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C.ANAL. Sucupira cristal cdcl3 junzdcanH3

Pulse Sequence: s2pul
Solvent: CDC13
Ambient temperature

File: jun2dcant3
INOVA-500  “nmrsun®

Relax. delay 0.200 sec
Pulse 33.6 degrees
cq. time 2.667 sec
width 6000.0 Hz
32 repetitions
H1, 300.0673535 MHz
DATA PROCESSING
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Figure S1. NMR'H (300 MHz, CDCL,) spectrum of 60i-acetoxy,7B-hydroxy vouacapan, 1.
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C.Anal. Sucupira Cristal cdcl3 jun26canCl

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
GEMINI-300BB "gemini"

PULSE SEQUENCE

Relax. delay 2.000 sec
Pulse 46.8 degrees

Acq. time 0.800 sec

Width 20000.0 Hz

593 repetitions

OBSERVE C13, 75.4520042 MHz
DECOUPLE H1, 300.0688576 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 4 hr, 7 min, 4 sec

240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

Figure S2. NMR"°C (75.45 MHz, CDCL,) spectrum of 60i-acetoxy,7[-hydroxy vouacapan, 1.

Central analitica sucupira cristal jun28canCOSY

Pulse Sequence: relayh n L

Solvent: CDC13
Ambient temperature F2

Ficeip,

GEMINI-300BB *gemini® 1 (ppm
PULSE SEQUENCE: relayh
Relax. delay 1.000 sec 1
cosY 90-180 1
Acq. time 0.197 sec ]
Width  2600.9 Hz — 1. . =
2D Width 2600.9 Hz P [~}
8 repetitions $
128 increments
OBSERVE K1, 300.0673530 MHz < 2 a
DATA PROCESSING —_—
Sq. sine bell 0.098 sec !
F1 DATA PROCESSING { 1
sine bell 0.049 sec -
FT size 1024 x 1024 37 - o 8
Total time 22 min, 7 sec
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Figure S3. NMR'H x 'H (500 MHz) (CDCL,) spectrum by COSY sequence of 60i-acetoxy,7[- hydroxy vouacapan, 1.
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Central analitica sucupira cristal jun28canHETCOR

Pulse Sequence: hetcor
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Figure S4. NMR'H (300 MHz) x NMR13C (75.45 MHz, CDCL,) spectrum by HSQC sequence of 60i-acetoxy,7[-hydroxy vouacapan, 1.

Central Analitica/Nary Ane AW-1164/06 CDC13/tri_res novzicanghMBC
Pulse Sequence: gHNBC
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Figure S5. NMR'H (500 MHz) x NMR13C (125.7 MHz, CDCL,) spectrum by HMQC sequence of 6a-acetoxy,7f-hydroxy vouacapan, 1.
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File#1: SUCUPCRI Mode = 2 (Mid-IR) 6/26/02 10:13 AM
Sample Description: Edna KBr

|Scans = 16 Res =4 cm-1 20 scans/min - Apod = Cosine
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Figure S6. IR spectrum (Bomem MB Serie Hartmann & Braun-Michelson) of 6a-acetoxy,7B-hydroxy-vouacapan, 1.

C.Anal. Sucupira Cristal cdcl3 jun26candDi

Pulse Sequence: dept

solvent: cdcl3
Anbient temperature
GEMINI-300BB *gemini®

PULSE SEQUENCE: dept
Relax. delay 2.000 sec

Pulse 90.0 degrees

Acq. time 0.800 sec |
Width 17030.9 Hz |
1248 repetitions | ‘
OBSERVE C13, 75.4520011 Miz

DECOUPLE H1, 300.0688576 MHz | ‘ |
Power 41 dB | ‘ | |
on during acquisition | ‘ | |
off during delay | I

WALTZ-16 modulated ‘ ‘

FT size 32768 1 I l
Total time 2 hr, 3 min, 58 sec | |
|
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Figure S7. NMR "“C (75.45 MHz, CDCL,) DEPT 135 and 90 spectrum of 60.-acetoxy,7B-hydroxy vouacapan, 1.
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C.ANAL. Sucupira cristal 78 cdcl3 jun2dcanH2
Pulse Sequence: s2pul

t: COCI3

Ambient temperature

ile: jun2dcant2

INOVA-500 “nmrsun*

Relax. delay 0.200 sec
s
time 2.667 sec
H:

OBSERVE  H
DATA PROCESSING

Total time 6 min, 8 sec

0wl
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Figure S8. NMR'H (300 MHz, CDCL,) spectrum of 60,,7-diacetoxyvouacapan, 2.

