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S2
STANDARD PROTON PARAMETERS

Pulse Seguence: s2pul

Solvent: DMSO

Ambient temperature
File: 100204b

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

width 83999.39 Hz

16 repetitions
OBSERVE H1, 599.8751442 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072

Total time 1 min, 4 sec
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S3

13C OBSERVE Jun 10 2011

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
GEMINI-200B8 “gem2000"

Relax. delay 0.800 sec

Pulse 48.2 degrees

Acg. time 0.600 sec

width 12500.0 Hz

4832 repetitions
OBSERVE Cl13, 50.2840312 MHz

DECOUPLE H1, 199.9767234 MHz

Power 34 dB

continuously on

WALTZ2-16 modulated

DATA PROCESSING

Gauss window 0.400 sec 0

center at 0.050 sec H

FT size 131072
Totatl time 41 hr, 44 min, 49 sec
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S4
STANDARD 1H OBSERVE

Pulse Sequence: relayh

Solvent: DMSO
Ambient temperature
GEMINI-Z00BB 'gem2000"

Relax. delay 1.000 sec
COSY 90-90
Acg. time 0.196 sec

wWidth 327.2 Hz

20 width 327.2 Hz

4 repetitions

64 increments . e

OBSERVE H1, 199.9760204 MHZz - i -

|
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DATA PROCESSING

Sine bell 0.098 sec
F1 DATA PROCESSING (ppm
Sine bell 0.098 sec

FT size 128 x 128

Total time S min, 59 sec
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S5
STANDARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO

Ambient temperature
File: 100218c

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Acg. time 0.140 sec
Width 3654.3 Hz

2D width 3654.3 Hz
Single scan

256 1increments
OBSERVE H1, 599.8751457 MHz
DATA PROCESSING

Sine bell 0.070 sec

F1 DATA PROCESSING

Sine bell 0.035 sec

FT size 1024 x 1024
Total time 5 min, 6 sec
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S6

STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature

File: 100218b

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees
Acqg. time 3.000 sec

width 8999.9 Hz
16 repetitions

OBSERVE H1, 599.8751457 MHz

DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min,

4 sec
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S7

STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 100218a

INOVA-600 '"inova-wkst"

Pulse 51.7 degrees

Acg. time 1.000 sec

width 37735.8 Hz

6208 repetitions
OBSERVE C13, 150.8387920 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 2 hr, 48 min, 9 sec
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S8
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 091006b
GEMINI-200BB 'gem2000"

Relax. delay 1.000 sec
Pulse 30.9 degrees
Acg. time 3.000 sec
Width 8000.0 Hz

16 repetitions

OBSERVE H1, 599.8751449 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 10 sec
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S9

STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87

File: 091007a

GEMINI-200BB '"gem2000"

Pulse 54.9 degrees

Acg. time 1.000 sec
width 37735.8 Hz

46384 repetitions
OBSERVE C13, 150.8387929
DECOUPLE H1, 599.8781638
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 36 hr, 47 min,
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S10
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO
Ambient temperature
File: 091006cC

GEMINI-200BB '"gem2000"

Relax. delay 1.000 sec
Acqg. time 0.151 sec
Width 1700.2 Hz

2D Width 1700.2 Hz
Single scan

128 increments
OBSERVE Hl, 599.8751449 MHz
DATA PROCESSING

Sine bell 0.075 sec

F1 DATA PROCESSING

Sine bell 0.038 sec

FT size 512 x 512
Total time 3 min, 14 sec
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ST§&&ARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
File: 100729d
INOVA-600 "inova600"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.3 Hz

16 repetitions
OBSERVE H1, 599.8751449 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec

SIS M S s SO P St



Michael Robinson
10

Michael Robinson
10

Michael Robinson


Michael Robinson



S12
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87

File: 100729f
INOVA-600 "“inova600"

Pulse 46.4 degrees

Acg. time 1.000 sec

Width 37735.8 Hz

37600 repetitions

OBSERVE C13, 150.8387929 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min, 31 sec
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STiﬁﬁiRD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO
Ambient temperature
File: 100729e
INOVA-600 "inova600"

Relax. delay 1.000 sec
Acg. time 0.135 sec
Width 18922 Hz

2D Width 1892.2 Hz
Single scan

128 increments

OBSERVE H1, 599.8751449 MHz
DATA PROCESSING

Sine bell 0.068 sec

F1 DATA PROCESSING

Sine bell 0.034 sec

FT 'size 512 % 512
Total time 2 min, 33 sec
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S14
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 101028a

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

width 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751455 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec

=



Michael Robinson
11

Michael Robinson


Michael Robinson



S15
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 101028c

INOVA-600 "inova-wkst"

Pulse 46.4 degrees

Acq. time 1.000 sec

width 37735.8 Hz

7632 repetitions
OBSERVE C13, 150.8387919 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min, 31 sec

Al
i

0 0 v L O O Y ) G R 0 I P S o ) A S A S I P Y Y P P P O N I P e L 0 L S 2 ) e

200 180 160 140 120 100 80 60 40 20 0 =20 ppm


Michael Robinson
11

Michael Robinson


Michael Robinson



S16
STANDARD PROTON PARAMETERS

Pulse Seqguence: gcosy

Solvent: DMSO

Ambient temperature
File: 101028b

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Acq. time 0.232 sec
width 2211.5 Hz

2D Width 2211.5 Hz
Single scan

92 increments
OBSERVE H1, 599.8751455 MHz
DATA PROCESSING

Sine bell 0.116 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 1024 x 1024
Total time 1 min, 58 sec
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S17
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 090930d
GEMINI-200BB '"gem2000"

Relax. delay 1.000 sec
Pulse 30.9 degrees
Acq. time 3.000 sec
Width 8000.0 Hz

16 repetitions

OBSERVE H1l, 599.8751452 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 10 sec
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S18

STANDARD CARBON PARAMETERS

Pulse Seqguence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 091003a
GEMINI-200BB "gem2000"

