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Parameter Value
Origin Varian
Spectrometer inova
Solvent CD30D
Temperature 29.0 N; OH
Pulse Sequence s2pul HO = 2 CqsHor
Experiment 1D \/\‘/\/
Number of Scans 64 OH
Receiver Gain 30 9
Relaxation Delay 1.0000
Acquisition Time 2.0000
Spectrometer Frequency 599.94
Spectral Width 8000.0
Lowest Frequency -496.8
Nucleus 1H
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—72.836
—66.704
—62.489

—14.455

Parameter Value
Origin Varian
Spectrometer mova
iolvent t g;)gOD N; OH

emperature . - B
Pulse Sequence s2pul HO\/\‘/\/C13H27
Experiment 1D OH
Number of Scans 464 9
Receiver Gain 58
Relaxation Delay 0.5000
Acquisition Time 0.9997
Spectrometer Frequency 150.87
Spectral Width 40000.0
Lowest Frequency -3819.7
Nucleus 13C
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Number of Scans
Receiver Gain
Relaxation Delay
Acquisition Time

Value
Varian
inova
CDCI3
22.0
s2pul
1D
256
58
0.5000
0.9997

Spectrometer Frequency 150.87
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Spectral Width 40000.0
Lowest Frequency -4038.2
Nucleus 13C
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Parameter Value
Origin Varian
Spectrometer mova
Solvent CDCI3
Temperature 22.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 624 TBDPSO
Receiver Gain 58
Relaxation Delay 0.5000
Acquisition Time 0.9997
Spectrometer Frequency 150.87
Spectral Width 40000.0
Lowest Frequency -4033.3
Nucleus 13C
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Pulse Sequence
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Number of Scans

Receiver Gain
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2.5559

Spectrometer Frequency 399.76

Relaxation Delay
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Parameter Value

Origin Varian

Spectrometer vnmrs

Solvent cdcl3

Temperature 20.0

Pulse Sequence s2pul

Experiment 1D TBDPSO

Number of Scans 80 O,o O

Receiver Gain 30

Relaxation Delay 1.0000 OH

Acquisition Time 1.3107 13

Spectrometer Frequency 100.53

Spectral Width 25000.0

Lowest Frequency -1449.4

Nucleus 13C
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Parameter

Varian

Origin

vnmrs
cdcl3
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Spectrometer
Solvent

Temperature

7 “CyoHos

OH

s2pul
1D
20
30

Pulse Sequence
Experiment

TBDPSO

Number of Scans

Receiver Gain

1.0000
2.5559

Spectrometer Frequency 399.76

Relaxation Delay
Acquisition Time

6410.3

Spectral Width
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1H
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdcl3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 688 OH = Cqi2H2s
Receiver Gain 30 TBDPSO
Relaxation Delay 1.0000 O

Acquisition Time 1.3107 O\ﬁ

Spectrometer Frequency 100.53

Spectral Width 25000.0 14
Lowest Frequency -1444.6
Nucleus 13C
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdcl3
Temperature 20.0 MCQH%
Pulse Sequence s2pul TBDPSO
Experiment 1D \ (@]
Number of Scans 272 O\ﬁ
Receiver Gain 30
Relaxation Delay 1.0000 15
Acquisition Time 1.3107
Spectrometer Frequency 100.53
Spectral Width 25000.0
Lowest Frequency -1444 8
Nucleus 13C
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Parameter Value
Origin Varian
Spectrometer mova
Solvent CDCI3
Temperature 29.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 64
Receiver Gain 30 \ﬁ
Relaxation Delay 1.0000 6
Acquisition Time 2.0000
Spectrometer Frequency 599.93
Spectral Width 8000.0
Lowest Frequency -484.9
Nucleus 1H
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Parameter Value
Origin Varian
Spectrometer mova
Solvent CDCI3
Temperature 22.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 448
Receiver Gain 58
Relaxation Delay 0.5000
Acquisition Time 0.9997
Spectrometer Frequency 150.87
Spectral Width 40000.0
Lowest Frequency -4033.6
Nucleus 13C
A N
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Receiver Gain
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Spectrometer Frequency 599.93
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdcl3 Sl
Temperature 25.0 Zgn 2 \/NiHi o
Pulse Sequence s2pul AO&S/O B

) cO
Experiment 1D AcO (@)
Number of Scans 432 o \#
Receiver Gain 30 16a
Relaxation Delay 2.0000
Acquisition Time 0.8651
Spectrometer Frequency 150.87
Spectral Width 37878.8
Lowest Frequency -2349.1
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Number of Scans
Receiver Gain
Relaxation Delay
Acquisition Time

