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"H-NMR spectrum of epoxy-tuberostemonol (1)
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S2: 3C-NMR spectrum of epoxy-tuberostemonol (1)
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SPEC:
Samp:
Corm:
Mode:
Oper:
Base:
Noxrm:
Peak:

100

80

1536372 17-Nov-05
WST5-C132
Finnigan/MAT95//70eV/Tsou:200¢c/R:1000

EI +VE +LMR BSCAN (EXP) UP LR NRM
WANG_JRSIMM.CAS Client: S/N:SW01-0001
364.2 Inten : 678864

364.2 RIC : 3779254
1000.00 mmu

02:58.2
13:02:27

50 > 750

390

306

325

— E+05
6.79

S3: EI-MS spectrum of epoxy-tuberostemonol (1)



LIST: h6l786-cl 19-May-06 Elapse: 09:34.1
Samp: WST5-C132 Start : 15:39:03
Comm: Finnigan/MAT95//70eV/Tsou:200c/R:10000
Mode: EI +VE +LMR BSCAN (EXP) UP HR NRM
Oper: WANG_J@SIMM.CAS Client: S/N:SW01-0001 Inlet
Limt: 0) . -
{ 527) C25.H100.N.O7
Peak: 1000.00 mmu R+D: -2.0 > 60.0
Data: CMASS : converted
22209 (mrmu )
Mass Intensity FRA $RIC Delta R+D Composition
55,0187 * 35432 3.19 0.21 -0.3 2.5 C3.H3.0
55.0552 * 78321 7.05 0.46 -0.4 1.5 C4.H7
56.0499 * 26414 2.38 0.15 0.2 1.5 C3.H6.N
58,0405 * 63835 5.75 0.37 1.4 1.0 C3.H6.0
67.0541 * 37065 3.34 0.22 0.6 2.5 C5.H7
69.0340 = 70652 6.36 0.41 0.1 2.5 C4.H5.0
71.0496 * 34225 3.08 0.20 0.1 1.5 C4.H7.0
79.0554 * 29965 2.70 0.17 -0.6 3.5 C6.H7
82.00646 * 22935 2.07 0.13 1.0 2.5 C5.H8.N
-1.6 -2.0 €2.H10.03
91.0542 * 25846 2.33 0.15 0.6 4.5 C7.H7
99.0443 * 31456 2.83 0.18 0.3 2.5 C5.H7.02
120.0819 * 27408 2.47 0.16 -0.6 4.5 C8.HI0.N
138.0919 * 116452 10.49 0.68 0.0 3.5 C8.H12.N.O
-2.7 -1.0 C5.H14.04
166.0859 * 59859 5.39 0.35 0.9 4.5 (C9.H12.N.02
-1.7 0.0 C6.H14.05
215.1306 * 49563 4,46 0.29 0.4 7.0 C14.H17.N.O
-2.3 2.5 Cl1.H1%.04
216.1378 * 25278 2.28 0.15 1.1 6.5 C14.H18.N.O
-1.6 2.0 Cl1.H20.04
236u 1295 & 64474 5.81 0.38 =-0.8 5.5 (Cl3.H18:.N.03
237.1352 = TATEAT 10.58 0.68 1.3 5.0 (C13.H1%.N.O3
-1.4 0.5 (C10.H21.06
242.1528 * 26556 2,88 0.15 =-1.0 3.0 C13.H22.04
1.7 7.5 C€L6.H10.M.0
250.1444 * 53894 4.85 0.31 0.0 5.5 (€14.H20.N.03
-2.7 1.0 Cl1.H22.06
2601632 & 69516 6.26 0.40 -0.8 2.0 (C13.H24.05
1.9 6.5 Cl6.H22.N.02
270.1504 * S 91E 3.41 0.22 -1.0 8.5 ¢€17.H20.N.02
272.1640 * 22651 2.04 0.13 Il Feb CllaHaZa8.02
-1.6 3.0 Cl14.H24.05
AigLieg £ 953206 85.84 5.55 =-0.3 5.5 Cl6.H24.N.03
279.1798 * 170489 15,25 0..08 1.0 £.5 €l3.H2T7.06
288.1603 * 119647 19.77 0.70 -0.3 7:5 €17.HZ2.N.03
-3.0 3.0 Cl14.H24.06
2001745 # 41965 3.78 0.24 0.7 6.5 (€17.H24.N.03
-2.0 2.0 (C14.H26.06
3061711 F 372790 33+57 2.17 -0.6 6.5 Cl17.H24.N.04
0T, 178 & 66818 6.02 (.39 0.4 1.5 Cl1l4.H27.07
081811 ¥ 25562 230 0.15 2.4 1.0 C14.H28.07
33251863 # 30249 2.72 0.18 -0.1 7.5 (C19.H26.N.04
-2.8 3.0 cl6.H28.07
346,2007 = 41681 S0 0.24 1.1 7.5 C20.H28.N.04
=1.8 3,0 @17, 130, 0%
360.2163 * 25278 2.28 (6 B B 1.2 7.5 C21.H30.N.04
=1.5 3.0 €l8.H32.07%
364.2107 * 1110488 100.00 6.456 1.7 6.5 C20.H30.N.05
365.2148 # 208904 18.81 122
366.2168 * 34225 3.08 0.20 2.7 10.0 C24.H30.03
369, L9270 29042 2.62 0.17 1.3 10.0 C22.H27.N.04
-1.4 5.5 C19.H29.07
405,.2150 * 24923 224 0.15 0.1 8.0 C22.H31.N.06
448 2331 * 62344 BL.61 0.36 0.4 8.5 C24.H34.N.07