Pulse 54.9 degrees

Acg. time 1.000 sec

wWidth 37735.8 Hz

7264 repetitions
OBSERVE C13, 150.8387920 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288
Total time 36 hr, 47 min, 1 sec
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S19
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 090930c
GEMINI-200BB ‘'gem2000"

Relax. delay 1.000 sec
Acg. time 0.180 sec
width 5676.6 Hz

2D Width 5676.6 Hz
Single scan

512 increments
OBSERVE H1, 599.8751453 MHz
DATA PROCESSING

Sine bell 0.090 sec
F1 DATA PROCESSING

Sine bell 0.045 sec
FT size 2048 x 2048
Total time 13 min, 54 sec
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S20
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 091004a
GEMINI-200BB 'gem2000"

Relax. delay 1.000 sec
Pulse 30.9 degrees
Acg. time 3.000 sec
Width 8000.0 Hz

16 repetitions

OBSERVE H1, 599.8751449 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 10 sec
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STANDARD CARBON PARAMETERS
S21

Pulse Sequence: s2pul
Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 091004c
GEMINI-200BB ‘'gem2000"

Pulse 54.9 degrees

Acq. time 1.000 sec

Width 37735.8 Hz

6064 repetitions
OBSERVE C13, 150.8387908 MHz
DECOUPLE H1 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 36 hr,

47 min, 1 sec
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S22

STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 091004b
GEMINI-200BB ''gem2000"

Relax. delay 1.000 sec
Acq. time 0.207 sec
width 4953.9 Hz

2D Width 4953.9 Hz
Single scan

512 increments
OBSERVE H1, 599.87514493 MHz
DATA PROCESSING

Sine bell 0.103 sec

F1 DATA PROCESSING

Sine bell 0.052 sec

FT size 2048 x 2048

Total time 14 min, 11 sec

-
N

(ppm

~N ~N
N [=}
I ENERERREL S CaNa|

i FENSE RSN FRNR NRRR) SURNA RRERY FRRRRNEE

~N
E~1

Q

~N
Co

ol

@ @

(o)
=
b bt bt b o b e bt

urmvu‘uw||wltl|uu\HHIHH[Ull[nu[u\\’!1“\uu;utlm\m‘HH\HH‘\Huuw\[\\H\runluH1HH‘H|||\|

8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8
F1 (ppm)


Michael Robinson
13


S23
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 091005a
GEMINI-200BB '"gem2000"

Relax. delay 1.000 sec

Pulse 30.9 degrees

Acg. time 3.000 sec

width 8000.0 Hz

16 repetitions
OBSERVE H1, 599.8751443 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 10 sec
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S24

STANDARD CARBON PARAMETERS

Pulse Sequence:

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-600 "inova600"

s2pul

Pulse 54.9 degrees

Acg. time 1.000 sec

width 37735.8 Hz

40912 repetitions

OBSERVE C13, 150.8387314 MHz

DECOUPLE H1, 599.8781638 MHz

Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec
center at 0.100 sec

FT size 524288

Total time 28 hr, 31 sec
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S25
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 091005b
GEMINI-200BB '"gem2000"

Relax. delay 1.000 sec
Acq. time 0.223 sec
width 4594.0 Hz

2D Width 4594.0 Hz
Single scan

512 increments
OBSERVE H1, 599.8751449 MHz
DATA PROCESSING

Sine bell 0.111 sec

F1 DATA PROCESSING

Sine bell 0.056 sec

FT size 2048 x 2048
Total time 14 min, 21 sec
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S26
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 091222d

INOVA-600 '"inova-wkst"

Relax. delay 1.000 sec
Pulse 31.8 degrees
Acq. time 3.000 sec
Width 8999.9 Hz

16 repetitions

OBSERVE H1, 599.8751465 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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13C_OBSERVE Feb 4 2010
S27

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITY-400 "vxrs400"

Relax. delay 0.100 sec

Pulse 60.6 degrees

Acq. time 1.205 sec

Width 27192.4 Hz

4544 repetitions
OBSERVE C13, 100.5676993 MHz
DECOUPLE H1, 399.9530039 MHz
Low power 3 dB atten.
continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

Gauss window 0.500 sec

center at 0.100 sec

FT size 131072
Total time 3 hr, 39 min, 18 sec
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S28
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 091028b

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Acg. time 0.150 sec
Width 6832.9 Hz

2D Width 6832.9 Hz
Single scan

512 increments
OBSERVE Hl, 599.8751449 MHz
DATA PROCESSING

Sine bell 0.075 sec

F1 DATA PROCESSING

Sine bell 0.037 sec

FT size 2048 x 2048
Total time 10 min, 17 sec
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S29
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
INOVA-600 "inova600"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751457 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S30
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-600 "inovabo0"

Pulse 51.7 degrees
Acg. time 1.000 sec
Width 37735.8 Hz
41104 repetitions

OBSERVE C13, 150.8387879 MHz
DECOUPLE H1, 599.8781638 MHz

Power 32 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Gauss window 0.600 sec
center at 0.100 sec
FT size 524288

Total time 28 hr, 1 min, 31 sec
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S3NDARD PROTON PARAMETERS

Pulse Sequence: gcosy '

Solvent: DMSO
Ambient temperature
File: 100121d
INOVA-600 "inova600"

Relax. delay 1.000 sec

Acq. time 0.138 sec

wWidth 3713.5 Hz

2D Width 3713.5 Hz

Single scan

256 increments
OBSERVE H1, 599.8751457 MHz

DATA PROCESSING — T
Sine bell 0.069 sec {
F1 DATA PROCESSING ppmj
Sine bell 0.034 sec
FT size 1024 x 1024 ]
Total time 5 min, 5 sec ] 7
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S32
STANDARD PROTON PARAMETERS

Pulse Seguence:

Solvent: DMSO
Ambient temperature
File: 100125e
INOVA-600 "“inova600"

s2pul

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

width 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751461 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072

Total time 1 min, 4 sec
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13658§8ERVE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
File: 100202a
UNITY-400 “vxrs400"

