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3C-NMR (125 MHz, CDCl3) Spectrum of Compound 1
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HSyanz1
Archive directory: sexport/home/vnmrl/vmrsys/data
sample directory: auto_130ct2004

Pulse Sequence:

Solvent: cdcl3
Ambient temperature

gcosy

ile: yun.0187 3 . .
INOVA-500  "unknown"

Relax. delay 1.000 sec

Acg. time 0.171 sec W

width  §000.6 Hz N WPV L VARV AN

2D Width 6000.6 Hz
16 repetitions

256 _increments
OBSERVE  H1, 499.5727062 MHz
DATA PROCESSING

Sq. sine bell 0.085 sec
F1 DATA PROCESSING

Sq. sine bell 0.021 sec
FT size 4096 x 4096
Total time 1 hr, 22 min,

a2

34 sec
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S3: COSY (500 MHz) Spectrum of Compound

Hsyanz1

Archive directory: /export/home/vnmri/vnmrsys/data
Sample directory: auto_130ct2004

Pulse Sequence:
Solvent: cdcl3
Ambient temperature

user: 1-14-87 2 IS
File: yun.0188

INOVA-500  "unknown"

gHSQC

Relax. delay 1.000 sec
sec

16 repetitions
x 256 increments
OBSERVE ~ H1, 489.5727062 MHz
DECOUPLE C13, 125.6270486 MHZ
ower 40 dB
on during acquisition

S

F1
(ppmy
20 .. .

Total time 2 hr, 50 min, 39 sec
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SA: gHSQC (500 MHz) Spectrum of Compound 1



hsyan-21

Archive directory: /export/home/vnmrl/vnmrsys/data
Sample directory: auto_ 130ct2004

Pulse Sequence: gHMBC

Solvent: cdcl3
Ambient temperature
User: 1-14-87
File: yun.0287
INOVA-500 ‘“unknown"

Relax. delay 1.000 sec
Acg. time 0.171 sec
width =~ 6000.6 Hz

2D Width 30143.2 Hz

128 repetitions

256 increments

0BS| H1, 499.5661963 MHZ
DATA PROCESSING

Total time 11 hr, 38 min, 21 sec
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S5: HMBC (500 MHz) Spectrum of Compound 1
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S6: 1D-GOSY (500 MHz) Spectrum of Compound 1

Irradiation on

1A /A rAN

Irradiation on

1L Aa_ /A AN

Irradiation on

1 Aal. /a AN

Irradiation on
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Irradiation on
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AST Center BNU

Sanple: hsyan-20 Solvent:cdcld

Avance 500 Bruker,

Spectrum: gqiu-c 3
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Compound 6
21-hydroxy-16-deacetyl-12-epi-scalarafuran acetate
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S7: 'H-NMR (500 MHz, CDCl3) Spectrum of Compound

Avance DRX 500 Bruker,

CDCl 3
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S8: COSY (500 MHz) Spectrum of Compound 2
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Avance DRX 500 Bruker, A&T Center BNU
Sanpl e: hsyan20 Sol vent: CDCl 3
Spectrum qiu-g 12 HMQC
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S9: HMQC (500 MHz) Spectrum of Compound

Avance DRX 500 Bruker, A&T Center BNU
Sanpl e: hsyan20 Sol vent: CDCl 3
Spectrum qiu-g 13 HVBC
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S10: HMBC (500 MHz) Spectrum of Compound 2
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Acqg. File: MT20030324143242.wiff

Workstation: QSTAR

Printing Date:

2003

Monday, March 24,

+TOF MS: 1.033 to 1.067 min from MT20030324 143242 wiff
8=3.56306521041048500e-004, t0=5.01928076571639390e+001, subtracted ...

Max. 262.3 counts
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S11: HR-MS Spectrum of Compound 2
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Compound 3, white amorphous, [0]*p=+43.2 (c=0.60, CHCl3); ESI-MS: m/z. 445
[M+H]". *H-NMR (CDCls): 1 6.82 (1H, br s, H-16), 5.69 (1H, d, J = 5.5Hz, H-19), 4.91 (1H,
br s, H-12), 2.11 (3H, s, COCH3), 0.95 (3H, s, CH5-24), 0.88 (3H, s, CH3-21), 0.87 (3H, s,
CH3-23) , 0.84(3H, s, CH3-22) , 0.82 (3H, s, CH4-25): *C-NMR (CDCl3); dc 171.3 (s, CO),
167.8 (s, C-20), 135.2 (d, C-16), 128.1 (s, C-17), 98.3 (d, C-19), 74.6(d, C-12), 56.4 (d, C- 5),
52.4 (d, C-9), 50.6 (d, C-18), 49.8 (d, C-14), 41.9 (t, C-7), 41.4 (t, C-3), 39.7(t, C-1), 37.8 (s,
C-8), 37.2 (s, C-10), 36.8 (s, C-13), 33.28 (s, C-4), 33.25 (q, C-21), 24.2 (t, C-15), 22.3 (t, C-
11), 26.7 (q, C-25), 22.3 (t, C-15), 21.4 (q, C-22), 21.3 (g, COCH3), 18.4 (t, C-6), 18.0 (t, C-
2),16.3 (g, C-23), 16.0 (t, C-24), 15.0 (q, C-25).
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Compound 4, white amorphous, [0]®p=+52.0 (c=0.40, CHCls); ESI-MS: m/z. 446
[M+NH4]", 429[M+H]*. 'H-NMR (CDCl3): 6 7.38 (1H, s, H-19), 7.00 (1H, s, H-20),
5.38(1H, br, s, H-12), 4.74 (1H, dd, J = 10.0, 7.0 Hz, H-16), 1.92 (3H, s, COCHs), 1.33 (3H, s,
CH3 -25), 0.95 (3H, s, CH3-24), 0.88 (3H, s, CH3-21), 0.85 (3H, s, CH3-23) , 0.84 (3H, s,
CHs-22). C-NMR (CDCls): dc 170.7 (s, CO), 138.5(d, C-19), 135.5 (d, C-20), 131.7(s, C-
18),125.9 (s, C-17), 74.9 (d, C-12), 66.8 (d, C-16), 56.7 (d, C-5), 52.8 (d, C-14), 49.9 (d, C-9),
41.9 (t, C-7), 415 (t, C-3), 39.7 (t, C- 1) ,38.8 (s, C-13), 37.6 (5, C-10), 36.9 (s, C-8), 33.3 (s,
C-4), 33.2 (q, C-21), 29.7 (t, C-11), 26.7 (q, C- 25), 22.2 (t, C-15), 21.3 (q, COCH3), 21.3 (q,
C-22), 18,5 (t, C-6), 18.1 (t, C-2), 17.5 (q, C- 24), 16.0 (g, C-23).

S12: Fundamental structural data for compounds 3 and 4