SA: HR-EI-M S spectrum of epoxy-tuberostemonol (1)
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WST5-C132 CDCL3 COSY-45

Solvent: CDC13
Temp. 25.0 C / 298.1 K
INOVA-600 "simmG00"

Relax. delay 1.000 sec
cosY 90-45

Acg. time 0.128 sec
Width 8000.0 Hz

2D Width 8000.0 Hz

4 repetitions

512 increments

OBSERVE H1, 589.6560002 MHz
DATA PROCESSING

Sq. sine bell 0.064 sec
F1 DATA PROCESSING

Sq. sine bell 0.024 sec
FT size 2048 x 2048

Total time 39 min, 59 sec
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tuberostemonol (1)

S6: *H-'H COSY spectrum of epoxy-
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S7: HSQC spectrum of epoxy-tuberostemonoal (1)
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WST5-C132 COCL3 ROESY

Solvent: CDC13
Temp. 25.0 C / 298.1 K
INOVA<600 *simm600™

Relax. delay 1.000 sec
Mixing 0.280 sec
Acq.

% 512 increments
OBSERVE  HI, 599.6559994 MHz
DATA PROCESSING
Gauss apodization 0.079 sec
F1 DATA PROCESSING

auss apodization 0.030 sec
FT size 2048 x 2048
Total time 1 hr, 43 min, 3 sec
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S8: ROESY spectrum of epoxy-tuberostemonol (1)
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S9: HMBC spectrum of epoxy-tuberostemonol (1)
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S10: *H-NMR spectrum of neotuberostemoeone (2)
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S11: *C-NMR spectrum of neotuberostemoeone (2)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

021-1301.D

Copy of SOPMSMSP.M
yye-5B-222

(uiv}

Acquisition Parameter

lon Source Type

ESI

Mass Range Mode Std/Normal

Capillary Exit

160.0 Volt

Accumulation Time 13092 us

Display Report

Acquisition Date 11/24/056 12:25:31

Operator
Instrument

lon Polarity Positive
Scan Begin 100 miz
Skim 1 40.0 Volt
Averages 3 Spectra

Administrator
esquire3000plus_01005

Alternating lon Polarity  off

Scan End 1750 mfz
Trap Drive 78.0
Auto MS/MS on

Intens.
x108]
1.5

1.04

021-1301.D: TIC +All MS)

N

021-1301.D: TIC +All MSn

400+

200

021 71301~.D: UV Chromatogram, 200.4 nm|

|

10 12 14 Time [min]

LiLL

(ST~

Livnntini il

3883

410.2

| 4623

+MS, 7.5min (#433)

o

a0 350 " 400 450 500

Bruker Daltonics DataAnalysis 3.0

550 500 650 miz

printed:  11/25/06

08:49:30 Page 1 of 1

S12: LC-MS spectrum of neotuberostemoeone (2)
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WST5-B222 CDCL3 ROESY

Solvent: pyridine
Temp. 25.0 C / 298.1 K
INOVA-500 "simm&00"

“ . | |
I v ,, |
felax. delay 1000 suc o w_c,c&e;ﬁg Cj U

Acq. time 0.171 sec

wWidth 8000.0 Hz
2D Width 8000.0 Hz 7
4 repetitions

2
2 % 512 increments (ppm) -
OBSERVE K1, 599.65560104 MHz w
DATA PROCESSING 1.0
Gauss apodization 0.062 sec = R
F1 DATA PROCESSING ==
Gauss apodization 0.019 sec —_—= —_—

FT size 2048 % 2048

2
Total time 1 hr, 40 min, 17 sec W -
_—

— T

3.0
F1 (ppm)

S13: ROESY spectrum of neotuberostemoeone (2)
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