Relax. delay 0.100 sec

Pulse 60.6 degrees

Acq. time 1.205 sec

width 27192.4 Hz

5408 repetitions
OBSERVE C13, 100.5676972 MHz
DECOUPLE H1, 399.9530039 MHz
Low power 3 dB atten.
continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

Gauss window 0.500 sec

center at 0.100 sec
FT size 131072
Total time 36 hr, 33 min, 9 sec
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§§éNDARD PROTON PARAMETERS

Pulse Sequence: gcosy'

Solvent: DMSO
Ambient temperature
INOVA-600 "inova600"

Relax. delay 1.000 sec
Acg. time 0.134 sec
Width 3819.9 Hz

2D Width 3819.9 Hz
Single scan

256 increments
OBSERVE H1, 599.8751461 MHz
DATA PROCESSING

Sine bell 0.067 sec

F1 DATA PROCESSING

Sine bell 0.034 sec

FT size 1024 x 1024
Total time 5 min, 4 sec
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S35
STANDARD PROTON PARAMETERS

Pulse Sequence: s2Zpul

solvent: CDC13

Ambient temperature
File: 091222b

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

width 8000.0 Hz

16 repetitions
OBSERVE H1, 599.8723067 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072

Total time 1 min, 4 sec

Iz
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S36
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDCI13
Ambient temperature
User: 1-14-87

File: 100202b
INOVYA-600 "inovaB0D"

Pulse 51.7 degrees
Acg. time 1.000 sec
Width 37735.8 Hz
11408 repetitions

D8SERVE Cl13, 150.8379917 MHz
DECOUPLE H1, 599.8753144 MHz

Power 32 dB

continuousty on

WALTZ-16 modutated

DATA PROCESSING

Gauss window 0.600 sec
center at 6.100 sec

FT size 524288

Total time 28 hr, 1 min, 31 sec
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STAﬁ%XﬁD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITY-400 "“vxrs400"

Relax. delay 2.000 sec
Pulse 51.1 degrees
Acg. time 2.731 sec
Width 5999.7 Hz

32 repetitions

OBSERVE H1, 399.9505784 MHz

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 2 min, 31 sec
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S38
STANDARD CARBON PARAMETERS

Pulse Seqguence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-600 "inova600"

Pulse 51.7 degrees

Acg. time 1.000 sec

wWidth 37735.8 Hz

2192 repetitions

OBSERVE C13, 150.8387920 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 2 hr, 48 min, 9 sec

60
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STWARD 1H OBSERVE

Pulse Sequence: relayh

Solvent: DMSO
Ambient temperature
UNITY-400 "vxrs400"

Relax. delay 1.000 sec
COSY 90-90
Acq. time 0.232 sec

Width 1103.8 Hz
2D Width 1103.8 Hz _J kN_, ~j

4 repetitions

128 increments = P
OBSERVE  H1, 399.9505713 MHz F2 3
T ne bedi 0 1i¢ sac (ppm}
F1 DATA PROCESSING 6.8
Sine bell 0.058 sec =
FT size 512 x 512 =
Total time 11 min, 9 sec % 3 = (D)
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S40
STANDARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO
Ambient temperature
INOVA-600 “inovasDO"

Relax. delay 1.000 sec
Acqg. time 0.126 sec
Width 2035.4 Hz

2D Width 2035.4 Hz
Single scan

84 increments
OBSERVE H1, 589.8751470 MHz
DATA PROCESSING

Sine bell 0.063 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 512 x 512
Total time 1 min, 39 sec
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STefbARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITY-400 "vxrs400"

Relax. delay 2.000 sec

Pulse 47 .4 degrees

Acgqg. time 2.731 sec

Width 5999.7 Hz

32 repetitions
OBSERVE H1, 399.9505719 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 2 min, 31 sec

20



Michael Robinson
20

Michael Robinson



S42
13C OBSERVE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITY=-400 "vxrs400"

Relax. delay 0.100 sec

Pulse 60.6 degrees

Acg. time 1.205 sec

Width 27192.4 Hz

4944 repetitions

OBSERVE (13, 100.5676951 MHZz

240 220
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140
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100

80

60

40

20

DECOUPLE H1, 399.9530039 MHz

Low power 3 dB atten.

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

Gauss window 0.500 sec

center at 0.100 sec
FT size 131072
Total time 36 hr, 33 min, 9 sec
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S%%ﬁ%ARD PROTON PARAMETERS

Pulse Seqguence:

Solvent: DMSO
Ambient temperature
INOVA-600 "inovab00"

s2pul

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.9 Hz

16 repetitions

OBSERVE H1, 599.8751446 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S44
STANDARD CARBON PARAMETERS

Pulse Sequence:

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-600 "inova600"

s2pul

Pulse 46.4 degrees

Acg. time 1.000 sec

Width 37735.8 Hz

2576 repetitions
OBSERVE C13, 150.8387896 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288

Total time 28 hr, 1 min, 31 sec
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S45
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO
Ambient temperature
INOVA-600 "inova600"

Relax. delay 1.000 sec
Acg. time 0.213 sec
Width 2400.7 Hz

2D Width 2400.7 Hz
Single scan

256 increments

OBSERVE H1, 599.8751446 MHz

DATA PROCESSING

Sine bell 0.107 sec

F1 DATA PROCESSING

Sine bell 0.053 sec

FT size 1024 x 1024
Total time 5 min, 30 sec
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S46 21 3<
STANDARD PROTON PARAMETERS I )

Pulse Seguence: s2pu)

Solvent: DMSO
Ambient temperature
File: 100823a
INOVA-£00 "inovab0oo"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.9 Hz

16 repetitions

OBSERVE H1, 599.875124% MHz

OATA PROCESSING

Line broadening 0.2 Hz

FT size 131072

Total time 1 min, 4 sec 14()
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S47
STANDARD CARBON PARAMETERS

Pulse Sequence: szpul

Solvent: DMSO
Ambient temperature
User: 1-14-87
INQYA-600 "ijnova500"

Pulse 46.4 degrees
Acg. time 1.000 sec
width 37735.8 Hz
1440 repetitions

OBSERVE C13, 150.8387893 MHz
DECOUPLE H1, 599.8781E638 MHz

Power 32 dB
continuously on
WALTZ-16 moduiated
DATA PROCESSING
Gauss window 0.600 sec
center at 0.100 sec
FT size 524288

Total time 28 hr, 1 min, 31 sec
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S48
STANDARD PRDTON PARAMETERS !

