M NN || o
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Current Data Parameters

ssk-20-bkg-590-13c

NAME  ssk-20-bkg-590-13c 8 SHBNS3RRISS ©COONTW©®D M ~
EXPNO 2 ' OCOOWNSTNN © ©
PROCNO 1 © NI O 00 00 00 00 00N~ Tor o '
© MMMOMOANNNNNNN LMo~ M o @)

- A A A A A A A A WONNMNNNN © <
F2 - Acquisition Parameters
I SN\ NNNVZa
Time 20.20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 64
DS 0
SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2582912 sec
RG 1030 OH
DW 19.200 usec
DE 6.50 usec
TE 296.5 K 0O
D1 1.00000000 sec
D11  0.03000000 sec BnBOO SPh
TDO 1 n

CIAcO
======== CHANNEL f1 ======
NUC1 13C
P1 8.50 usec 22
PL1 -2.00dB
PL1IW 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL 2 ======
CPDPRGJ2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
Sl 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T " T " T " T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm

S64



SSK-20-BKG-590-1dept

TODMOOMO ©

LOMIONAHOO LAONMO O
QO 0000000~ OO Y NN
ONNNNNNN LMOMN~LLW®M
A A Ao W ON~MNNINSN

—61.83
40.65

SN SN

Current Data Parameters
NAME  SSK-20-BKG-590-1dept
9

EXPNO
PROCNO 1

F2 - Acquisition Parameters

Date 20190808

Time 0.02 OH
INSTRUM spect

PROBHD 5mm PABBO BB-

PULPROG dept135 BnO 0
D 65536 BnO SPh
SOLVENT cDCI3 n

NS 153

NS > ClAcO
SWH 27777.777 Hz

FIDRES 0.423855 Hz 22

AQ 1.1796480 sec

RG 203

DW 18.000 usec

DE 6.50 usec

TE 297.4K

CNST2  145.0000000

D1 1.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec

TDO 1

======== CHANNEL f1l ========

P rinic

P2 17.50 usec

PL1 -2.00 dB

PL1W 56.53121948 W
SFO1 100.6242389 MHz

======== CHANNEL 2 ========
CPDPRG[2 waltz16

NUC2 1H

P3 13.50 usec

P4 27.00 usec

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL2W 10.56200695 W
PL12W 0.29767781 W
SFO2 400.1316005 MHz

F2 - Processing parameters
Sl

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I A R A RN NEARREARS RARAARARY RARRRAREA R
210 200 190 180 170 160 150 140 130 120 110 100 9 80 /0 60 50 40 30 20 10 ppm
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OH

H1
H6, HE'
H3 BnO 2_sPh
BnO
Ha CIAcO
H2 ssk-20-bkg-590-cosy
H5 22
ppm Current Data Parameters
NAME ssk-20-bkg-590-cosy
EXPNO 3
| 2 8 PROCNO 1
F2 - Acquisition Parameters
F Date_ 20190806
Time 20.21
I 3 O INSTRUM spect
. PROBHD 5 mm PABBO BB-
PULPROG cosygpqf
i TD 2048
SOLVENT CDCI3
_.3 2 NS 4
- DS 0
SWH 1723.346 Hz
i FIDRES 0.841477 Hz
AQ 0.5941930 sec
—3.4 RG 64
DwW 290.133 usec
| DE 6.50 usec
TE 296.5 K
DO 0.00000300 sec
—3.6 D1 1.00000000 sec
D13 0.00000400 sec
L D16 0.00020000 sec
INO 0.00058025 sec
_3_8 ======== CHANNEL f1l ========
NUC1 1H
L PO 13.50 usec
P1 13.50 usec
PL1 -1.00 dB
_40 PL1W 10.56200695 W
SFO1 400.1312613 MHz
====== GRADIENT CHANNEL =====
_4 2 GPNAM[1] SINE.100
. GPZ1 10.00 %
P16 1000.00 usec
F1 - Acquisition parameters
_.‘1 41 TD 47
- SFO1 400.1313 MHz
FIDRES 73.334694 Hz
i SW 4.307 ppm
FnMODE QF
46 F2 - Processing parameters
Sl
SF 400.1300428 MHz
WDW SINE
—4.8 SSB 0
LB 0 Hz
L GB 0
PC 1.40
—5.0 F1 - Processing parameters
Si 1024
L MC2 QF
SF 400.1300428 MHz
WDW SINE
SSB 0
LB 0 Hz
50 48 46 44 42 40 38 36 34 32 30 28 ppm 8 0
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Current Data Parameters
NAME SSK-20-BKG-266B-1H

EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180213
Time 15.09
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 54274 OBn
SOLVENT CDCI3
NS 11 BnO O SPh
DS 0 BnO
SWH 8223.685 Hz
FIDRES 0.151522 Hz OClAc
AQ 3.2998593 sec 5
RG 101
DwW 60.800 usec
DE 6.50 usec
TE 297.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.75 usec
PL1 1,00 dB / s I M
PL1IW 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
Sl 32768
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC lloo “lu\
M L OV
""""" LN I I I I O I L I
11 10 5 4 3 ppm
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Current Data Parameters k\\\w%l \\ \\ \/ ///

NAME SSK-20-BKG-266B-13C

EXPNO 8

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180213

Time 15.11

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 5536

SOLVENT CDCI3

NS 90

DS 0

SWH 26041.666 Hz OBn

FIDRES 0.397364 Hz o

AQ 1.2582912 sec

RG 1030 BnO SPh

DW 19.200 usec BnO

DE 6.50 usec

TE 297.8 K OCIAC

D1 1.00000000 sec 5

D11 0.03000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 13C

P1 8.50 usec

PL1 -2.00 dB

PL1IW 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL 2 ========

CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

""" | I N I H A I IR N I N I N I IR I I I N I I

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S68



H6, HE'

\_ H3, H4 OBn
/ BN SPh
5 ()(:V\C
H5

SSK-20-BKG-266B-HHCOSY

ppm
Current Data Parameters
NAME SSK-20-BKG-266B-HHCOSY
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180213
Time 15.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
Rt PULPROG cosygpqf
I ™ 2048
i SOLVENT cbCi3
i NS 16
DS 16
SWH 961.169 Hz
FIDRES 0.469321 Hz
AQ 1.0653696 sec
RG 228
DwW 520.200 usec
DE 6.50 usec
! i TE 297.7 K
DO 0.00000300 sec
I 4 0 D1 1.00000000 sec
. D13 0.00000400 sec
D16 0.00020000 sec
I INO 0.00104040 sec
======== CHANNEL f1 ========
—4.2  nuct 1H
PO 14.75 usec
L P1 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
—4.4 sFo1l 400.1317209 MHz
====== GRADIENT CHANNEL =====
i GPNAM[1] SINE.100
GPZ1 10.00 %
_4 6 P16 1000.00 usec
F1 - Acquisition parameters
I TD 22
SFO1 400.1317 MHz
_4 8 FIDRES 87.377853 Hz
. SW 2.402 ppm
FnMODE QF
F2 - Processing parameters
Si 2048
| — 50 SF 400.1300095 MHz
W WDW SINE
| SSB 0
LB 0 Hz
GB 0
—52 PC 1.40
F1 - Processing parameters
i Si 512
MC2 QF
_5 4 SF 400.1300095 MHz
. WDW SINE
SSB 0
I —S69 ) I j I j I j I j LB 0 Hz

4.2 4.0 3.8 3.6 3.4 32  ppm® °
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SSK-20-BKG-6-0FMOC-:

Current Data Parameters
NAME SSK-20-BKG-6-o0FMOC-1H

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190520

Time 11.09

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2030

™D 65536 OFmoc

SOLVENT CDCI3

NS 16

DS 0 BnO 0 SPh

SWH 10000.000 Hz BnO

FIDRES 0.152588 Hz

AQ 3.2767999 sec ClAcO

RG 53.37

DW 50.000 usec 23

DE 6.50 usec

TE 296.9 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 500.1330885 MHz

NUC1 1H

P1 13.35 usec

PLW1  16.00000000 W / / / /

F2 - Processing parameters

Sl 65536

SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

T T T 1 T T 1 S A A L I BN L IR I T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 15 1.0 0.5 ppm
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Current Data Parameters

NAME  SSK-20-BKG-6-0FMOC-13c

EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190520

Time 11.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDCI3

NS 65

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec

TE 297.7K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 =====
SFO1 125.7703637 MHz
NUC1 13C

P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL 2 =====
SFO2 500.1320005 MHz
NuC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
Sl 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210

