IN CDsCls

Compound1l H-NMR

IN CDCL3 07.04.24

1H-NMR hq-16

INOVA-501
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IN CD;COCD;

Compound1l H-NMR

VNS-600 1H-NMR hq-16 IN CP3COCD3 08.12.21
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Compound1l C-NMR IN CD3Cl;

INOVA-500 13C-NMR HQ-16 IN CDCL3 2007.04.26
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Compound1 DEPT-NMR IN CDsCl;

INOVA-500 DEPT-NMR HQ-16 IN CDCL3 2007.06.27
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Compound 1 gCOSY IN CDsCl;

INOVA-501 gCOSY HQ-16 IN CDCL3 07.05.

Solvent: CDC13
Temp. 25.0 C s 288.1 K
INOVA-500 "IMM-501"

Relax. delay 1.000 sec

Acqg. time 0.126 sec

wWidth 4070.6 Hz

2D Width 4070.6 Hz

2 repetitions

256 increments

OBSERVE HL, 499.7702080 MHZz
DATA PROCESSING

Sine bell 0.063 sec

F1 DATA PROCESSING

q
Total time 10 min, 17 sec
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Compound 1 gCOSY IN CD3;COCD

VNS~600 gCOSY hg-16 IN CD3COCD2 08.12.24

Solvent: acetone
Ambient temperature
Operator: vnmr2
VNMRS-600 "wormhole"

Relax. delay 1.301 sec
Acq. time 0.205 sec
wWidth 10000.0 Hz

20 wWidth 10000.0 Hz

2 repetitions

256 increments
O0BSERVE H1, 599.6981281 MHz Fz _
DATA PROCESSING
Sine_bell 0.099 sec (ppm))

F1 DATA PROCESSING

Sine bell 0.009 sec
FT size 4096 x 4086 S
Total time 13 min, 28 sec
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Compound1l gHMQC IN CDsCl;

INOVA-501 1H-NMR HQ-16 IN CDCL3 07.05.21

Solvent: CDC13
Temp . 5.0 C s 298.1 K
User: 1-14-87

INOVA-S00 “IMM-501"

Relax. delay 1.000 sec
Acq. time 0.213 sec
Width 4797 .6 Hz

2D Width 21175.2 Hz

16 repetitions

160 increments
OBSERVE H1, 499.7702080
DECOUPLE C13, 125.6780857
Power 48 dB

on during acquisition
off during delay

GARP-1 modulated

DATA PROCESSING

Sine bell 0.042 sec

F1 DATA PROCESSING

Sine bell 0.004 sec
FT size 2048 x 4096
Total time 55 min,

MHZ
MHZ

32 sec
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Compound1 gHMBC IN CD3Cl;

INOVA-501 gHMBC HQ-16 IN CDCL3 07.05.21

Solvent: CDC13

Temp. 25.0 C_/ 298.1 K
User: 1-14-87
INOVA-500 "IMM-S01"

Relax. delay 1.000 sec
Acg. time 0.219 sec
wWidth 4668 .8 Hz

2D Width 26411.4 Hz

24 repetitions

256 increments
OBSERVE H1, 499.7702080 MHz
DATA PROCESSING

6
Total time 2 hr, 14 min, 25 sec
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Compound 1 NOESY IN CDsCl;

INOVA-501 NOESY HQ-16 IN CDCL3 07.07.04

Solvent: CDC13
Temp. 25.0 C / 298.1 K
INOVA-500 “IMM-501"

Relax. delay 1.600 sec

Mixing 0.800 sec

Acqg. time 0.132 sec

Width 3887 .5 Hz

2D width 3887.5 Hz

8 repetitions

% 200 increments

OBSERVE H1, 499.7702083 MH2z
DATA PROCESSING

Gauss apodization 0.031 sec

F1i DATA PROCESSING

Gauss apodization 0.008 sec

FT size 2048 x 20438
Total time 2 hr, 18 min, 28 sec

F1 (ppm)




Compound 1 NOESY IN CD3COCD;

VNS-600 NOESY hg-16 IN CD3COCD3 08.12.24
Solvent: acetone
Ambient temperature
Operator: vnmr2
VYNMRS-600 “"wormhole"
Relax. delay 1.200 sec
Mixing 0.600 ggc
Acqg. time 0.1 sec
Width 5186.7 Hz - I— ,_4__,]\_« e
2D Width 5186.7 Hz — ——

16 repetitions F2 T = o
2 x 200 increments .
OBSERVE  H1, 598.6981281 MHz (ppm]]
DATA PROCESSING

Gauss apodization 0.034 sec 7
F1 DATA PROCESSING

Gauss apadization 0.010 sec
FT size 4086 x 4086 2.5
Total time 3 hr, 38 min, 3 sec
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Compound1 CD
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IN CDsCls

INOVA=501 1H=NMR hq—{; IN CDCLZ2 07.04.24

Compound 2 H-NMR
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IN CD3Cls

INOVA-500 13C-NMR HQ-13 IN CDCL3 2007.04.26

Compound 2 C-NMR

(71N

998"

TE8°
596"
EET"

bT6"
658°

Lg8”
66b°

95L"
ST0°
sLz”

(778

0s6°
(718
A

880"

162"

wt

LT6°
STE*

9gL"

T6T

81

FT2am)
g2
2

15—
ve

127
8

9L
[
H—

8

90T
] e ——
80T

8Tl

£zl

£ET

W
1

bsl

"96T

ppm

40

60

80

100

120

140

160

180



Compound 2 gHMBC IN CD;Cl

INOVA-501 gHMBC HQ-13 IN CDCL3 07.05.21

Solvent: CDC13

Temp. 25.0 C s 2% 8.1 K
User: 1-14-87
INOVA-500 "IMM-501"

Relax. delay 1.000 sec

2D Width 26411.4 Hz
24 repetitions
256 increments
O0BSERVE H1, 499.7702080 MHz
DATA PROCESSING
Sine bell 0.043 sec
F1 DATA PROCESSING
Sine bell 0.004 sec
FT size 2048 x 4096
Total time 2 hr, 14 min, 25 sec
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IN CDsCl;

Compound 2 NOESY

NSO KOIESY ha-Ls
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Compound2 CD
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IN CDsCl3
INOVA-501 1H-NMR hq-11LIN CDCL3 07.04.24

Compound 3 H-NMR
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IN CDsCls

Compound 3 C-NMR

INOVA=-500 13C-~NMR HQ-14 IN CDCL3 2007.04.26
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Compound 3 gHMBC IN CD3Cl;

INOVA-501 gHMBC HQ-14 IN CDCL3 07.05.21

Solvent: CDC13

Temp. 25.0 C / 298.1 K
User: 1-14-87
INOVA-500 “IMM-501"
Relax. delay 1.000 sec
Acg. time 0.219 sec
wWidth 4668 .8 Hz

2D Width 26411.4 Hz
24 repetitions
256 increments

OBSERVE H1, 499.7702080 MHz
DATA PROCESSING
Sine bell 0.043 sec

F1 DATA PROCESSING
Sine bell 0.004 sec
FT size 2048 x 4096

Total time 2 hr, 14 min, 25 sec
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Compound 3 NOESY IN CDsCl;

VNS-600 NOESY hqg-14

Ambient temperature
Operator: vnmr2
VNMRS-600 "wormhole"

Relax. delay 1.200 sec

200 increments

2 x
OBSERVE Hi, 599.6981281 MHz

DATA PROCESSING
Gauss apodization 0.034
F1 DATA PROCESSING

Total time 3 hr, 38 min,

sec
sec

3 sec
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Compound3 CD IN CDsCls;
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