Pulse Sequence: gcosy

Solvent: DMSD
Ambient temperature
File: 100823b
INOVA-600 “inovas0O0"

Relax. delay 1.000 sec
Acqg. time 0.159 sec
Width 1608.4 Hz
20 width 1608.4 Hz [ ]
Single scan i

128 increments e e e T e - P S, e
OBSERVE H1l, 599.8751449 MHz . _
DATA PROCESSING } F2 4

Sine bell 0.080 sec | ]
F1 DATA PROCESSING m

Sine bell 0.040 sec I(ij 42
FT size 512 x 512 ; ]
Total time 2 min, 37 sec i 7
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S49

STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent:

DMSO

Ambient temperature
File: 101022b

INOVA-600

Relax.

OBSERVE

“inova-wkst"

delay 2.000 sec
Pulse 31.9 degrees
Acg. time 2.500 sec
Width 3000.3 Hz

32 repetitions

H1,

199.9760204 MHz

DATA PROCESSING
Line broadening 0.3 Hz

FT size

65536

Total time 2 min, 24 sec

23
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S50
STANDARD CARBON PARAMETERS

Pulse Sequence: sZpul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 101119a

INOVA-600 "inova—-wkst”

Pulse 46.4 degrees

Acqg. time 1.000 sec

width 37735.8 Hz

31264 repetitions
OBSERVE C13, 150.8387949 MHz

DECOUPLE H1, 599.8781638 MHz

Pawer 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec (9]

FT size 524288

Total time 28 hr, 1 min, 31 sec ~
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S51
STANDARD 1H OBSERVE

Pulse Sequence: retayh
Solvent: OMSO

Ambient temperature
File: 10i022c

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

CcosyY S0-80

Acg. time 0.180 sec

width 354.8 Hz

2D Width 354.8 Hz

4 repetitions PRSI

64 increments
OBSERVE H1, 193.9760204 MHz
DATA PROCESSING

Sine bell 0.090 sec
F1 DATA PROCESSING

Sine bell 0.090 sec
FT size 128 x 128
Total time 5 min, 29 sec
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S52
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 100921a

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acq. time 3.000 sec

width B999.9 Hz

16 repetitions
OBSERVE Hl, 599.8751455 MHz
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec

24
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S53
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Temp. 23.0 C / 296.1 K
User: 1-14-87

File: 2-203_13C_6_11_2~-11
INOVA-600 “Yinovab0OD"

Pulse 46.4 degrees

Acg. time 1.000 sec

Width 37735.8 Hz

7216 repetitions
OBSERVE (€13, 150.8387946 MHz
DECCOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ~16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288
Total time 2 hr, 48 min, 9 sec

N
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S54
STANDARD PROTOM PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO
Temp. 23.0 C / 296.1 K
INOVA-600 '"inovat00"

Relax. delay 1.000 sec
Acg. time 0.182 sec
Width 1407.3 Hz

2D width 1407.3 Hz
Single scan

58 increments
OBSERVE H1l, 599.8751444 MHz
DATA PROCESSING

Sine bell 0.091 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 512 x 512
Total time 1 min, 12 sec
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S55
STANDARD FROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 101013b

INOVA-600 “inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acq. time 3.000 sec

wWidth 8989.9 Hz

16 repetitions
OBSERVE H1, 599.8751451 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S56
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pu?

Solvent: DMSO

Temp. 23.0 C / 296.1 K
User: 1-14-87
INDVA-600 “inovat6o0"

Pulse 46.4 degrees
Acg. time 1.000 sec
Width 37735.8 Hz
4944 repetitions

DBSERVE C13, 150.8387904 MHz
DECDUPLE H1l, 599.8781638 MH=z

Power 32 dB
continuously on
WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min,
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S57
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 100929b

INOVA—-600 "inova-wkst”

Relax. delay 1.000 sec
Acg. time 0,130 sec
Width 3950.0 Hz

20 Width 3950.0 Hz
Single scan

256 increments
OBSERVE H1, 599.8751454 MHz
DATA PROCESSING

Sine bel} 0.065 sec
F1 0ATA PROCESSING

Sine bell 0.032 sec
FT size 1024 x 1024
Total time 5 min, 3 sec
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§¥%LDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
INOVA-600 "inova600"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

wWidth 8999.9 Hz

16 repetitions
OBSERVE H1, 589.8751449 MHz

DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072 —
Total time 1 min, 4 sec @) (0] N
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S59
STANDARD CARBON PARAMETERS

Pulse Seqguence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87

File: 101123j
INOVA-600 '"inova600"

Pulse 46.4 degrees

Acg. time 1.000 sec

wWidth 37735.8 Hz

42784 repetitions

OBSERVE C13, 150.8387924 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min, 31 sec
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S60
STANDARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO
Ambient temperature
File: 1011231

INOVA-600 "inova600"

Acgq. time 0.235 sec
Width 2176.0 Hz

2D Width 2176.0 Hz

Single scan |
90 increments T DO A ST MUS.X ¥, A S EL N
OBSERVE H1, 599.8751449 MHz
DATA PROCESSING

Sine bell 0.118 sec

F1 DATA PROCESSING (ppm
Sine bell 0.021 sec

FT size 1024 x 1024
Total time 1 min, 56 sec

Relax. delay 1.000 sec ‘
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§§%NDARD PROTON PARAMETERS

Pulse Seguence: s2putl

Solvent: DMSO
Ambient temperature
INOVA-600 "inova60o"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751447 MHz —

DATA PROCESSING 9] (0] N
Line broadening 0.4 Hz \\ /
FT size 131072
Total time 1 min, 4 sec HO —
o
N
H
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S62
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87
File: 101129b
INOVA-600 "inova600"