200 190

180

170

154.96

143.37
143.29
141 .32

137.81

137.30
132.73
132.13

SSK-20-BKG-6-0FMOC-13c

128.95
128.64

128.61
128.21
128.18
128.02
127.96
127.26
125.24
125.18
120.11

NS

160

150

140

OFmoc
BnO 0
BnO SPh
CIAcO
23

130 120 110 100

S71
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SSK-20-BKG-6-0FMOC-dept
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F2 - Acquisition Parameters
Date_ 20190520
Time 11.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp135
TD 65536
SOLVENT CDCI3
NS
DS 0
SWH 20161.291 Hz OFmoc
FIDRES 0.307637 Hz
AQ 1.6252928 sec
RG 197.27 BnO C SPh
DW 24.800 usec BnO
DE 6.50 usec
TE 297.7K CIAcO
CNST2 145.0000000
D1 1.00000000 sec
D2 0.00344828 sec 23
D12 0.00002000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 125.7678486 MHz
NUC1 13C
P1 8.90 usec
P13 2000.00 usec
PLWO ow
PLW1 103.00000000 W
SPNAMI[5] Crp60comp.4
SPOALS 0.500
SPOFFS5 0 Hz
SPW5 1246500015 A)
======== CHANNEL 2 ========
SFO2 500.1315995 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 13.35 usec
P4 26.70 usec
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
""""" | IR L L I I I (L I I L I L I IR I DL |
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



OFmoc

H4, H5
H1 !
H6 H3
o / | / BnO O spPh
H6 BnO
CIAcO
23 SSK-20-BKG-6-0FMOC-cosy
ppm Current Data Parameters
NAME SSK-20-BKG-6-0FMOC-cosy
EXPNO 6
PROCNO 1
r F2 - Acquisition Parameters
Date_ 20190520
Time 11.15
0 -3.6 INSTRUM spect
" PROBHD 5 mm PABBO BB/
@ ﬁ % ‘PI'BLPROG cosygpggg;
U i SOLVENT CDCI3
NS 4
DS 0
0 —3.8 SWH 1559.576 Hz
FIDRES 0.761512 Hz
AQ 0.6565888 sec
L RG 61.42
| DwW 320.600 usec
DE 6.50 usec
TE 297.6 K
—4.0 DO 0.00000300 sec
D1 1.00000000 sec
D11 0.03000000 sec
- D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
_4 2 INO 0.00064120 sec
======== CHANNEL f1 ========
SFO1 500.1321102 MHz
@@ r NUC1 1H
PO 13.35 usec
P1 13.35 usec
I P17 5000.00 usec
" 44 PLW1 16.00000000 W
0| H PLWLO 3016840005 W
| I ====== GRADIENT CHANNEL =====
U GPNAM[1] SMSQ10.100
GPZ1 10.00 %
’ —4.6 P16 1000.00 usec
i F1 - Acquisition parameters
) | TD 53
l SFO1 500.1321 MHz
FIDRES 58.851917 Hz
—4.8 E‘gMODE 3'1&8: ppr
| ‘ ﬂ F2 - Processing parameters
L Sl
SF 500.1300000 MHz
0 WDW QSINE
SSB 0
I 50 LB 0 Hz
f GB 0
w y O PC 1.40
F1 - Processing parameters
Sl 1024
MC2 QF
T L ] M 52 s 500.1300000 MHz
WDW QSINE
52 51 50 49 48 47 46 45 44 43 42 41 40 39 38 3.7 3.6 35 ppm s o
y4
GB 0
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SSK-20-BKG-276-1H

Current Data Parameters
NAME SSK-20-BKG-276-1H

EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180312
Time 23.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536 Ph
SOLVENT CDCI3
NS 30 <o
DS 0
SWH 10000.000 Hz
FIDRES 0.152588 Hz O SPh
AQ 3.2767999 sec
RG 53.37 BnO
DW 50.000 usec OCIAc
DE 6.50 usec
TE 296.6 K 25a
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 500.1330885 MHz
NUC1 1H
P1 13.35 usec
PLW1 16.00000000 W
F2 - Processing parameters
Sl 65536
SF 500.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L _.J l A
""""" r——— I
11 10 9 8 7 6 4 2 1 0 ppm
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SSK-20-BKG-276-13C

EXPNO 2

PROCNO 1 \'\\\\ /%/
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Current Data Parameters 8 5 (,’; 8 O‘T; g g g % R R g 5' T o oo o
NAME = SSK-20-BKG-276-13C - A A A A A A Ao = NN~ © <

—84.84

F2 - Acquisition Parameters

Date_ 20180312
Time 23.08
INSTRUM spect

PROBHD 5 mm PABBO BB/

TD 65

SOLVENT CDCI3

NS 104

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec

TE 297.2 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
SFO1 125.7703637 MHz
NUC1 13C

P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL 2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRGJ[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
Sl 32768

SF 125.7577890 MHz
WDW EM

SSB

LB 1.00 Hz

GB

PC 1.40

PULPROG zgpg30
536

Ph
<o
(0]
(0]
BnO SPh
OCIAc

25a

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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L JMM

Ph

O
0]
0]
BnO SPh
OCIAc
25a
ppm SSK-20-BKG-276-HHCOSY
I 32 Current Data Parameters
NAME SSK-20-BKG-276-HHCOSY
- EXPNO 3
PROCNO 1
_34 F2 - Acquisition Parameters
@e—@ AQ Date_ 20180312
v 3 Time 23.11
INSTRUM spect
| 3 6 PROBHD 5 mm PABBO BB/
. PULPROG cosygpppqgf
g A B TD 2048
v 3 SOLVENT cDbCi3
NS 4
| 3 8 DS 0
. SWH 1403.706 Hz
FIDRES 0.685403 Hz
r AQ 0.7294976 sec
RG 134.65
: f - 4.0 DW 356.200 usec
B . DE 6.50 usec
TE 297.1 K
i DO 0.00000300 sec
D1 1.00000000 sec
- 4 2 D11 0.03000000 sec
% * D12 0.00002000 sec
D13 0.00000400 sec
I D16 0.00020000 sec
INO 0.00071240 sec
44 ======== CHANNEL 1 ========
| SFO1 500.1322279 MHz
NUC1 1H
A PO 13.35 usec
—4.6 P1 13.35 usec
i P17 2500.00 usec
@ ¥ | PLW1 16.00000000 W
PLW10 3.16840005 W
—4.8 ====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100
L GPZ1 10.00 %
P16 1000.00 usec
— 50 F1 - Acquisition parameters
TD 94
L SFO1 500.1322 MHz
FIDRES 29.866081 Hz
Sw 2.807 ppm
I 52 FnMODE QF
L F2 - Processing parameters
. @@ 0@ Si
2.4 i 70 | SF 500.1300000 MHz
° 54 wow QSINE
SSB 0
- LB 0 Hz
GB 0
| 5 6 PC 1.40
F1 - Processing parameters
F Si 1024
MC2 QF
| 5 8 SF 500.1300000 MHz
. WwDw QSINE
T T T T T T T T T T T T T SSB 0
I I I I I I I I I I I I B 0 Hz

I j I
58 56 54 52 50 48 46 44 42 S70 38 36 34 32  ppm I
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SSK-20-BKG-57

(0¢]

-1h

Current Data Parameters
NAME SSK-20-BKG-578-1h

EXPNO 6

PROCNO 1

F2 - Acquisition Parameters

Date_ 20191018

Time 13.27

INSTRUM spect BnO _OH
PROBHD 5 mm PABBO BB-

PULPROG 2030 0]
TD 54274 SPh
SOLVENT CcDCI3 BnO

NS 10

DS 0 CIAcO
SWH 8223.685 Hz

FIDRES 0.151522 Hz 26

AQ 3.2998593 sec

RG 64

DW 60.800 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 1H

Pl 14.75 usec

PL1 -1.00 dB

PLIW  10.56200695 W

SFO1  400.1324710 MHz / J/ / /, /

F2 - Processing parameters

~

SI 32768

SF 400.1300095 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 ppm

2.10
13.94
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3.41
3.19
1.25
1.03
2.29
1.34



SSK-20-BKG-585-13C
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Current Data Parameters \\\\W ‘ \\ \\// ‘

NAME  SSK-20-BKG-585-13C

EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190817

Time 17.21
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDCI3

NS 69

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 297.0K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
SFO1 125.7703637 MHz
NUC1 13C

P1 8.90 usec
PLW1 103.00000000 W
—======= CHANNEL 2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRGJ[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
Sl 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210

200

190 180

170

160

150
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SSK-20-BKG-585-DEPT135
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Current Data Parameters ‘\N% ‘ ‘ . \V/ ‘
NAME  SSK-20-BKG-585-DEPT135
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190817
Time 17.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp135 BnO OH
TD 65536
SOLVENT cDCI3 O
NS 35
NS : BnO SPh
SWH 20161.291 Hz
FIDRES  0.307637 Hz CIAcO
AQ 1.6252928 sec
RG 197.27
DW 24.800 usec
DE 6.50 usec 26
TE 297.4K
CNST2 145.0000000
D1 1.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1 ==
SFO1 125.7678486 MHz
NUC1 C
P1 8.90 usec
P13 2000.00 usec
PLWO ow
PLW1 103.00000000 W
SPNAM[5] Crp60comp.4
SPOALS5 0.med
SPOFFS5 0 Hz
SPW5 12.46500015 W
======== CHANNEL 2 ========
SFO2 500.1315995 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 13.35 usec
P4 26.70 usec
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
SI 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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SSK-20-BKG-585-COSY