—169.279

Value
Varian
vnmrs
cdcl3
25.0
s2pul
1D
2048
30
2.0000
0.8651

Spectrometer Frequency 150.87
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Spectral Width 37878.8
Lowest Frequency -2347.7
Nucleus 13C
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BnO
BnO

1.0000
2.0000

Spectrometer Frequency 599.93

Spectral Width

Value
Varian
inova
CDCI3
29.0
s2pul
1D
64
30

Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Number of Scans
Receiver Gain
Relaxation Delay
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71211
77.000
76.788

— o — —

—108.318
—103.448
—84.453
—82.539
—70.98
—02.126
—59.864

Parameter Value
Origin Varian
Spectrometer mova
Solvent CDCI3 OH CizHo7
Temperature 22.0 BnO &&/ ’;13
Pulse Sequence s2pul BnO O
Experiment 1D BnO o 2
Number of Scans 128 \$
Receiver Gain 58 17
Relaxation Delay 0.5000
Acquisition Time 0.9997
Spectrometer Frequency 150.87
Spectral Width 40000.0
Lowest Frequency -4033.9
Nucleus 13C
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Parameter Value

Origin Varian

Spectrometer mova

Solvent CDCI3 AcQ  OAc —

Temperature 29.0 2

Pulse Sequence s2pul AcO O o] CqzHo7

B ent D AcHN o N5
xperimen AcO  BnO 5 N

Number of Scans 64 BnO o

Receiver Gain 30 BnO 0

Relaxation Delay 1.0000

Acquisition Time 2.0000 18a

Spectrometer Frequency 599.93

Spectral Width 8000.0

Lowest Frequency -485.6

Nucleus 1H
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Parameter Value
Origin Varian
Spectrometer mova AcO OAc
Solvent CDCI3 COOMe
Temperature 22.0
AcO 070 Cq3H
Pulse Sequence s2pul AcHN & N3 13M27
Experiment 1D AcO BnO o -
BnO
Number of Scans 0 BnO (0]
Receiver Gain 58 O\#
Relaxation Delay 0.5000 18a
Acquisition Time 0.9997
Spectrometer Frequency 150.87
Spectral Width 40000.0
Lowest Frequency -4034.1
Nucleus 13C
ol | I |1 JHM
I T T T T T T T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

f1 (ppm)



S36

[ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)



S37

Value
Varian

Parameter

Origin

OAc

AcO

VImrs
cdcl3
25.0

Spectrometer
Solvent

CO,Me

AcO’
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent pyridine AcO e CO,Me
oD W&W o o
. !/ AcO  Bno 0] N
Experiment 1D Boc BnO O\/\(E
Number of Scans 1768 OBn O
Receiver Gain 30 O\$
Relaxation Delay 2.0000 18b
Acquisition Time 0.8651
Spectrometer Frequency 150.85
Spectral Width 37878.8
Lowest Frequency -2573.6
Nucleus 13C
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdel3 AcQ OAc COOM
Temperature 25.0 = OY Cy7H3s5
Pulse Sequence s2pul AcOnr 0 o] CqzHo7
Experi D AcHN o HN
xperiment AcO BnO 5 =
Number of Scans 64 BnO o
Receiver Gain 36 BnO 0
Relaxation Delay 1.0000
Acquisition Time 3.4079 19
Spectrometer Frequency 599.93
Spectral Width 96154
Lowest Frequency -1197.9
Nucleus 1H [
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdcl3
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 10000
Receiver Gain 30
Relaxation Delay 2.0000
Acquisition Time 0.8651

Spectrometer Frequency 150.87

Spectral Width 37878.8
Lowest Frequency -2346.5
Nucleus 13C
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Value
Varian
vnmrs
cd3od
25.0
s2pul
1D
64
38
1.0000
3.4079
96154
-1872.1
1H

Parameter

968

Spectrometer Frequency 599.94

Pulse Sequence
Experiment
Number of Scans
Receiver Gain
Relaxation Delay
Acquisition Time
Spectral Width
Lowest Frequency
Nucleus
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Solvent
Temperature

Origin
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Parameter Value

Origin Varian
Spectrometer vnmrs
Solvent dmso
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Number of Scans 15000
Receiver Gain 30
Relaxation Delay 2.0000
Acquisition Time 0.8651

Spectrometer Frequency 150.87

Spectral Width 37878.8
Lowest Frequency -2007.1
Nucleus 13C

s

HO OH
COOH o§1/017H35
HO™ o) e)
AcHN 5 o Hl;l QH
HE HO Ov\/\/Csz?
HO
OH
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