Pulse 93.8 degrees

Acgqg. time 1.000 sec

width 37735.8 Hz

41328 repetitions

OBSERVE C13, 150.8387926 MHz
DECOUPLE H1, 599.8781638 MHz
Power 43 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 11 hr, 46 min, 14 sec
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S63
STANDARD PROTON PARAMETERS

Pulse Seqguence:

Solvent: DMSO
Ambient temperature
File: 101123g
INOVA-600 "inova600"

gcosy

Relax. delay 1.000 sec
Acqg. time 0.140 sec
width 1833.1 Hz

2D wWidth 1833.1 Hz
Single scan

76 increments
OBSERVE H1, 599.8751447 MHz
DATA PROCESSING J F2
Sine bell 0.070 sec l
F1 DATA PROCESSING ‘ (Epm
Sine bell 0.021 sec .8
FT size 512 x 512
Total time 1 min, 31 sec
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S64
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
File: 2-258B

INOVA-B00 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acq. time 3.000 sec

Width 8999.8 Hz

16 repetitions
OBSERVE H1, 599.8751443 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S65
STANDARD CARBON PARAMETERS

Pulse Segquence: s2pul

Solvent: OMSO

Ambient temperature
User: 1-14-87

File: 2-21b_c13_6_6_2011
INOVA-600 "inova-wkst"

Pulse 46.4 degrees

Acq. time 1.000 sec

width 37735.8 Hz

10000 repetitions
OBSERVE C13, 150.8387860 MHz

DECOUPLE H1, 599.8781638 MHz

Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING @)
Gauss window 0.600 sec O H

center at 0.100 sec

FT size 524288
Total time 2 hr, 48 min, 9 sec \\
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S66
STANDARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO

Ambient temperature
File: 2-25Bcosy
INOVA-600 "ipova-wkst"

Relax. delay 1.000 sec
Acg. time 0,212 sec
Width 1206.3 Hz

2D Width 1206.3 Hz
Single scan

50 increments
0BSERVE H1, 599.8751443 MHz
DATA PROCESSING

Sine bell 0.106 sec

F1 DATA PROCESSING

Sine bell £.021 sec

FT size 512 x 512

Total time 1 min, 4 sec
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S67
STANDARD PROTON PARAMETERS

Pulse Seguence: cyclenoe

Solvent: DMSO

Ambient temperature
File: 2-25bNOEnitrogen
INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 0.000 sec

Acg. time 3.000 sec
Width 8999.9 Hz

96 repetitions
OBSERVE H1, 599.8751463 MHz
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 17 min, 6 sec
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S68
STANDARD PROTON PARAMETERS

Pulse Sequence: cyclenoe

Solvent: DMSO

Ambient temperature
File: 2-25bNOEch
INOVA-600 ™inova-wkst"

Relax. delay 1.000 sec
Pulse 30.0 degrees
Mixing 0.000 sec
Acg. time 3.000 sec
wWidth 8999.3 Hz
128 repetitions
OBSERVE H1, 599.8751464 MHz
DATA PROCESSING
Line broadening 0.4 Hz
FT size 131072
Total time 17 min, 6 sec

28
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S69

STANDARD PROTON PARAMETERS

Pulse sequence: s2pul

Solvent: DMSO

Temp. 20.0 C / 293.1 K
File: 2-25A
INOVA-600 "“inova—-wkst"

Relax. delay 1.000 sec
Pulse 31.8 degrees
Acqg. time 3.008 sec
Width 8999.9 Hz

16 repetitions

OBSERVE H1, 599.8751444 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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S70
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 2-21a_C13_6_6_2011
INOVA-B00 “inova—wkst"

Pulse 45.4 degrees

Acqg. time 1.00080 sec

Width 37735.8 Hz

10000 repetitions
OBSERVE C13, 150.8386940 MHz
DECOUPLE Hl, 599.8781638 MH:z ()
Power 32 dB H
continuocusly on i

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288
Total time 2 hr, 48 min, 9 sec
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S71
STANDARD PROTON PARAMETERS

OBSERVE H1, 599.8751444 MMz

L

Pulse Seguence: gcosy

Solvent: DMSO

Temp. 20.0 C / 293.1 K
File: 2-25Acosy
INOVA-600 "inova-wkst"

Relax. delay 1.000 sec . .
Acq. time 0.230 sec

Width 1111.7 Hz

2D wWidth 1111.7 Hz

Singie scan

46 increments -

< T

=

DATA PROCESSING
Sine bel]on.lls sec F2
FSine bell 0 021 sec (ppm)
FT size S12 x S12
Total time 1 min, 0 sec ‘~==ff£§§§} N
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S72
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSD

Ambient temperature
File: 2-33.12-20-2010
INOVA-600 “inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acq. time 3.000 sec

wWidth 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751451 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131672
Total time 1 min, 4 sec
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S73
STANDARD PROTON PARAMETERS

Pulse Sequence: cyclenoe

Solvent: DMSO

Temp. 20.0 C / 293.1 K
File: 2-25aNOEnitrogen
INOVA-600 “"inova-wkst"

.Relax. delay 1.000 sec
Pulse 90.0 degrees
oMixing 0.000 sec
SAcg. time 3.000 sec
-Width 8999.9 Hz
N 96 repetitions
BSERVE Hl, 599.38751444 MHZ
ATA PROCESSING
Line broadening 0.4 Hz
T size 131672
otal time 17 min, 22 sec
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S74
STANDARD PROTON PARAMETERS

Pulse Sequence: cyclenoe

Solvent: DMSO
Temp. 20.0 C / 293.1 K
«ftle: 2-25aN0Ech
SIMova-600 "inova-wkst"
o~ -
7 Relax. delay 1.000 sec~
J ulse 90.0 degrees
("Mixing 0.000 sec
|
i

10.114

10.1

Acq. time 3.000 sec
Width 8989.9 Hz
128 repetitions

OBSERVE H1l, $99.8751444 MHz

Line broadening 0.4 Hz
T sfze 131072
Total time 17 min, 22 seg

; EATA PROCESSING
|

8.175

~——3.33

—_..2.74
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8 2010
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S75
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: OMSO

