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Figure S1. LR ESI MS (top) and HR EI MS (bottom) data of diospentenol A (1)
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Figure S2. *H NMR spectrum of diospentenol A (1) (500 MHz, CD;0D)
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Figure S3.*3C NMR spectrum of diospentenol A (1) (125 MHz, CD3;0D)
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Figure S4. *H-'H gCOSY NMR spectrum of diospentenol A (1) (500 MHz, CD;0D)
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Figure S5. gHSQC NMR spectrum of diospentenol A (1) (500 MHz, CD3;0D)
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Figure S6. gHMBC NMR spectrum of diospentenol A (1) (500 MHz, CD3;0D)
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Figure S7. 1D NOE spectra of diospentenol A (1), irradiation of H-7 (upper) and H-11 (bottom) (500 MHz, CD3;0D)
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Figure S8. LR ESI MS (top) and HR EI MS (bottom) data of diospentenol B (2)
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Figure S9. *H NMR spectrum of diospentenol B (2) (500 MHz, CD3;0D)
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Figure S10. **C NMR spectrum of diospentenol B (2) (125 MHz, CD;0D)
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Figure S11. *H-'H gCOSY NMR spectrum of diospentenol B (2) (500 MHz, CD3;0D)
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Figure S12. gHSQC NMR spectrum of diospentenol B (2) (500 MHz, CD3;0D)
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Figure S13. gHMBC NMR spectrum of diospentenol B (2) (500 MHz, CD3;0D)
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Figure S14. 1D NOE spectra of diospentenol B (2), irradiation of H-7 (upper) and H-11 (bottom) (500 MHz, CD3;0D)
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Figure S15.'H NMR spectrum of 5-O-acetyldiospentenol A (3) (500 MHz, CDsCN)
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Figure $16.'H NMR spectrum of 4,5-dihydro-6-hydroxydiospentenol A (4) (500 MHz, CD3;0D)
(Arrows above the spectrum illustrate solvents mixed with 4.  A: ethyl acetate; B: butanol)
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ac-236A-0H=3 (500 WHZ, MeOD)
Sample: 0616-ac-296A-0H-3

Sample ID: s_27_0616-ac-296A-0H-3_0

_02
File: /home/SHS/vnmrsys/datasauto_2008.06.12_01/s_27_0616-ac-296A-0H-3_02/data/0616-ac-296A-0H~-3_Noesy_01.fid

Pulse Sequence: NOESY

Solvent: cd3od

Temp. 22.0 C / 295.1 K

Sample #27, Operator: SNS

File: 0616-ac-296A-0H-3_Noesy_01
VNMRS-500 “kist500"

Relax. delay 1.000 sec
Mixing 0.400 sec

Acq. time 0.128 sec

Width 4006.4 Hz

20 Width 4006.4 Hz

8 repetitions

2 x 256 increments
OBSERVE H1, 499.8475939 MHz
DATA PROCESSING

Gauss apodization 0.059 sec
F1 DATA PROCESSING

Gauss apodization 0.118 sec
FT size 4096 x 4036
Total time 1 hr, 44 min, 31 sec

Figure S17. NOESY spectrum of 4,5-dihydro-6-hydroxydiospentenol A (4) (500 MHz, CD30D)
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Figure S18. *H NMR spectrum of 5-O-methyldiospentenol A (5) (500 MHz, CD3;0D)
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Figure $19. *H NMR spectrum of 5-O-methyl-6-hydroxydiospentenol A (6) (500 MHz, CD;0D)
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Figure S$20. *H NMR spectrum of 5-O-methyl-6-hydroxydiospentenol A (6) (500 MHz, pyridine-ds)
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He-296A-0H2-pyr (500 NHz, Pyridine) 090506

Sample: Me-236A-0H2-pyr
Sample ID: s_27_We-296A-0H2-pyr_1

File: hone/suS/vmrsyS/dMA/auto 2009 04.28/5_27_Me-296A-0H2-pyr_10/data/Noesy_01.f1{d

Pulse Sequence: NOESY

Solvent: pyridin

Temp. 23.0 C/ZSGIK F2
Sdlple 27, Operator SNS

File: Noesy 01 (ppm
VNMRS=500 ~"kist500"

Relax. delay 2.000 sec
Mixing 0.400 sec

Acgqg. time 0.128 sec
width 5000.0 Hz 2.5

2D Width 5000.0 Hz

16 repetitions

2 x 512 increments

OBSERVE H1, 699 8456210 MHz
DATA PROCESSING

o afems

Gauss npodlzation 0.059 sec 3.0
F1 DATA PROCESSIN 2
Gauss apodlzauon 0.189 sec

FT size 8192 x 8192

Total time 11 hr, 35 min, 30 sec
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Figure S21. NOESY spectrum of 5-O-methyl-6-hydroxydiospentenol A (6) (500 MHz, pyridine-ds)
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Figure S$22.'H NMR spectrum of 4-deutro-5-hydro-6-hydroxydiospentenol B (7) (500 MHz, CD;0D)
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2!6b-oh Jjai-a (500 MHZ, methanol-d4)
20030625

Sample: 296B-OH-jai-4
Sample ID: s_35_296B-OH-jai-4_01

File: /home/SNS/vn-rsys/data/auto 2009.06.13/5_35_2968-0H-jai-4_01,/data/Noesy_01.fid

Pulse Sequence: NOESY

T T T
solvent: cd3od 1 | ¢
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2 %X 256 fincrements d v .
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DATA PROCESSING 1 3 .
Gauss apoMzation 0.059 sec i 1 ] 5
F1 DATA PROC :
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Figure S23. NOESY spectrum of 4-deutro-5-hydro-6-hydroxydiospentenol B (7) (500 MHz, CD3;0D)
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Figure S24.'H NMR spectrum of (S)-MTPA ester of 6 (500 MHz, pyridine-ds)
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molar ellipticity ([8])

CD spectra of diostentenols A and B
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Figure S25. CD spectrum of diospentenols A (1) and B (2)
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Diospentenol A (1)

30.10- : :
u'DD-'''|'"|"'|"'|n"'|"'|"'|' == ,,,, )
0.00 200 4.00 6.00 8.00 10.00 12.00 14.00
C8/uUVv Lux celluose-1/UV Lux celluose-1/CD
Diospentenol B (2)
0.04- N
3D.DE- : o
e -
u'DD"'|"'|"'|"'|"'|"'|"'|' R B
0.00 200 4.00 6.00 8.00 10.00 12.00 14.00
C8/uUVv Lux celluose-1/UV Lux celluose-1/CD

Figure S26. HPLC results using reverse phase column (C8) and chiral column (Lux cellulose-1) (300 nm)
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Figure S27.*H NMR spectrum of diosphenol - containing fraction (500 MHz, CDCl5)
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