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S2: prep-HPLC Chromatogram of Obtusicrenone (Compound 1)
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STANDARD PROTON PARAMETERS

Sample Name:

Data Collected on:
nmr600-vnmrs600

Archive directory:

sample directory:

FidFile: NODM_S0_4_7

Pulse Sequence: PROTON (s2pul)

3

Solvent: cdcl
Data collected on: Apr 21 2011

Temp. 26.0 C / 299.1 K
Operator: vnarl

Relax. delay 1.000 sec

ons
ERVE  H1, 599.7888153 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 22 sec

$3: 'H-NMR Spectrum of Obtusicrenone (Compound 1)

1 ppm



NODN-50-5-3-NODN-50-4-7

Sample Nami
NODM-50-6-3-NODN-50-4-7
Data Collected on:
ner600-vnarss00
Archive directory:
/home /vrmr 1 /vnmr sys /data
Sample directory:
NODM-50-5-3-NODN-50-4-7_20110506_01
Fidfile: data_APT_001

APT

Pulse Sequenc
Solvent: cdcl3
Data collected on: Nay 6 2011

Temp. 26.0 C / 299.1 K
Operator: vomrl

Relax. delay 1.000 sec

Ist pulse 90.0 degrees

2nd pulse 45.0 degrees |
cq. time S sec |
Vidth 37878 .8 Kz

70000 repetitions |

OBSERVE C13, 150.8170124 WHz

DECOUPLE W1, 593.7918213 WHz
Power 43 db

on during acquisition
VALTZ-16 modulated

OATA PROCESS

2 B
ppm

SRRAS amaa s e e S

Line broadening 0.5 Hz
FT size $553
TORAY (100 38 %y 4 BINrtrmrrorrrry -t T Ty reT S — T - T

220 200 180 160 140 80 | 6p || 40 |

S4: APT Spectrum of Obtusicrenone (Compound 1)



NODM-50-4~7-NODM-50-6-3

Sample Name:
NODM-50-4-7-NODM-50-6-3
Data Collected on:
nmr600-vamrs600
Archive directory:
/home/vamrl/vomrsys/data
Sample directory:
NODM-50-4-7-NODM-50-6-3_20110509_01
ridrile: data_gHMQC 001

Pulse Sequence: gHMQC =
Solvent: cdcl3

JARIAN

Data collected on: May 9 2011

Temp. 26.0 C / 299.1 K
Operator: vamrl

Relax. delay 1.000 sec
Acq. time 0.150 sec

width 9615.4 Hz

2D width 25641.0 Hz

16 repetitions

2 x 512 increments
OBSERVE H1, 599.7888118 MHz
DECOUPLE C13, 150.8279287 MHz
Power 38 4B

on during acquisition

off during delay

W40_OneNMR modulated
DATA PROCESSING

Gauss apodization 0.069 sec
F1 DATA PROCESSING

Gauss apodization 0.018 sec
FT size 4096 x 4096
Total time 5 hr, 25 min

neg prot

L, . . T T T O O T S

8 7 6 5 4 3 2

F2 (ppm)

S5: gHMQC Spectrum of Obtusicrenone (Compound 1)
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NODM-50-4-7-NODM-50-6-3

\
| ‘L
Sample Name: ‘ v‘RlAN )“
NODM-50-4-7-NODM-50-6-3 L
Data Collected on:
nmr600-vomrs600 ‘

Archive directory:

/home/vnmrl/vnmrsys/data
Sample directory:
NODM-50-4-7-NODM-50-6-3_20110509_01
Fidrile: data gHMBC 001 {
A |
Pulse Sequence: gHMBC — l l l k.{.)

Solvent: cdcl3

Data collected on: May 9 2011 3
—— Fl E .
Temp. 26.0 C / 299.1 K (ppm)
Operator: vamrl =i 20 _
lax. delay 1.000 3 E )
Relax. ay 1. sec 3 i
Acq. time 0.150 sec _% 40 E 2
Width  9615.4 Hz — 3
2D width 36199.1 Hz 60— . 2
16 repetitions 3
2 x 512 increments 1 3
OBSERVE H1, 599.7888118 MHz E 80=
DATA PROCESSING = ‘
8q. sine bell 0.075 sec 1005 |
F1 DATA PROCESSING 3
Gauss apodization 0.013 sec E
FT size 4096 x 4096 120
Total time 5 hr, 38 min 3
140
3 3
3 160= :
= 1803 i
.ﬁ_ 3 -
— 2003
220" : e .
7 6 5 4 3 2 1 -0
F2 (ppm)

S6: gHMBC Spectrum of Obtusicrenone (Compound 1)
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STANDARD CARBON PARAMETERS

Sample Name:

Data Collected on:
nmr600-vamrs600

Archive directory:

Sample directory:

Fidrile:

Pulse Sequence: gCOSY
Solvent: cdcl3
Data collected on: May 23 2011

30511

C—

Relax. delay 1.000 sec

width 9615.4 Hz
2D width 9615.4 Hz
16 repetitions

OBSERVE  H1, 599.7888223 MHz
DATA PROCESSING

8q. sine bell 0.075 sec

F1 DATA PROCESSING

8q. sine bell 0.042 sec

FT size 4096 x 4096

Total time 2 hr, 9 min

FARIAN

S7: gCOSY Spectrum of Obtusicrenone (Compound 1)
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NODM -0-R - T-NodM 51~ -F-