Temp. 26.0 C / 299,1 K
File: 2-33_cosy_4_29_2011
INOVA-600 *"inova—wkst"

Relax. delay 1.000 sec
Acg. time 0.197 sec
wWidth 1301.4 Hz
20 Width 1301.4 Hz
Single scan
54 increments
OBSERVE H1, 589.8751452 MHz
DATA PROCESSING
Sine bell 0.098 sec
F1 DATA PROCESSING
Sine bell 0.021 sec
FT size 512 x 512
Total time 1 min, 8 sec

LT

Il

~
‘ o]
Lovvdoaal et brgaalii Gl ety

I

-
N

(ppm

Lo | oty 1

~
=

(o]
F -

(o2}
o

SR ERENE R AN N

8.8

cliora vty

=
e
=
oo
o

mrn]lvml[rrvu‘vm||vw1\|x|riwHupruuyn.w[wwwu[vvar|rur|m|||vu||vﬁ—|—,—r—v—w—7—ry—rrj—r—rvj
8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2

F1 (ppm)


Michael Robinson
30


S76
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pu?

Solvent: DMSC

Temp. 23.0 C / 286.1 K
User: 1-14-87

File: 2-27b_13C_6_12_2011
INOVA-600 “inovaboo"

Pulse 46.4 degrees

Acg. time 1.000 sec

Width 37735.8 Hz

50336 repetitions

OBSERVE Cl13, 150.8387978 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuousiy on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.1G¢ sec

FT size 524288
Total time 28 hr, 1 min, 31 sec
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S77
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pu?

Solvent: DMSO

Ambient temperature
File: 2-29h1

INOVA-600 "inova-wkst"

Relax. delay 1,000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8999.9 Hz

16 repetitions
OBSERVE Hl1, 5989.8751457 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S78
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Temp. 23.0 C / 296.1 K
User: 1-14-87
INOVA-606 "inovab0o"

Pulse 46.4 degrees

Acg. time 1.000 sec

width 37735.8 Hz

2208 repetitions
OBSERVE C13, 150.8387986 MHz
DECOUPLE H1l, 599.B781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 2 hr,

48 min, 9 sec
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S79
STANDARD PROTOM PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Ambient temperature
File: 2-29cosy
INOVA-600 “inova-wkst"

Relax. delay 1.000 sec
Acg. time 0.167 sec
width 1537.4 Hz

2D width 1537.4 Hz
Single scan

64 increments

OBSERVE H1, 599.B751457 MHz
DATA PROCESSING

Sine bell 0.0B3 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 512 x S12
Total time 1 min, 19 sec
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S80
STANDARD PROTON PARAMETERS

Pulse Seguence: s2pul

Solvent: OMSD

Ambient temperature
File: 2_63_1h_3_14_2011
INOVA-60G0 "inovabDG"

Relax. delay 1.000 sec
Pulse 31.8 degrees
Acg. time 3,000 sec
wWidth 8999.9 Hz

16 repetitions

OBSERVE H1, 599.8751436 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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S81
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Salvent: DMSO

Ambient temperature
User: 1-14-87

File: 2-63_13C_3_14_2011
INOvVA-600 "inova600"

Pulse 46.4 degrees

Acqg. time 1.000 sec

width 37735.8 Hz

5456 repetitions
OBSERVE (€13, 150.8387910 MHz
DECOUPLE Hi, 599.8781638 MHz
Power 32 dB

cantinuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288

Total time 28 hr, 1 min, 31 sec
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S82
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSQ

Ambient temperature
File: 2-63_cosy_3_14_2011
INOvA-600 "inovaGoo"

Relax. delay 1.000 sec

Acqg. time 0.132 sec

Width 1939.5 Hz

2D Width 1939.5 Hz

Single scan

80 increments
OBSERVE H1, 599.8751436 MHz
DATA PROCESSING

Sine bell 0.066 sec 7
F1 DATA PROCESSING <
Sine hell 0.021 sec

FT size 512 x §S12 i

Total time 1 min, 35 sec
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Mar 15 2011
Sf%ﬁ%ARo PROTON PARAMETERS

Puise Sequence: cyclenoe

Solvent: DMSO
Temp. 22.0 C / 295.1 K
INOVA-B00 “inovabOo"

Relax. delay 1.000 sec
Pulse 30.0 degrees 02N
Mixing 0.000 sec \\

Acg. time 1.000 sec

Width 9000.9 Hz

32 repetitions

OBSERVE H1, 589.8751438 MHz
DATA PROCESSING

Gauss apodization 0.200 sec
FT size 131072

Total time 3 min, 12 sec

Iz
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S%%%%ARD PROTON PARAMETERS

Pulse Sequence: cyclenoce

Solvent: DMSO
Temp. 22.0 C / 295.1 K
INOVA-600 “inovaboo"

Relax. delay 1.000 sec
Puise 90.0 degrees
Mixing 0.000 sec

Acg. time 3.000 sec
wWidth 8000.9 Hz

32 repetitions

OBSERVE H1, 5998.8751438 MHz
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072

Total time 4 min, 16 sec

11.690
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ST%E?ARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
INOVA-600 "inova6DO*™

Relax. delay 1.000 sec
Pulse 31.8 degrees
Acg, time 3.000 sec
width 5000.9 Hz

16 repetitions

OBSERVE Hl, 599.8751436 MHz

DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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S86
STANDARD CARBON FARAMETERS

Pulse Seguence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-600 "inovabBGO"

Pulse 46.4 degrees

Acg. time 1.000 sec

width 37735.8 Hz

992 repetitions
OBSERVE C13, 150.8387892 MHz
DECOUPLE H!, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 2 hr, 48 min, 9 sec
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ST§§ZARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO
Ambient temperature |
INOvA—-600 “inaovasDOo"