Current Data Parameters

Ccosy

NAME SSK-20-BKG-585-
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190817
Time 17.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG cosygpppqf
TD 2048
SOLVENT CDCI3
NS 4
DS 0
SWH 5933.544
FIDRES 2.897238
AQ 0.1725781
RG 61.42
DW 84.267
DE 6.50
TE 297.4
DO 0.00000300
D1 1.00000000
D11 0.03000000
D12 0.00002000
D13 0.00000400
D16 0.00020000
INO 0.00016860
======== CHANNEL 1 ====
SFO1 500.1326904
NUC1 1H
PO 13.35
P1 13.35
P17 5000.00
PLW1 16.00000000
PLW10 3.16840005
====== GRADIENT CHANNEL
GPNAM[1] SMSQ10.100
GPZ1 10.00
P16 1000.00

F1 - Acquisition parameters
TD 58

SFO1
FIDRES
Sw
FnNMODE

500.1327
204.524078
11.859

QF

MHz
Hz

ppm

F2 - Processing parameters
Sl 1024

SF
WDW
SSB
LB
GB
PC

500.1300000
QSINE

0

0

0
1.40

MHz

Hz

F1 - Processing parameters

Sl

MC2
SF

WDW
SSB
LB
GB

QF
500.1300000
QSINE

0
0
0

MHz

Hz
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SSK-20-BKG-251-1H

Current Data Parameters
NAME SSK-20-BKG-251-1H

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180124

Time 12.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 16

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 12.52

DW 50.000 usec

DE 6.50 usec

TE 296.4 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f1 ======
SFO1 500.1330885 MHz
NUC1 1H

P1 13.35 usec
PLW1 16.00000000 W

F2 - Processing parameters

BnO

BnO _OBn

SPh

OCIAc

Sl 65536

SF_ 500.1300132 MHz / /

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

""""" L L e A B |
11 10 6 5

0 1.00
1.04
2.12



SSK-20-BKG-251-13C
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Current Data Parameters
NAME  SSK-20-BKG-251-13C

\

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180124

Time 12.23

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 29pg30 BnO _OBn
D 65536 o
SOLVENT CDCI3 SPh
NS 51 BnO

DS 0

SWH 29761.904 Hz OClAc
FIDRES 0.454131 Hz

AQ 1.1010048 sec 6

RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 297.0K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 125.7703637 MHz

NUC1 13C

P1 8.90 usec

PLW1 103.00000000 W

======== CHANNEL 2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters

Sl 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

""" I I I I I I I I I I I I I I IS IS RS RARARREAR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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SSK-20-BKG-251-DEPT

MMOOULANLNATOTANL
OO MOOOONMNMNO 00 (N 00 O < (90]
R NMOL OO o))

AN 0000000000 00 NMNIMNIMNIMN oo ' '
Current Data Parameters Qﬁﬁﬁﬂﬂﬂﬂﬁﬁﬁﬁ SSREQQQ Q
NAME SSK-20-BKG-251-DEPT135 <
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180124
Time 12.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp135
TD 65536
SOLVENT CDCI3
> BnO _OBn
DS 0 O
SWH 20161.291 Hz
FIDRES  0.307637 Hz BnO SPh
AQ 1.6252928 sec
RG 197.27 OCIAc
DW 24.800 usec
DE 6.50 usec
TE 297.0K 6
CNST2 145.0000000
D1 1.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL 1 ========
SFO1 125.7678486 MHz
NUC1 13C
P1 8.90 usec
P13 2000.00 usec
PLWO OW
PLW1 103.00000000 W
SPNAM[5] Crp60comp.4
SPOALS5 0.500
SPOFFS5 0 Hz
SPW5 12.46500015 W
======== CHANNEL 2 ========
SFO2 500.1315995 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 13.35 usec . "
P4 26.70 usec N
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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H5

BnO _OBn
H1 H6, H6' H4 -
' 0]
/
/ \ H3 BnO SPh
SSK-20-BKG-251-HHCOSY
ppm
Current Data Parameters
NAME SSK-20-BKG-251-HHCOSY
i EXPNO 4
PROCNO 1
[ 36 F2 - Acquisition Parameters
[ y Date_ 20180124
0 L Time 12.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
— 3 8 PULPROG cosygpppqf
" TD 2048
) SOLVENT CDCI3
3 NS 4
| DS 8
SWH 2032.520 Hz
—4.0 FIDRES 0.992442 Hz
| AQ 0.5038080 sec
RG 38.51
i DW 246.000 usec
DE 6.50 usec
TE 296.7 K
_42 DO 0.00000300 sec
D1 1.00000000 sec
| D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
_4 4 D16 0.00020000 sec
. INO 0.00049200 sec
L ======== CHANNEL f1 ========
| SFO1 500.1318905 MHz
0 NUC1 1H
—4.6 PO 13.35 usec
) P1 13.35 usec
P17 2500.00 usec
F PLW1 16.00000000 W
' PLW10 3.16840005 W
—4.8 ====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100
GPZ1 10.00 %
i P16 1000.00 usec
| F1 - Acquisition parameters
—5.0 D a P 54
SFO1 500.1319 MHz
L FIDRES 75.278534 Hz
Sw 4.064 ppm
FNMODE QF
52 F2 - Processing parameters
Si
3 SF 500.1300132 MHz
WDW QSINE
SSB 0
—5.4 LB 0 Hz
GB 0
PC 1.40
@@ H F1 - Processing parameters
Si 1024
—5.6 MC2 QF
SF 500.1300132 MHz
| WDW QSINE
SSB 0
LB 0 Hz
GB 0
I - I - I - I —S8§4— I - I - I - 58

5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 ppm
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Current Data Parameters
NAME SSK-20-BKG-566LEV-1H

OHdNNONOLTOONODANNDATINIDOON~NODMNNOONDITNO T DI~
BROSTATNAONTAOONNOTOARONANINOTONOOT®O AN ®© I~
NONNOOONUULMNANNATAAATONNNONVOOOWOWOONNKNIODS A
SR A A A0 A0 A0 A0 SR S RS S S oo B o o Mo B o I o B 4 oI 4o B 4o B 4o o B o B oV A VA N I NI NI NI

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters

Date_ 20191018

Time 13.24

INSTRUM spect BnO _OLev

PROBHD 5 mm PABBO BB-

PULPROG 2030 O

TD 54274

SOLVENT cDClI3 BnO SPh

NS

D3 0 CIAcO

SWH 8223.685 Hz

FIDRES 0.151522 Hz 27

AQ 3.2998593 sec

RG 90.5

DW 60.800 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

NUC1 1H

P1 14.75 usec

PL1 -1.00 dB

PLIW 10.56200695 W

SFOL  400.1324710 MHz / y; o Vs / / /

F2 - Processing parameters

Sl 32768

SF 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

f T 1 T T T T S O B D I B I I B B IR IELR I
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm

o< o (s ~] [l [ ol =} ~
o|© (=} ol|olo]| |o|N|N]| |- o||lo o
sV Q - ||| [H|H]|on| [ || ™
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206.56

Current Data Parameters

NAME  SSK-21-BKG-566LEV-13C
6

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20191015

Time 18.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 536
SOLVENT CDCI3

NS 251

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec

TE 299.3 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
SFO1 125.7703637 MHz
NUC1 13C

P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL 2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
SI 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.50 Hz

GB 0

PC 1.40

210

200 190

180

—172.45

170

—165.90

160

150

9]

138.01
137.55
132.91

NN

140

132.12

128.82
128.56

128.32
128.15

128.04
127.76

BnO _OLev

BnO
CIAcO

130 120

SPh

110
S86

SK-21-BKG-566LEV-13C

100

90

—86.12

80

70

60

50

——40.80
—37.93

40

—29.83
—27.82

30

20

10 ppm
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Current Data Parameters \\‘W/l ‘ ‘ \\ V/ ‘ ‘ ‘ \ {

NAME  SSK-21-BKG-566LEV-DEPT

EXPNO 7

PROCNO 1

F2 - Acquisition Parameters L V

Date_ 20191015 Bno o e

Time 18.37

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG deptsp135 SPh

D 65536 | Bno

SOLVENT CDCI3

TP CIACO

DS 0

SWH 20161.291 Hz

FIDRES 0.307637 Hz 27

AQ 1.6252928 sec

RG 197.27

DW 24.800 usec

DE 6.50 usec

TE 299.3 K

CNST2 145.0000000

D1 1.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 125.7678486 MHz

NUC1 13C

P1 8.90 usec

P13 2000.00 usec

PLWO ow

PLW1 103.00000000 W,

SPNAMI[5] Crp60comp.4

SPOALS 0.500

SPOFFS5 0 Hz

SPW5 12.46500015 W

======== CHANNEL 2 ========

SFO2 500.1315995 MHz

NUC2

CPDPRG[2 waltz16

P3 13.35 usec

P4 26.70 usec

PCPD2 80.00 usec

PLW2 16.00000000 W

PLW12 0.44556001 W

F2 - Processing parameters

SI 32768

SF 125.7577890 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

""""" | S A A L N A I AR I I
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SSK-21-BKG-566LEV-COSY