LCQ Instrument Control 25 May 2011 03:22 PM

S#: 775 IT: 9.459 ST:0.70 NL: 1.00e+006
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S8: MASS Spectrum of Obtusicrenone (Compound 1)
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usec

sec

usec
dB

W
MHz

MHz

Hz

NAME NODM 58
EXPNO 10
PROCNO 1
Date_ 20110222
Time 10.19
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG 2930
™ 65536
SOLVENT CcDC13
NS 2000
DS 0
SWH 10330.578
FIDRES 0.157632
AQ 3.1719923
RG 203
DW 48.400
DE 10.00
TE 291.3
D1 2.00000000
D0 1
====s=== CHANNEL fl ====es==
NUC1 1H
Pl 11.50
PL1 0.00
PL1IW 17.95998764
SFO1 500.1330885
SI 32768
SF 500.1300000
WOW EM
SSB 0
LB 0.30
GB 0
PC 1.00

S9: *H-NMR Spectrum of Nemrutolone (Compound 2)



nosdm-58-hsqe

Sample Nama:
nosdm-58-hsqc
Data Collected on:
mercury4d0-mercury4 00
Archive directory:
/home /walkup/vonysys/data
sample directory:
nosdn-58-hiqe_20110325_01
FidFile: data_gHSQC_ 001

Pulse Sequence: gHSQC
Solvent: cdeld
Data collected on: Mar 26 2011

Temp. 24.0 € / 297.1 K
Operator: walkup

Relax.

delay 1.000 sec e ——

Acq. time 0.150 sec
Width  6398.0 Hz
2D width 17097.7 Hz

32 repetitions

2 % 512 increments

OBSERVE H1i, 399.8779832 MhHz
DECCUFLE C13, 100.582083% MHz
Power 44 4B

on during acquisition

off during Gelay

GARP-1 modulated

%
%_:\
2 .
DATA PROCESSING q )
Gauss apodization 0.(68 sec 4 !

F1 DATA PROCESSING

Gauss apodization 0.028 sec
FT size 2048 x 409€

Tozal time 11 hr, 22 min

RN R R AR R ARRRNRRREE RRRAR AR ERRARARRRRERARRRRES LERN

140 120 100 80 60 40 20 0

F1 (ppm)

S10: gHSQC Spectrum of Nemrutolone (Compound 2)
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STANDARD CARBON PARAMETERS ‘

it )

Data Collected on:
nmré600-vnmrs600
Archive directory:

7
{
b

Fidrile: NODM-58-HMBC U}U JJ
Pulse Sequence: gHMBC A—A A J\,A,

Solvent: cd3od

Data collected on: May 25 2011 3 E
F1 b L
Temp. 26.0 C / 299.1 K (ppm)3
Operator: vomrl . 20
Relax. delay 1.000 sec :
Acq. time 0.150 sec 40 -
width 9615.4 Hz 3 . IR
2D width 36199.1 Hz 60— o
32 repetitions 3 .
2 x 180 increments 3
OBSERVE H1, 599.7911778 MHz 80—=
DATA PROCESSING 3 * o
Sq. sine bell 0.075 sec 3
F1 DATA PROCESSING 1003
Gauss apodization 0.003 sec 3
FT size 4096 x 4096 120
Total time 4 hr =
140
160 '
1
1803 b
200
E b
U L o T G s i B T L s e e o e e e e
6 5 4 3 2 1 0
F2 (ppm)

S11: gHMBC Spectrum of Nemrutolone (Compound 2)
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nodm 38 cosy

Sample Name:
noda-58-cosy
Data Collected om:
mercury400-mercuryd0c
Archive directory:
/home /walkup/vnmrsys/data
Sample directory:
nodm-58-cosy_20110315_01
FidrFile: data_gCOSY_001

Pulse Sequence: gCOSY
Solvent: cdeld

Data collected on: Mar 15 2011 ]
F1
Tewp. 24.0 C / 297.1 K (ppm)l
Operator: walkup -
Relax. delay 1.000 sec —_— 1.0
Acq. time 0.150 sec 4;%\#;‘ 1
wideh 6398.0 Hz 1 5;
2D Width 6395.0 Hz T
16 repetitions !
256 ircrements = 2.0
OBSERVE ~ HL, 399.9779932 MHz — 4
DATA PROCESSING % —
Sq. sine bell 0.075 sec 2.57
FL DATR PROCESSING ]
8q. sins bell 0.040 sec 3 O;
FT size 2048 x 2048 !
Total time 1 hr, 26 min 3 -
E 3.57]
- 4.0
4.57]
5.0
5.5
14 ¢ 1o
B R E i e e R R R SN R RS AR
5.5 4.5 3.5 2.5 1.5 0.5
F2 (ppm)

S12: gCOSY Spectrum of Nemrutolone (Compound 2)
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Spectrum 14 o]
BP: 133.0 (9.126e+8=100%), 0.004 min, Scan: 1, 100.0:1000.0>, RIC: 1.990e+10
20%] =
15% .
. 497 5
] 5555
E 1.052e+3 1.014e+8 ]
10% .
m . 443.4 ? 1
q 6.530e+7 . 323;3 , 5316 597 5
; : 4995047 4.946e+7 :
-
I-I H‘ “ | | | || |||| |1 i1l el
I —
450 500 550 50D B20

A:quir?e Range m/fz
S13: MASS Spectrum of Nemrutolone (Compound 2)
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