C.ANAL. Sucupira cristal 78 cdcl3 jun25canCl

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: jun25canCl
GEMINI-300BB "gemini®

PULSE SEQUENCE

Relax. delay 2.000 sec
Pulse 46.8 degrees

Acqg. time 0.800 sec

Width 20000.0 Hz

688 repetitions

OBSERVE C13, 75.4520041 MHz
DECOUPLE H1, 300.0688576 MHz
Power 41 4B

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 4 hr, 7 min, 4 sec
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Figure S9. NMR"C (75.45 MHz, CDCL,) spectrum of 60.,7B-diacetoxyvouacapan, 2.
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C.ANAL. Sucupira cristal 78 cdcl3 jun2ScanD1

Pulse Sequence: dept
Solvent: cdcl3

Am
File: ScanD.
INOVA-500 “nmrsun"

Relax. delay 2.000 sec

ons
OBSERVE  C13, 75.4520056 MHz
DECOUPLE H1, 300.0688576 MHz
Power 4

on during acquisition
off_during delay

WALTZ-16 modulated
DATA PROCESSING

Total time 1 hr, 57 min, 48 sec
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Figure S10. NMR"*C (75.45 MHz, CDCL,) DEPT 135 and 90 spectrum of 60.,7B-diacetoxyvouacapan, 2.

Central Analitica sucupira cristal/78 cdcl3 jun27canHETCOR1

Pulse Sequence: hetcor

Solvent: CDC13

Ambient temperature
File: jun27canHETCOR1
GEMINI-300BB “"gemini® ‘ ‘ |

PULSE SEQUENCE: hetcor
Relax. delay 1.000 sec |
Acq. time 0.071 sec J

width 14370.5 Hz
2D Width 2764.8 Hz
48 repetitions

128 increments F1 j
OBSERVE C13, 75.4520048 MHz i
DECOUPLE H1, 300.0685091 MHz — (me)j

Power 41 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Resol. -0.0_Hz
Gauss apodization 0.036 sec
F1 DATA PROCESSING

Gauss apodization 0.046 sec
FT size 2048 x 1024
Total time 1 hr, 59 min, 24 sec
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Figure S11. NMR'H (500 MHz) x NMR13C (125.7 MHz, CDCL,) spectrum by HETCOR sequence of 60,73-diacetoxyvouacapan, 2.
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Central Analitica sucupira cristal/78 cdcl3 jun27canCOSY1l

Pulse Sequence: relayh B, L T
Solvent: CDC13 1
Ambient temperature F2 1

GEMINI-300BB "gemini" (pm)_

PULSE SEQUENCE: relayh
Relax. delay 1.000 sec
COSsY 90-180
Acq. time 0.185 sec 1
width 2764.8 Hz
2D Width 2764.8 Hz 4
8 repetitions ~
128 increments

OBSERVE Hl, 300.0673434 MHz 27_

DATA PROCESSING |
8q. sine bell 0.093 sec ol

F1 DATA PROCESSING 4
Sine bell 0.010 sec 3

FT size 512 x 512 5 |

Total time 21 min, 54 sec ;l

g
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Mode = 2 (Mid-IR) 6/26/02 10:08 AM

Sample Description: Edna KBr

|Scans = 16 Res =4cm-1 20 scans/min Apod = Cosine
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Figure S13. IR spectrum (Bomem MB Serie Hartmann & Braun-Michelson) of 60.,73-diacetoxyvouacapan, 2.
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Furanoditerpenes from Pterodon pubescens Benth with Selective in vitro

Edna/Central Analitica AM0673/02 CDC13 setl9canH

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: setl9canH
GEMINI-300BB *gemini®

PULSE SEQUENCE

Relax. delay 0.200 sec

Pulse 33.6 degrees

Acq. time 2.667 sec ‘ 7
Width 6000.0 Hz

32 repetitions
H1, 300.0673581 MHz
i

OBSERVE
DATA PROCESSING

Line broadening 0.3 Hz

FT size 32768

Total time 1 min, 37 sec //
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Figure S14. NMR'H (300 MHz, CDCL,) spectrum of 7[-acetoxivouacapano, 3.