Current Data Parameters

NAME SSK-21-BKG-566LEV-COSY
EXPNO 7
\ — PROCNO 1
i F2 - Acquisition Parameters
L Date_ 20191015
Time 18.41
] I INSTRUM spect
| PROBHD 5 mm PABBO BB/
PULPROG cosygpppqf
) — 2 5 TD 2048
' SOLVENT CDCI3
i NS 4
L DS 0
@ SWH 1904.036 Hz
F FIDRES 0.929705 Hz
AQ 0.5378048 sec
n i RG 61.42
I 3 O DW 262.600 usec
' DE 6.50 usec
r TE 299.2 K
| DO 0.00000300 sec
D1 1.00000000 sec
L D11 0.03000000 sec
D12 0.00002000 sec
i D13 0.00000400 sec
_3 5 D16 0.00020000 sec
. INO 0.00052520 sec
fht ======== CHANNEL 1 ========
i SFO1 500.1319215 MHz
L NUC1 1H
PO 13.35 usec
r P1 13.35 usec
_4 O P17 5000.00 usec
. PLW1 16.00000000 W
L PLW10 3.16840005 W
U I ====== GRADIENT CHANNEL =====
i | GPNAM[1] SMSQ10.100
GPZ1 10.00 %
F P16 1000.00 usec
_45 F1 - Acquisition parameters
L TD 42
@@ SFO1 500.1319 MHz
I FIDRES 90.668411 Hz
| Sw 3.807 ppm
FnMODE QF
g 5 O F2 - Processing parameters
— 9. S1
L SF 500.1300000 MHz
WDW QSINE
3 SSB 0
| LB 0 Hz
i GB 0
L PC 1.40
5 —55 F1 - Processing parameters
| S1 1024
MC2 QF
L SF 500.1300000 MHz
T [ T T T T T ] WDW QSINE
SSB 0
LB 0 Hz
5.0 4.5 4.0 3.5 3.0 2.5 ppm o 5
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Current Data Parameters
NAME  SSK-20-BKG-268(ll)-1H
EXPNO 1

PROCNO 1

F2 - Acquisition Parameters
Date_ 20180223

Time 3.35
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 54274
SOLVENT CDCI3

NS 46

DS 0

SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2998593 sec
RG 57

DW 60.800 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 1H

P1 14.75 usec

PL1 -1.00dB

PL1W 10.56200695 W
SFO1 400.1324710 MHz

F2 - Processing parameters

Sl 32768

SF 400.1300099 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

S
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SSK-20-BKG-268(11)-13C

Current Data Parameters NHOD O ASTTOTOANNDOOONOOT NI ONO
NAME  SSK-20-BKG-268(l1)-1 QO VOMNODOTHOONTHAOODOMNOOMANTAOOOHALL ML MU MNMONMNTOOONTOOLULMMNITTHALLNTANANNOONDAD
P s g s r a0 a0 adANNANNTAOOTATNAOCODOMNMMNANMNONTAIMNONOOLOMMAN
EXPNO 12 MNMNO—AON0NONMNNNOOOMOWOWOWMOWONNMNNNMNOAHOO ' 1 1+ 1 1 1 1 1 & 1 1 1 1 1 1 1 & 1 & 1 1 &0 1 1 0 1 0 0 0 0 0 1 0 1 1 a1
PROCNO 1 NNOOLMOMOMOOMOMANANNANANNNNNNNOOOOANNOODODOONLLLLSSIONMOODOOOOANNOSTOSTITHOOIOOOOOOOOO OO
ATddddddAdAddAdAdAdAdAdAAAAAAAAAAD OOV ONNMNNMNNMNNNMNNMNNMNNMNNNOOOOOOOUOHULSOMOOMOANNNNNNNN
F2 - Acquisition Parameters
Date_ 20180223
Time 3.43
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDCI3
O™~
NS 646 MN-O ©
DS 0 [ | Te}
SWH 26041.666 Hz CbzHN 00 '
FIDRES  0.397364 Hz BnO Oph/%O 0 95882 S
AQ 1.2582912sec  BnO O o 0
RG 1030 BnO BnO OCOC+5Hs;
DW 19.200 usec NHTCA (@) .
DE 6.50 USec OCIAc \/\/OCOC15H31
TE 297.8 K
D1 1.00000000 sec 3
D11 0.03000000 sec
TDO 1

NUC1 13C
P1 8.50 usec
PL1 -2.00 dB

PL1W 56.53121948 W [N I

TTTTTTTTTT
SFO1 100.6238364 MHz 100 95 ppm
—======= CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB

PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
S90



~H1 BnO CbzHN — ph—<0O o
H2I n BnO O O&/OO
H3 BnO BnO OCOC5H3;

H1' H1" \ OCIAC NHTCA O__A_0COCsHs;
N H2
NH H2 3

N\

JUL PPM gsK-20-BKG-268(11)-HHCOSY

| Current Data Parameters

S

i r NAME SSK-20-BKG-268(11)-HHCOSY
| EXPNO 3
PROCNO 1
:3'55 F2 - Acquisition Parameters
3 Date_ 20180223
Time 4.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG cosygpqf
TD 2048
SOLVENT cbcl3
NS 16
DS 16
SWH 1496.409 Hz
FIDRES 0.730668 Hz
AQ 0.6843051 sec
RG 101
DW 334.133 usec
DE 6.50 usec
TE 297.8 K
il DO 0.00000300 sec
i D1 1.00000000 sec
AN D13 0.00000400 sec
T D16 0.00020000 sec
;Wl INO 0.00066825 sec
ﬂwv ————==== CHANNEL f1 ========
AT L NUC1 1H
1™ PO 14.75 usec
—5.0 P1 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1319961 MHz
====== GRADIENT CHANNEL =====
GPNAM[1] SINE.100
GPZ1 10.00 %
' 5 5 P16 1000.00 usec
F1 - Acquisition parameters
i TD 32
SFO1 400.132 MHz
FIDRES 93.525856 Hz
SW 3.740 ppm
FnMODE QF
F2 - Processing parameters
Sl
SF 400.1300099 MHz
WDW SINE
SSB 0
LB 0 Hz
GB 0
| PC 1.40
by

F1 - Processing parameters
Sl 512

s
“1‘!»‘1" MC2 oF
Q«(',}"‘ SF 400.1300099 MHz
wly wDw SINE
il SSB 0
LB 0 Hz
— GB 0
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SSK-20-BKG-268(11)-HSQC

Current Data Parameter:

s
NAME SSK-20-BKG-268(11)-HSQC
4

EXPNO
PROCNO 1

F2 - Acquisition Parameters
2018022

Date_
Time
INSTRUM
PROBHD
PULPROG

4.20
spect

5 mm PABBO BB-
hsqcetgp
2048
CcDCI3

16

16
1496.409
0.730668
0.6843051

™D
SOLVENT
NS

297.7
145.0000000
0.00000300
1.00000000
0.00172414
0.03000000
0.00000400
0.00020000
0.00002070

CHANNEL f1 =

400.1319961
CHANNEL f2 ==

0.83423501
100.6248425

= GRADIENT CHANNEL

GPNAM[1] SINE. 100
GPNAM[2] SINE.100
GPZ1 80.00
GPZ2 20.10
P16 1000.00

Hz
Hz
sec

usec
usec

sec
sec
sec
sec
sec
sec
sec

usec
usec
usec
dB

MHz

F1 - Acquisition parameters
TD 26

SFO1 100.6248
FIDRES 1857.689453
Sw 240.000
FnMODE Echo-Antiecho

MHz
Hz
ppm

F2 - Processing parameters
S 2048

SF 400.1300099
WDW QSINE
SSB 2
LB 0 Hz

cB 0

PC 1.40

MHz

F1 - Processing parameters
S1 1024

mMc2 echo-antiecho
SF 100.6127690
WDwW QSINE
SsB 2
LB 0 Hz

GB 0

MHz


SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Typewritten Text
CH

SSK LAB-PC4
Typewritten Text
H1

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Typewritten Text
H1''

SSK LAB-PC4
Typewritten Text
H1'

SSK LAB-PC4
Line

SSK LAB-PC4
Line


SSK-20-BKG-547TRI-1H
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Current Data Parameters

NAME SSK-20-BKG-547TRI-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190524

Time 15.07

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536

SOLVENT CDCI3 HO o CbzHN gh/%o O

NS 26

DS 0 BE% 0&/00 BnO /) OCOC15H31
SWH 10000.000 Hz NHTCA .
FIDRES 0.152588 Hz OClAc N\ AOCOC15Has
AQ 3.2767999 sec

RG 106.54

DW 50.000 usec 29

DE 6.50 usec

TE 297.4 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 500.1330885 MHz

NUC1 1H

P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0 / J //////////// ///// /s /
PC 1.00

L D D D I I I I I IR L I IR IR IR IR B
115 110 105 100 95 90 85 80 75 7.0




SSK-20-BKG-546TRI-13

Current Data Parameters
NAME  SSK-20-BKG-546TRI-13C
7

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190527

Time 7.32

INSTRUM spect

PROBHD 5mm PABBO BB/ HO CbzHN Ph—X"O
PULPROG zgpg30 e} (@)
D 65536 BnO () (@)

SOLVENT coci3 n @) 0 OCOC.<H
gg 10804 BnO BnO o = 157131
SWH 29761.904 Hz OClAc NHTCA o -OCOC5H31
FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27 29

DW 16.800 usec

DE 6.50 usec

TE 297.8K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

SFO1 125.7703637 MHz

NUC1 13C

P1 8.90 usec

PLW1  103.00000000 W

======== CHANNEL 2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2  waltz16