Relax. delay 1.000 sec

Acg. time 0.175 sec

width 1466.9 Hz

20 Width 1466.9 Hz

Single scan

61 increments
OBSERVE H1, 599.8751436 MHz
DATA PROCESSING

Sine bell 0.087 sec

1
|
i

I
L N e AN N

F1 DATA PROCESSING ' Fz 4
Sine bell 0.021 sec
FT size 512 % 512 (ppmz
Total time 1 min, 16 sec ]
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S88
STANDARD PROTON PARAMETERS

Pulse Sequence: sZpul

Solvent: DMSO
Temp. 25.0 G / 298.1 K
INOVA-600 *inova6"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 9000.9 Hz

16 repetitions

OBSERVE H1, 599.8751436 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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S89
STANDARD CARBON PARAMETERS

Pulse Seguence: s2pul

Solvent: DMSO

Temp., 25.0 C / 2398.1 K
User: 1-14-87

File: 2-87_13c
INOVA-600 "inovaf0g"

Pulse 46.4 degrees

Acq. time 1.000 sec

width 37735.8 Hz

1824 repetitions

OBSERVE C13, 150.8387995 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min, 31 sec

I=z
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S90
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: DMSO

Temp. 25.0 C / 298.1 K
File: 2-87_cosy
INOVA-600 “inovaB00"

Relax. delay 1.400 sec
Acq. time 0.140 sec
Width 1832.5 Hz

2D width 1832.5 Hz
Singte scan

76 increments
OBSERVE H1, 598.8751436 MH=z
DATA PROCESSING

Sine bell 0.070 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 512 x 512
Total time 1 min, 31 sec
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S92
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSD
Temp. 24.0 C / 2%7.1 K
INOVA-600 "inovabDO"

Relax. delay 1.000 sec
Puise 31.8 degrees

Acq. time 3.000 sec
Width 9000.9 Hz

16 repetitions
OBSERVE H1, 599.8751437
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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S93
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Temp. 24.0 C / 297.1 K
User: 1-14-87

Fite: 2-89_c13
INOVA-600 “ipova60o0o"

Pulse 46.4 degrees
Acqg. time 1.000 sec

wWidth 37735.8 Hz

2752 repetitions
OBSERVE C13, 1508387985 MHz
DECOUPLE H1, 599({8781638 MHz

Power 32 dB

continuously an
WALTZ-16 modulated
DATA PROCESSING
Gauss window 0.6D0 sec
center at 0.1900 sec
FT size 524288
Total time 2 hr, 48 min, 9 sec
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S94 ﬁ
STANDARD PROTON PARAMETERS

Solvent: DMSO
Temp. 24.0 C / 287.1 K
INOVA-600 "inovabOOo"

Pulse Sequence: gcosy ‘

Relax. delay 1.000 sec
Acn. time 0.168 sec
Width 3040.0 Hz

2D Width 3040.0 Hz
Single scan E Il

128 increments i
OBSERVE Hl, 599.8751437 MHz e

DATA PROCESSING ﬂ -

Sine bell 0.084 sec "F2 3
F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 1024 x 1024
Total time 2 min, 33 sec
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S95 _
STANJARD PROTON PARAMETERS

Pulse Sequence: szpul

Solvent: DMSO

Ambient temperature
File: 2-85_hl_dmso
INOVA-600 "jnova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

width 8999.9 Hz

16 repetitions
OBSERVE H1, 599.8751432 MHz
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec
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S96
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 2-85_cl3_dmso
INOVA-600 "inova-wkst"

Pulse 4.4 degrees

Acq. time 1.000 sec

Width 37735.8 Hz

24400 repetitions
OBSERVE C13, 150.8387904 MHz
DECOUPLE Hl, 589.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 28 hr, 1 min, 31 sec
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S97 :
STANDARD PROTON PARAMETERS !

Pulse Sequence: gcosy

|
Solvent: DMSO ﬁ
Ambient temperature |
INOVA-G00 "“inovagDO"

i
1
Relax. delay 1.000 sec ‘
Acg. time 0.142 sec
width 1797.6 Hz
2D wWidth 1797.6 Hz g
single scan ‘
74 increments
OBSERVE  H1, 599.8751433 MHz
DATA PROCESSING
Sine bell 0.071 sec

k

F1 DATA PROCESSING | F2 E
ine e . 1y }

FT Size 512 % 512 = (ppm}

Total time 1 min, 29 sec 4 3
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S98
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature
File: 2-109_A

INOVA-600 "inova-wkst"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8000.0 Hz

16 repetitions
OBSERVE Hi, 59%.8723061 MHz
DATA PROCESSING

Line broadening 0.4 Hz
FT size 131072 |
Total time 1 min, 4 sec ()
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S99
STANDARD CARBON PARAMETERS

Pulse Sequence: S2Zpul

Salvent: CDC13
Ambient temperature

User: 1-14-87
File: 2-109_A_Cl3
INOVA-600 “inova-wkst"

Pulse 46.4 degrees

Acq. time 1.000 sec

width 37735.8 Hz

1760 repetitions
OBSERVE C13, 150.8379929 MHz
DECOUPLE H1, 599.8753144 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

TT T T

DATA PROCESSING @]
Gauss window 0.600 sec \\
center at 0.100 sec
FT size 524288
Total time 2 hr, 48 min, 9 sec OsN ﬁ
L i T i Gl *"w.‘ R " Rk e Lt by n i it dodb s L b s Jutin ik )0
it et g i it K i J iy il 3 T T ORI y ,
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S100
STANDARD PROTON PARAMETERS

Pulse Sequence: gcosy

Solvent: CDC13

Ambient temperature
File: 2-109_A_cosy
INOVA-600 '"inova-wkst"

Relax. delay 1.000 sec
Acq. time 0.128 secC
Width 2007.8 Hz
2D width 2007.8 HzZ
Single scan
83 increments
OBSERVE H1, 599.8723061 MHz
DATA PROCESSING
Sine bell 0.064 sec
ft1 DATA PROCESSING
Sine bell 0.021 sec
FT size 512 x 512
Total time 1 min, 38 sec

O2N
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S101
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: OMSO
Ambient temperature
INCVA-600 "inovasDo"