C.ANAL. Sucupira cristal 78 cdcl3 jun25canCl

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: jun25canCl
GEMINI-300BB "gemini®*

PULSE SEQUENCE
Relax. delay 2.000 sec

Pulse 46.8 degrees

Acq. time 0.800 sec

Width 20000.0 Hz

688 repetitions
OBSERVE C13, 75.4520041 MHz
DECOUPLE H1, 300.0688576 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 32768

Total time 4 hr, 7 min, 4 sec
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Figure S15. NMR"C (75.45 MHz, CDCL,) spectrum of 7[-acetoxivouacapano, 3.
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Edna/Central Analitica AM0673/02 CDC13 setl9canD

Pulse Sequence: dept

Solvent: cdcl3
Ambient temperature
GEMINI-300BB "gemini®

PULSE SEQUENCE: dept
Relax. delay 2.000 sec

Pulse 90.0 degrees

Acqg. time 0.800 sec

Width 20000.0 Hz

1248 repetitions

OBSERVE C13, 75.4520017 MHz

DECOUPLE H1, 300.0688576 MHz

Power 41 dB

on during acquisition 1
off during delay
WALTZ-16 modulated
DATA PROCESSING

Total time 2 hr, 4 min, 43 sec
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Figure S16. NMR"C (125.7 MHz, CDCL,) DEPT 135 and 90 spectrum of 7[-acetoxivouacapano, 3.

Central analitica sucupira cristal jun28canHETCOR

Pulse Sequence: hetcor |
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Figure S17. NMR'H (300 MHz) x NMR13C (75.45 MHz, CDCL,) spectrum by HETCOR sequence of 7B-acetoxivouacapano.

S9



S10 Furanoditerpenes from Pterodon pubescens Benth with Selective in vitro J. Braz. Chem. Soc.

Edna/Central Analitica AM0673/02 CDC13 setl9canCOSY |

Pulse Sequence: relayh R = i it

Solvent: CDC13 b |
Ambient temperature "
GEMINI-300BB "gemini* (pmr

PULSE SEQUENCE: relayh
Relax. delay 1.000 sec 4
COSY 90-180
Acqg. time 0.199 sec = 1
wWidth 2566.5 Hz -
2D Width 2566.5 Hz g
8 repetitions
128 increments =
‘OBSERVE H1, 300.0673519 NHz 2 <
DATA PROCESSING

8q. sine bell 0.100 sec

F1 DATA PROCESSING |
8ine bell 0.050 sec 3
FT size 1024 x 1024 B
Total time 22 min, 10 sec
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Figure S18. NMR'H x 'H(300 MHz) spectrum by COSY sequence of 7B-acetoxivouacapano, 3.
o~ Lkl AF
File # 1 : AM067302 Mode = 2 (Mid-IR) 18/09/02 15:08
Sample Description: Edna KBr
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Figure S19. IR spectrum (Bomem MB Serie Hartmann & Braun-Michelson) of 7(3-acetoxivouacapano, 3.
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Central Analitica AM1164/06 cdcl3/tri-res noviécanH

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature

File: novisca
INOVA-500 “inova500"

Relax. delay 0.010 sec
es

ons
H1, 399.8826715 MHz
0CESSING

Line broadening 0.2 Hz
FT size 6553
Total time 3 min, 30 sec

Figure S20. NMR'H (500 MHz, CDCL,) spectrum of compound 4.

Central Analitica Am1164/06 CDC13/bbsw nov23canC

Pulse Sequence: s2pul
Solvent: CDC13
Ambient temperature
User: 1-14-87
INOVA-500 "inova500"

Relax. delay 15.000 sec
45.0 degrees

3165 repetitions

OBSERVE  C18, 125.6955958 WHz

DECOUPLE H1, 499.8851633 WHz

Power 37 dB
acquisition

a;

Total time 22 hr, 11 min, 9 sec

L

Figure S21. NMR"C (125,7 MHz, CDCL,) spectrum of compound 4.
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