PCPD2 80.00 usec

PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters

Sl 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S94



HO CbzHN Ph—X-0 o
BnO O @] O

BnO
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] __F 20
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= - 140
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Current Data Parameters

NAME
EXPNO
PROCNO

F2 - Acquisition
2

Date_

Time
INSTRUM
PROBHD

1

0.34

spect
5 mm PABBO BB/

SSK-20-BKG-546TRI-HSQC
6

Parameters
019052

PULPROG hsqcedetgpsisp2.2
TD 1024
SOLVENT
NS

CHANNEL f1 =:
500.1323506
1H

coci3
4

0
8012.820
7.825020

0.0638976
197.27
62.400

6.50
7.6

145.0000000

-0.5000000
0.00000300
1.00000000
0.00172414
0.03000000
0.00020000
0.00360000
0.00089000
0.00002410

= CHANNEL f2 =
125.7665916

bi_p5Sm4sp_4sp.2
8.90

PLW12
SPNAM[3]

SPOFFS3

SPI3
SPNAML7]

SPOFFS7

SPNAM[14

SPOAL14

SPOFFS14

SPOFFS31

SPW31

o

500-00
2000-00
1500.00

103.00000000
.66499996
Crp60,0.5,20.1
0.500

0 Hz
12.46500015
Crp60comp. 4

00

Hz
12.46500015
Crp32,1.5,20.2
0.500

Hz

5.31860018

Crp32,1.5,20.2
0.50

0

Hz
1.32969999

GRADIENT CHANNEL

sec
sec
sec
sec
sec
sec
sec
sec

MHz

usec
usec
usec
w

MHz

usec
usec
usec
usec

w
w

w

w

w

w

GPNAM[1] 10.100
GPNAM[2: SMSQ10.100
GPNAM[3: SMSQ10.100
GPNAM[4] SMSQ10.100

PZ1 0.00 %
GPZ2 20.10 %
GPZ3 11.00 %
GPZ4 -5.00 %
P16 1000.00 usec
P19 600.00 usec
F1 - Acquisition parameters
TD 512

SFO1 125.7666 MHz
FIDRES 81.042534 Hz

SW 164.963 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
S

Wow

SSB

LB 0 Hz

GB 0

PC 1.40

SF 500.1300000 MHz
QSINE

F1 - Processing parameters
] 1024

mez echo-antiecho

SF 125.7577890 MHz
wow

SSB

LB 0 Hz

GB 0


SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB-PC4
Typewritten Text
H1''

SSK LAB-PC4
Typewritten Text

SSK LAB-PC4
Typewritten Text
H1

SSK LAB-PC4
Typewritten Text
H1'

SSK LAB-PC4
Typewritten Text
CHPh

SSK LAB-PC4
Typewritten Text


Current Data Parameters
NAME SSK-20-BKG-TRI2-1H

EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180125

Time 18.09
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 48

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 48.36

DW 50.000 usec

DE 6.50 usec

TE 296.7 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f1 ========
SFO1 500.1330885 MHz
NUC1 1H

P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters

Sl 65536

SF 500.1300131 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

SSK-20-BKG-TRI2-1H

BnO OB CbzHN  pp—-0
0

0 ofo N2
BnO NbToa BnO 900015H31
4
s b s Sorts ol d S 10 J I /
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Current Data Parameters NAME
SSK-20-BKG-TRI2-13C

OBn

EXPNO 6

A 1 BnO . CbzHN oPh/%O 0

F2 - Acquisition Parameters BnO O o OCOC5H34
Date_ 20180125 n OCIAG NHTCA BnOO H 0COC.H
Time 22.43

INSTRUM spect NN 15t
PROBHD 5 mm PABBO BB/ 4

PULPROG zgpg30

D 65536 e = 0

SOLVENT CDCI3 oo oo <t

NS 1418 — 0O O ' '

DS 0 QOO AN

SWH 29761.904 Hz AR ©

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DwW 16.800 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1

125.7703637 MHz

NUC1 13C

P1 8.90 usec T U
PLW1 103.00000000 W 100 95 ppm
======== CHANNEL 2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2  waltz16

PCPD2 80.00 usec

PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters

SI 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

190 180 170 160 150 140 130 120 110 100 S99P 80 70 60 50 40 30 20 10 0 ppm



BnO OB CbzHN  pp—-0

0 4
O o o) %
Hl" BnO OCOC15H31
H1 n NHTCA ~ BnOg =
\ OCIAc \/\/OCOC15H31
! 1
Ho" H:{_ \ H2 H2',H3
\
SSK-20-BKG-TR12-HHCOS
ppm
3.3
A Current Data Parameters
8 (| 3.4 NAME SSK-20-BKG-TRI2-HHCOSY
0 0o A EXPNO 7
Wy >
N 35 PROCNO 1
I n O F2 - Acquisition Parameters
Date_ 20180125
3.6 Time 23.35
O ( INSTRUM spect
0 PROBHD 5 mm PABBO BB/
0(:) E3.7 PULPROG cosygpppqf
: D 2048
v SOLVENT cDCI3
NS 4
) 3.8 DS 8
00 ) SWH 3698.225 Hz
Q AN FIDRES 1.805774 Hz
N 3.9 AQ 0.2768896 sec
O RG 119.07
) DwW 135.200 usec
N\ ‘ v = DE 6.50 usec
M\ d 0 4.0 TE 297.2 K
(@) O () Do 0.00000300 sec
W . ‘ Eaq D1 1.00000000 sec
N~ D A L D11 0.03000000 sec
AR D12 000002000 sec
o (:) (@ D13 0-00000400 sec
' 0 =/ Y -4.2 D16 0-00020000 sec
) INO 0.00027040 sec
. 4.3 ======== CHANNEL f1 ========
SFO1 500.1320920 MHz
I\ i 0 NUC1 1H
O 4.4 PO 13.35 usec
b : P1 13.35 usec
P17 2500.00 usec
0 E a5 PLW1 16.00000000 W
f . PLW10 3.16840005 W
0 O ====== GRADIENT CHANNEL =====
i O 4.6 GPNAM[1] SMSQ10.100
| GPZ1 10.00 %
. P16 1000.00 usec
o F4.7
F1 - Acquisition parameters
D D 128
E 4.8 SFO1 500.1321 MHz
A : FIDRES 57.784763 Hz
VWA sw 7.394 ppm
, b a9 FnMODE QF
o F2 - Processing parameters
. ] 1024
0 w\\\\ 5.0 SF 500.1300131 MHz

/ wDw QSINE
9, ) SSB 0
=% F5.1 LB 0 Hz

F1 - Processing parameters
Sl 1024

MC2 QF
5.3 SF 500.1300131 MHz
WDW QSINE

SSB 0
5.4 LB 0 Hz
GB 0

) 0l @ = % _5:2 ae 0 1.40

53 52 51 50 49 48 47 46 45 44 43 42 41 40 39 38 37 36 35 34 33 ppm
S98


SSK LAB-PC1
Line

SSK LAB-PC1
Typewritten Text

SSK LAB-PC1
Typewritten Text
H1'

SSK LAB-PC1
Typewritten Text
H1''

SSK LAB-PC1
Typewritten Text
H1

SSK LAB-PC1
Typewritten Text

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB
Rectangle

SSK LAB
Typewritten Text
H2', H3

SSK LAB
Typewritten Text

SSK LAB
Typewritten Text

SSK LAB
Typewritten Text

SSK LAB
Typewritten Text
H2

SSK LAB
Rectangle

SSK LAB
Typewritten Text
H2''

SSK LAB
Rectangle

SSK LAB
Rectangle
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Current Data Parameters

NAME
EXPNO
PROCNO

F2 - Acquis
Date_

Time

D
PULPROG

SOLVENT
NS

SSK-20-BKG-TRIS:
1
1

on Paramets
20180127
14.07

spec
5 mm PABBO BB/
hsqcedetgpsisp2

3072

coci3
8

32
3787.879
1.233033

0.4055040
197.27
132.000
6.50
297.9
145.0000000

00172414
03000000
00020000
00360000

ooooooroy
oor

00089000
00002410

\~_-0COC;sH; SSK-20-BKG-TRIS-HSQC

-HSQC

ers

.2

Hz
Hz
sec

usec
usec

=

sec
sec
sec
sec
sec
sec
sec
sec

= CHANNEL f1 = =
SFO1 500.1320752 MHz
NUC1 1H
P1 13.35 usec
P2 26.70 usec
P28 1000.00 usec
PLW1 16.00000000 W
= CHANNEL f2 =

SF02 125.7665916 MHz
NuUC2 13C
CPDPRG[2 bi_p5mdsp_4sp.2
P3 8.90 usec
P14 500.00 usec
P24 2000.00 usec
P63 1500.00 usec
PLWO ow
PLW2 103.00000000 W
PLW12 1.66499996 W
SPNAM[3] Crp60,0.5,20.1
SPOAL3 - 50
SPOFFS3 0 Hz