Relax. delay 1.000 sec

Pulse 31.8 degrees

Acq. time 3.000 sec

Width 9000.9 Hz

16 repetitions
OBSERVE H1, 599.8751458 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072

Total time 1 min, 4 sec

12 i1 10
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S102
STANDARD 1H OBSERVE

Pulse Sequence: sZpul

Solvent: CDC13

Ambient temperature
File: 2-117
INOVA-600 "inova-wkst"

Relax. delay 2.000 sec
Pulse 47.4 degrees
Acg. time 2.731 sec
width 5999.7 Hz

32 repetitions

OBSERVE H1, 399.89486779 MHz

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 2 min, 31 sec

HoN
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S103
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 2-99_cl13_6_9_2011
GEMINI-200BB "gem2GO00"

Pulse 46.4 degrees

Acg. time 1.000 sec

Width 37735.8 Hz

576 repetitions
OBSERVE C13, 150.8387896 MHz
DECOUPLE H1, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288
Total time 36 hr, 47 min, 1 sec

HoN
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S104
STANDARD PROTOM PARAMETERS

Pulse Seqguence:

Salvent: OMSO
Ambient temperature
INOVA-600 "inovab0oo"

gcosy

Relax. delay 1.000 sec
Acg. time 0,219 sec
width 1170.6 Hz
20 Width 1170.6 Hz
Single scan
48 increments
DBSERVE H1, 599.8751458 MHz
DATA PROCESSING
Sine bell 0.109 sec
F1 DATA PROCESSING
Sine bell 0.021 sec
FT size 512 x S12
Total time 1 min, 2 sec
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S105
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature
File: 2-119

INOVA-600 "inova-wkst"

Relax. detay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 599.8723055 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072

Total time 1 min, 4 sec

Iz
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S106
STANDARD CARBON PARAMETERS

Pulise Sequence: s2pul

Solvent: CDC13

Ambient temperature
User: 1-14-87

File: 2-119_cl13
INOVA-600 “inova-wkst"

Pulse 46.4 degrees
Acq. time 1.000 sec
width 37735.8 Hz
400 repetitions

OBSERVE C13, 150.8380121 MHz
DECOUPLE H1l, 599.8753144 MHz

Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec
center at 0.100 sec

FT size 524288

Total time 2 hr, 48 min, 9 sec
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S107
STANDARD PROTON PARAMETERS

Pulse Segquence: gcosy

Solvent: CDC13

Ambient temperature
File: 2-119_cosy
INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Acg. time 0.242 secC
Width 4225.9 Hz

20 width 4225.9 Hz
Single scan

176 increments 4&

OBSERVE H1, 599.8723055 MHz

DATA PROCESSING i F2 ]
Sine bell 0.121 sec

F1 DATA PROCESSING {ppm
Sine bell 0.021 sec

FT size 2048 x 2048 2
Total time 3 min, 47 sec
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S108
STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSOD
Ambient temperature
INOVA-600 "inova60O"

Relax. detay 1.000 sec

Pulse 31.8 degrees

Acg. time 3.000 sec

Width 9000.9 Hz

16 repetitions
OBSERVE H1, 599.8751433 MHz
DATA PROCESSING

Line broadening 0.4 Hz

FT size 131072
Total time 1 min, 4 sec
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§109
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: OMSO

Temp. 25.0 C / 298.1 K
User: 1-14-87
INOYA-600 “inovaf0D"

Pulse 46.4 degrees

Acqg. time 1.000 sec

width 37735.8 Hz

41392 repetitions
OBSERVE Cl3, 150.83856940 MHz
DECOUPLE H1, 599.87B1638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec

FT size 524288
Total time 14 hr, 45 sec

Iz
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S110 g |
STANDARD PROTON PARAMETERS ! i

Pulse Sequence: gcosy |
Solvent: DMSO |
Temp. 25.0 C / 298.1 K 1

File: 2-107_cosy_b |

INDVA-600 '"inovah0o"

|
|
I
|

|
Relax. delay 1.000 sec J
Acg. time 0.158 sec |
width 1616.0 Hz :
2D wWidth 1616.0 Hz |
Single scan i
67 increments - . N S N . e
OBSERVE H1, 599.8751433 MHz .
DATA PROCESSING
Sine bell 0.079 sec
F1 DATA PROCESSING
Sine hell 0.021 sec (ppm
FT size 512 x S12
Total time 1 min, 22 sec
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S111
STANDARD PROTON PARAMETERS

Pulse Sequence: szpul

Solvent: DMSO

Ambient temperature
File: 2-113_H1_b
INOVA-600 "inova-wkst"

Relax. delay 1.000 sec
Pulse 31.8 degrees
Acg. time 3.000 sec
Width 8989.9 Hz
16 repetitions
OBSERVE Hl, 599.8751432 MHz
DATA PROCESSING
Line broadening 0.4 Hz
FT size 131072
Total time 1 min, 4 sec

ppm
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S112
STANDARD CARBON PARAMETERS

Pulse Sequence: s2pul

Solvent: DMSO

Ambient temperature
User: 1-14-87

File: 2-113_C13
INOVA-600 "ipova-wkst"

Pulse 46.4 degrees

acg. time 1.000 sec

width 37735.8 Hz

39968 repetitions
OBSERVE C13, 150.8387910 MHz
DECOUPLE Hl, 599.8781638 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Gauss window 0.600 sec

center at 0.100 sec
FT size 524288
Total time 28 hr, 1 min, 31 sec
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S113
STANDARD PROTON PARAMETERS

Pulse Seguence: gcosy

Solvent: DMSO

Ambient temperature
File: 2-113_cosy
INOVA-600 *"inova-wkst"

Relax. delay 1.000 sec
Acq. time 0.228 sec
Width 2247.0 Hz

20 width 2247.0 Hz
Single scan

93 increments
OBSERVE H1, 599.8751442 MHz
DATA PROCESSING

Sine bell 0.114 sec

F1 DATA PROCESSING

Sine bell 0.021 sec

FT size 1024 x 1024
Total time 1 min, 59 sec
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