W3 12.46500015 W
SPNAM[7]  Crp60comp.4
SPOAL7 0.500
SPOFFS7 0 Hz
SPW7 12.46500015 W
SPNAM[14 Crp32.1.5,20.2
SPOAL14 -500
SPOFFS14 0 Hz
SPW14 5.31860018 W
SPNAM[31 Crp32,1.5,20.2
SPOAL31 0.500
SPOFFS31 0 Hz
SPW31 1.32969999 W

GPNAM[1]
GPNAM[2]
GPNAM[3]
GPNAM[4]

= GRADIENT CHANNEL

SHSQ10.100
SMSQ10.100
SHSQ10-100
SMSQ10.100

%
%
%
%

usec
usec

F1 - Acquisition parameters

SFO1
FIDRES

Ssw
FnMODE

125.7666
234.428116
164.963
Echo-Antiecho

MHz
Hz
ppm

F2 - Processing parameters
s1

SF
wow
SSB
LB
GB
PC

500.1300133
QSINE
2

0 Hz

0
1.40

MHz

F1 - Processing parameters
Si 1024

Mc2
SF

wow
SSB

LB
GB

echo-antiecho
125.7578023

0 Hz
0

MHz


SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC1
Line

SSK LAB-PC4
Typewritten Text
CH

SSK LAB-PC4
Typewritten Text
H1'

SSK LAB-PC4
Typewritten Text

SSK LAB-PC4
Typewritten Text
H1

SSK LAB-PC4
Typewritten Text
H1''

SSK LAB-PC4
Line

SSK LAB-PC4
Line

SSK LAB
Line


Current Data Parameters
NAME SSK-20-BKG-585-1H

EXPNO 6

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190725 BnO OLev CbzHN

Time 18.53 n z

INSTRUM spect o Ph/%o (@)

PROBHD 5 mm PABBO BB/ 0 ) 0 0COC.:H
1P_LSLPROG 65536zgso BnO BnO H 15131
SOLVENT cDCI3 CIAcO NHTCA O\/\/OCOC15H31
NS 14

DS 0

SWH 10000.000 Hz 30

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 69.35

DW 50.000 usec

DE 6.50 usec

TE 297.3 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1 ========

SFO1 500.1330885 MHz

NUC1 1H — y S e Sers s // oSS _— / s S A
P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters

Sl 65536

SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

105 10.0 95 9.0 8.5 8.0 7. 7.0 6.5 6.0 55 5.0 5 4.0 3.5 2.0 15 1.0 0.5 ppm

4 . .
o[d[X[@O[X[o(o((|md|N|O|N| S| S| FIN|O] (@]w o
Qne(e|e(v|er MR ININIS (RID(0 M N
Al ||| ||| O ||| ||| MO [w|m To)

S100

ol

1.10
1.94
23.78
57.63
2.96
6.74



209.49

26
10

173.36
172.94
172.44
166.24
161.59
156.83
138.71
137.83
137.41
136.64
129.07
128.54
128.49
128.42
128.29
128.10
128.04
127.97
127.91
127.81
125.80
125.73
101.08
100.68
100.49
98.68
93.00
81.27
79.67
78.27
78.00
74.19
74.06
73.28
72.44
72.27
71.81
71.67
70.63
69.62
68.87
67.12
66.38
63.57
62.35
62.26
54._54

N41.12

37.78
34.
34.

|

eSS ) TSN —

31.93
29.97

Zz

29.72
29.67
29.53
29.37
29.32

29.17

29.15
29.06
27.65

Current Data Parameters
NAME SSK-20-BKG-585-13C
EXPNO 2
PROCNO 1
F2 - Acquisition P. t BnO Lev

- Acquisition Parameters
Date 20190726 n CbzHN Ph—X.0 0
Time 9.30 o) 0 (@)
INSTRUM spect 0] 0] OCOC45H34
PROBHD 5mm PABBO BB/ BnO BnO =
PULPROG z 30 .
™ 655369'39 CIAcO NHTCA O\/\/OCOC15H31
SOLVENT CDCI3
NS 1512
DS 0 30
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 297.7K
D1 1.00000000 sec
D11 0.03000000 sec
TDO
======== CHANNEL f1 ========
SFO1 125.7703637 MHz
NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL 2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW?2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S101
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Current Data Parameters
NAME  SSK-20-BKG-585-dept135
6

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190726
Time 17.27
INSTRUM spect
PROBHD 5 mm PABBO BB/ OLeV
PULPROG deptsp135
™ 65536 BnO CbzHN Ph—X"O
SOLVENT cDCl3 o ) (0]
s 020 0COC1sHy,
SWH 20161.291 Hz BnO BnO B
FIDRES  0.307637 Hz CIAcO NHTCA O _~_-0COC5H34
AQ 1.6252928 sec
RG 197.27
DW 24.800 usec 30
DE 6.50 usec
TE 298.7 K
CNST2 145.0000000
D1 1.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
SFO1 125.7678486 MHz
NUC1 13C
P1 g A
P13 2000.00 usec
PLWO ow
PLW1 103.00000000 W
SPNAM[5] Crp60comp.4
SPOALS 0.500
SPOFFS5 0 Hz
SPW5 12.46500015 W
======== CHANNEL 2 ========
SFO2 500.1315995 MHz
NUC2 1H
CPDPRG[2 waltz16
P3 13.35 usec
P4 26.70 usec
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
Sl 32768
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
""""" | I U N I N A N N N N U A R I IR IR I
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(0]
BnO

BnO

Mv 30 SSK-20-BKG-585-COSY
ppm

Lev
CbzHN
Qo
CIAcO

Ph 0
o0

NHTCA

oD

B

2 ]
e

o

0.5

1.0
15
2.0
25
3.0
35
4.0

—4.5

0]
BnOo

OCOC5H31

OCOC 5H3

Current Data Parameters

NAME SSK-20-BKG-585-COSY
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190726

Time 16.50
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG cosygpppqgf

TD 2048
SOLVENT CDCI3

NS 4

DS 0

SWH 2875.767 Hz
FIDRES 1.404183 Hz
AQ 0.3560789 sec
RG 61.42

Dw 173.867 usec
DE 6.50 usec
TE 298.2 K

DO 0.00000300 sec
D1 2.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00034780 sec
======== CHANNEL f1 ========
SFO1 500.1315680 MHz
NUC1 1H

PO 13.35 usec
P1 13.35 usec
P17 5000.00 usec
PLW1 16.00000000 W
PLW10 3.16840005 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100

GPZ1 10.00 %
P16 1000.00 usec
F1 - Acquisition parameters
TD 211

SFO1 500.1316 MHz
FIDRES 27.253229 Hz
Sw 5.749 ppm
FnMODE QF

F2 - Processing parameters
Sl 1024

SF 500.1300000 MHz
WDW QSINE

SSB 0

LB 0 Hz
GB 0

PC 1.40

F1 - Processing parameters
Sl

mMC2 QF

SF 500.1300000 MHz
WDW QSINE

SSB 0

LB 0 Hz
GB 0


SSK LAB-PC4
Line

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Typewritten Text
H1''

SSK LAB-PC4
Typewritten Text
H2''

SSK LAB-PC4
Typewritten Text
H3''

SSK LAB-PC4
Typewritten Text
H4''

SSK LAB-PC4
Line

SSK LAB-PC4
Typewritten Text
H1'

SSK LAB-PC4
Line

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Rectangle

SSK LAB-PC4
Rectangle


OLev
BnO CbzHN Ph— -0 o
0]
o =2 0 0COC 5Hs;

BnO BnO _ SSK-20-BKG-585-HSQC
O\/\/OCOC15H31

ClAcO NHTCA
CHPFt H1' H1 30

Hl" Current Data Parameters
NAME SSK-20-BKG-585-HSQC
EXPNO 1
PROCNO 1
F2 - Acqui ion Parameters
Date_ 20190726
Time 16.27
m INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG hsqcedetgpsisp2.2
T 1024
SOLVENT coci3
NS 4
Ds 0
SWH 2875.767 Hz
FIDRES 2.808366 Hz
AQ 0.1780395 sec
RG 197.
ow 173.867 usec
00 DE 6.50 usec
TE 298.2 K
40 CNST2 145.0000000
0 0 CNST17 -0.5000000
DO 0.00000300 sec
D1 1.50000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
INO 0.00003800 sec
50 CHANNEL f1
500-1315¢
13.35
26.70

CHANNEL _f2
125.7650

60

13C
bi_p5m4sp_4sp.2
8.90

500.
2000.00 usec
1500.00 usec

o0y Q

W
103.00000000 W
6] 0 PLW12 1.66499996 W
@0 SPNAM[3] Crp60,0.5,20.1
0.500
SPOFFS3 0 Hz
) 70 SPW3 12.46500015 W
@O SPNAM[7] Crp60comp .4
0.500
@vo @00 00 @0 SPOFFS7 0 Hz
Qo C@ 12.46500015 W
@0 @u SPNAM[14 Crp32,1.5,20.2
SPOAL14 0.500
SPOFFS14 0 Hz
SPW14 5.31860018 W
0@ [ 0 SPNAM[31 Crp32,1.5,20.2
SPOAL31 0.500
o@ i} 80 SPOFFS31 0 Hz
C@ SPW31 1.32969999 W
====== GRADIENT CHANNEL
GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
GPNAM[4] SMSQ10.100
GPZ1 00 %
GPZ2 20.10 %
GPZ3 11.00 %
90 GPZ4 -5.00 %
P16 1000.00 usec
P19 600.00 usec
F1 - Acqui ion parameters
130
SFO1 125.765 MHz
FIDRES 202.429153 Hz
s 104.623 ppm
ao FnMODE Echo-Antiecho
Y R
F2 - Processing parameters
D) D 100 st 1024
SF 500.1300000 MHz
wWDW QSINE
SSB 2
LB 0 Hz
GB 0
PC 1.40

S
Q
D
o

F1 - Processing parameters
] 1024

————Y—————————————[———————————————— ic2  echoantiecho
wow

6.0 5.5 5.0 4.5 4.0 3.5 3.0 ppm iy g e
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Line
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CHPh

SSK LAB-PC4
Line

SSK LAB-PC4
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SSK LAB-PC4
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Current Data Parameters
NAME  ssk-20-bkg-584-1H

EXPNO 15
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190728

Time 11.01
INSTRUM spect
PROBHD 5mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS 16

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 2955 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f1 ========
SFO1 500.1330885 MHz
NUC1 1H

P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters
Sl
SF 500.1300000 MHz

WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
N
IR
95 9.0

ssk-20-bkg-584-1h

OH
BnO CbzHN Ph—\"0 o
o o o O
BnO o BnO
CIACO NHTCA NP0 __~_0COC 5Hs;
31

oSS ///////////

2.33
24.00
0.89

65 60 55 50 45 40 35
O[T O F I (M I|T(RO|MO|O[D|N|LO
OINO V| INOIN|DD(D|IN|M(O|N|M

OCOC5H34

w
o

0.63
55.17



ssk-20-bkg-584-13C

Current Data Parameters
NAME  ssk-20-bkg-584-13C

EXPNO 14

PROCNO 1

F2 - Acquisition Parameters

Date_ 20190728

Time 1.00

INSTRUM spect

PROBHD 5 mm PABBO BB/ OH

PULPROG zgpg30

D 65536 BnO CbzHN Ph—\- 0 o

SOLVENT CDCI3 0 o) 0)

Bg 70000 BnO O 0 5 OCOC,5H34
Bn :

SWH 29761.904 Hz CIAcO NHTCA 0] 0OCOC45H

FIDRES  0.454131 Hz NN 157781

AQ 1.1010048 sec

RG 197.27 31

DW 16.800 usec

DE 6.50 usec

TE 296.3 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

=—======= CHANNEL f1 ========

SFO1 125.7703637 MHz

NUC1 13C

P1 8.90 usec

PLW1 103.00000000 W

======== CHANNEL 2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRGJ[2 waltz16

PCPD2 80.00 usec

PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters

SI 32768

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz ’

PC 1[20 Ll N L MMMI“ L | 0

210 200 190 180 170 160 150 140 130 120 110 100 9 80 /0 60 50 40 30 20 10 ppm
S106




ssk-20-bkg-584-DEPT135

OO OWT OO ON I~
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NANANANANANANANNNOOOOMOOOM~MNOUILTTOANNNOOON~NONANANNMNMNYS ST IO TN O

AT A A A A A A AAAAODDOO O ONNNMNNMNNMNMMNMMNMMNMOOOOOOOLOLTOOOMONNNNNNN A
S S —

Current Data Parameters

NAME  ssk-20-bkg-584-DEPT135
EXPNO 14

PROCNO 1

F2 - Acquisition Parameters
Date_ 20190728

Time 8.55

INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp135

™D 65536
SOLVENT CDCI3
NS 5000

ba 0 BnO CbzHN Ph— -0

SWH 20161.291 Hz 0 o ) (0]

FIDRES 0.307637 Hz O O OCOC H

ég 1.%??29728 sec BnO BnO z 151131

DW 24.800 usec CIAcO NHTCA O _~_-0COC5H34

DE 6.50 usec

TE 297.1K

CNST2 145.0000000 3 1

D1 1.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec

TDO 1

======== CHANNEL f1l ========

SFO1 125.7678486 MHz

NUC1 13C

P1 8.90 usec

P13 2000.00 usec

PLWO ow

PLW1  103.00000000 W “ l } . “ [ “l J I J J l
SPNAMI[5] Crp6orerrmr T Y S
SPOALS 0.500 |
SPOFFS5 O Hz

SPW5 12.46500015 W

======== CHANNEL 2 ========

SFO2 500.1315995 MHz

NUC2 1H

CPDPRG[2 waltz16

P3 13.35 usec

P4 26.70 usec

PCPD2 80.00 usec

PLW2 16.00000000 W
PLW12 0.44556001 W

F2 - Processing parameters
SI 32768

SF 125.7577890 MHz

WDW EM
SSB 0
LB 1.00 Hz
GB 0

PC 1.40

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
S107



||

OH
BnO CbzHN Ph—\"0 o
0
80 OO OCOC+sHs;
CIACO NHTCcA  B"O0 . 0COC;sHs,
31

ssk-20-bkg-584-HSQC
HI'  H1
\

H1"
CHPY /

Current Data Parameters
NAME ssk-20-bkg-584-HSQC
EXPNO 12

p p m PROCNO 1

F2 - Acquisition Parameters
it 19072

F Date_
F Time 0.27
o INSTRUM spec
o PROBHD 5 mm PABBO BB/
o PULPROG hsqcedetgpsisp2.2
o ) 1024
F SOLVENT cDCi3
— 10 NS 4
o DS 0
F SWH 2596.054 Hz
o FIDRES 2.535209 Hz
o 0.1972224 sec
F RG 197.27
o oW 192.600 usec
— 20 DE 6.50 usec
= TE 296.4 K
<o~} F CNST2 145.0000000
. F CNST17 -0.5000000
o DO 0.00000300 sec
w© F D1 1.00000000 sec
D4 0.00172414 sec
e =—— 30 D11 0.03000000 sec
F D16 0.00020000 sec
[ F D21 000360000 sec
> 3 o D24 0.00089000 sec
F INO 0.00002410 sec
o CHANNEL f1 = =
o 40 500.1316493 MHz
C 1H
00 ° F 13.35 usec
o 26.70 usec
o 2000.00 usec
F 16.00000000 W
o CHANNEL_f2
— 50 SFO2 125.7665916 MHz
[ NUC2 13¢
- CPDPRG[2 bi_p5m4sp_4sp.2
Do r P3 8.90 usec
o P14 500.00 usec
o F P24 2000.00 usec
o P63 1500.00 usec
e 60 PLWO 0w
F PLW2 103.00000000 W
@ o LY e] 0 F PLW12 1.66499996 W
F SPNAM[3] Crp60,0.5,20.1
o SPOAL3 0.500
Q |0- o o E SPOFFS3 0 Hz
o ° : : Do e
1Y r rp60comp ..
o 90 F 70 SPOAL7 0.500
. ) ° @ o o SPOFFS7 0 Hz
@ <08 %‘o (Yv o SPW7 12.46500015 W
@ F SPNAM[14 Crp32,1.5,20.2
Qo r SPOALI4 0.500
@o E SPOFFS14 0 Hz
Iy F SPW14 5.31860018 W
oo _— 80 SPNAM[31 Crp32,1.5,20.2
F SPOAL31 0.500
o SPOFFS31 0 Hz
o SPW31 1.32969999 W
o = GRADIENT CHANNEL
o GPNAM[1] SMSQ10.100
— 90 GPNAM[2] SMSQ10.100
o GPNAM[3] SMSQ10.100
F GPNAM[4] SMSQ10.100
o Z1 80.00 %
o GPZ2 20.10 %
F GPZ3 11.00 %
< o GPZa4 ~5.00 %
2 - - 100 P16 1000.00 usec
|————<® ©o F P19 600.00 usec
>e F
- F1 - Acquisition parameters
o b0 175
o SFO1 125.7666 MHz
F FIDRES 237.107285 Hz
r 110 SW 164.963 ppm
F FnMODE Echo-Antiecho
F F2 - Processing parameters
F ]
o SF 500.1300000 MHz
o wDW QSINE
F SSB 2
— 120 LB 0 Hz
F GB 0
F PC 1.40
o F1 - Processing parameters
o 1024
- MC2 echo-antiecho
L L e I e e I e B e A A stsw 125.7552?32MHZ

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0  ppm i
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Typewritten Text
H1

SSK LAB-PC4
Typewritten Text
H1''

SSK LAB-PC4
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Current Data Parameters
NAME SSK-20-BKG-269-1H

EXPNO 8

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180223

Time 20.02

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536 OH NH OH

SOLVENT MeOD 2 HO 0

NS 100 0] O

HO oo ﬁﬁ

SWH 10000.000 Hz HO ° NH ACO HO QCOCsHss

FIDRES  0.152588 Hz OH \~_-OCOC5H3;

AQ 3.2767999 sec

RG 85.91 1

DW 50.000 usec

DE 6.50 usec

TE 297.3K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1l ========

SFO1 500.1330885 MHz f

NUC1 1H

P1 13.35 usec - /s ////// j[ /// J /

PLW1 16.00000000 W

F2 - Processing parameters

Sl 65536

SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

N N
T [ [ [ T T [ [ T [ [ [ A AN
11 10 9 8 6 5 4 3 2 1 ppm

d|[dfd[oo[d(o|~|o|o|N|S]1O] || (o] (™ (]| [+
| N|@(e|e|e[d|e|@(odINQ] |2 (O (O (W] (M
S||ai|||||N|m|a|o|H ||| o] || o) d) o



Current Data Parameters
NAME SSK-20-BKG-269-13

EXPNO 9
PROCNO 1 W

F2 - Acquisition Parameters

Date_ 20180312
Time 17.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG z9pg30
TD 36
SOLVENT MeOD
NS 13736

DS 0

SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2582912 sec
RG 1620

DW 19.200 usec
DE 6.50 usec
TE 296.1 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C

P1 8.50 usec
PL1 -2.00 dB

SFO1 100.6238364 MHz

======== CHANNEL {2 ========
CPDPRG[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

SSK-20-BKG-269-13C

OITDﬁ'LO NMOONMNSONUSANOLW
0% ARSI RONdoNoS®
[@Ne) N OIS HOOWWOLW X
0O ONMNNMNNMNNMNNMNNMNOOO OO
OH
OH  NH, o
o) O HO
1% O O 51  0COCsH;

OH NHAc O__~_0OCOC5Ha

1

60.86
59.52

53.31

32.24
32.05

49.82
30.17

27.90
27.87
27.76
27.57
27.30

23.14
20.83
20.29

13.87
11.53

e TSSNeve

190 180 170

160

150

140

130 120 110 100 90 80 70 60
S110

50

40

30

20

10

0 ppm



OCOC5H34

SSK-20-BKG-269-HSQC
CH

Current Data Parameters

m NAME SSK-20-BKG-269-HSQC
EXPNO 4

PROCNO 1
o F2 - Acqui ion Parameters
L Date_ 20180301
Time 23.50
r INSTRUM spect
- 45 PROBHD 5 mm PABBO BB/
L PULPROG hsqcedetgpsisp2.2
D 1024
- SOLVENT MeOD
| NS 8
DS 0
o SWH 2551.021 Hz
=] - 50 FIDRES 2.491231 Hz
AQ 0.2007040 sec
r RG 197.27
F ow 196.000 usec
L DE 6.50 usec
<] TE 296.1 K
F CNST2 145.0000000
I 5 5 CNST17 -0.5000000
DO 0.00000300 sec
r D1 1.00000000 sec
- D4 0.00172414 sec
L D11 0.03000000 sec
D16 0.00020000 sec
r D21 0.00360000 sec
=< = = — 60 D24 0200089000 sec
< ES | INO 0.00002410 sec
=] - = CHANNEL f1 = =
2 | 500.1315557 MHz
= 1H
= - 13.35 usec
= = = | 65 26.70 usec
=1 [=—>4 1000.00 usec
= r 16.00000000 W
=] == -
= L CHANNEL f2 =:
= S - =] i 125.7665?16 MHz
= | bi_p5m4sp_4sp.2
—=| - == 70 8.90 usec
3 r 500.00 usec
—= g L 2000.00 usec
= 1500.00 usec
B w
£ - 103.00000000 W
=] _—_ — 75 1.66499996 W
= — Crp60,0.5,20.1
= = + 0.500
3 L 0 Hz
& 12.46500015 W
2 r Crp60comp.4
= - 0.500
= | 0 Hz
=] =] 80 SPW7 12.46500015 W
= r SPNAM[14 Crp32,1.5,20.2
A L SPOALI4 0.500
£ SPOFFS14 0 Hz
> r SPwi4 5.31860018 W
S - SPNAM[31 Crp32,1.5,20.2
£ | SPOAL31 0.500
= SPOFFS31 0 Hz
= - SPW31 1.32969999 W
= GRADIENT CHANNEL
r GPNAM[1] SMSQ10.100
L GPNAM[2] SMSQ10.100
| GPNAM[3] SMSQ10.100
90 GPNAM[4] SMSQ10.100
= - pZ1 80.00 %
3 L GPZ2 20.10 %
3 GPZ3 11.00 %
=| r GPZ4 -5.00 %
: - P16 1000.00 usec
& | 95 P19 600.00 usec
> o F1 - Acquisition parameters
= L D 513
SFO1 125.7666 MHz
o FIDRES 80.884552 Hz
L 164.963 ppm
| 100 FnMODE  Echo-Antiecho
- F2 - Processing parameters
si
SF 500.1300068 MHz
r wow QSINE
- SSB
LB 0 Hz
— 105 o 0
- PC 1.40
r F1 - Processing parameters
F si 1024
+ Mc2 echo-antiecho
SF 125.7579708 MHz
wow
SSB
LB 0 Hz

54 53 52 51 50 49 48 47 46 45 44 43 42 41 S?iq 39 38 3.7 36 35 34 33 32 ppm = °
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Current Data Parameters
NAME SSK-20-BKG-260(3)-1H

EXPNO 6

PROCNO 1

F2 - Acquisition Parameters

Date_ 20180210

Time 17.56

INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 54274

SOLVENT MeOD Ho OH
NS 17

DS 0

SWH 8223.685 Hz HO
FIDRES 0.151522 Hz OH
AQ 3.2998593 sec

RG 114

DW 60.800 usec

DE 6.50 usec

TE 297.6 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1l ========
NUC1 1H

P1 14.75 usec

PL1 -1.00 dB

PLIW 10.56200695 W
SFO1 400.1324710 MHz

F2 - Processing parameters

5.261

HO
HO&O:
&/O
H

0o

o
™
N
<

}SK-20-BKG-260(3)-1F

<
~
N
<

OCOC15H34
o -0COC5H34

sl 32768
SF 400.1300095 MHz / / / / /
wow - EM b i 1Ty
LB 0.30 Hz
GB 0
PC 1.00
bk |
""""" I D L D e L I I I I I
11 10 8 7 6 5 4 3 2 1 ppm
N[OOI O[O~ |R]|O|H]N| T Q| |O | (0 —
~[®|oS|a|dlH|NIS|oa(a|al (S |4 (|9 |©
S112



Current Data Parameters
NAME SSK-20-BKG-260(3)-13C
EXPNO 9

SSK-20-BKG-260(3)-13C

—N© < ™
PROCNO 1 o< N LONOOONOONNOULNNOOULSTOOONOINDINOANLL M NN ©
T T NONOOAORNANTONMMOOOINOTNHANONOOMOTON
F2 .Acquisition Parameters onMmMm [ Mo I = [N T T T R O T T I R R R S R TN R N SN R T T T R R R S R S I R R R e o]
Date 20180211 N~~~ OO ANMNLMNMANAOO0ONONUNTAOT AN M A0 ITINALM
Time 151 - AAODONMNNMNNNMNNMNNNOOOOOOOULNMMOMOANNNNNNNNNA AN
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 36
SOLVENT MeOD
NS 10886
DS 0
SWH 26041.666 Hz OH
FIDRES 0.397364 Hz HO NH, HO
AQ 1.2582912 sec HO (0]
RG 2050 O o 0 0
DW 19.200 usec HO "y HO OCOC5H34
DE 6.50 usec -
TE 298.6 K OH ¢ O\/\/OCOC15H31
D1 1.00000000 sec
D11 0.03000000 sec 2
TDO 1
======== CHANNEL {1 ========
NUC1 13C
P1 8.50 usec
PL1 -2.00 dB
PL1IW 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W  0.35871249 W
PL13W  0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
Sl 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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SSK-20-BKG-260(3) -HSQC

Current Data Parameters

NAME SSK-20-BKG-260(3)-HSQC
EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 201802

Time 18.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG hsqcetgp

TD 2048
SOLVENT MeOD

NS 8

DS 16

SWH 2556.237 Hz
FIDRES 1.248163 Hz
AQ 0.4005888 sec
RG 2050

Dw 195.600 usec
DE 6.50 usec
TE 298.0 K
CNST2 145.0000000

DO 0.00000300 sec
D1 1.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00002070 sec
ZGOPTNS

======== CHANNEL f1 ========
NUC1 1H

P1 14.75 usec
P2 29.50 usec
P28 0.10 usec
PL1 -1. dB
PL1IW 10.56200695 W
SFO1 400.1310621 MHz
======== CHANNEL 2 ========
CPDPRG[2 garp

NUC2 13C

P3 8.50 usec
P4 17.00 usec
PCPD2 70.00 usec
PL2 -2.00 dB
PL12 .31 dB
PL2W 56.53121948 W
PL12W 0.83423501 W
SF02 100.6248425 MHz
====== GRADIENT CHANNEL =====
GPNAM[1] SINE.100
GPNAM[2] SINE.100

GPZ1 80.00 %
GPZ2 20.10 %
P16 1000.00 usec

F1 - Acquisition parameters
TD 256

SFO1
FIDRES

sw
FnMODE

100.6248 MHz
188.671585 Hz
240.000 ppm
Echo-Antiecho

F2 - Processing parameters
S1

SF
WDW
SSB
LB
GB
PC

400.1300095 MHz
QSINE

0 Hz
0
1.40

F1 - Processing parameters
1024

echo-antiecho
100.6127690 MHz

0 Hz
0]
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