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General Methods

NMR was performed in (D)-chloroform at 300 K unless otherwise stated on a 300
MHz spectrometer. Low and high resolution mass spectra (LSIMS) were also measured
at 70 eV; all spectra were acquired using water/methanol/acetic acid (0:99:1 or 50:50:1)
mixtures as the mobile phase. Flash column chromatography was carried out using silica
gel 60 particle size 0.040-0.063 pm (230-400 mesh ASTM). HPLC analysis was carried
out on an instrument using a photodiode array detector. The HPLC samples were eluted
with pH controlled buffers. Buffer A consisted of 0.1% TFA:water (pH 2). Buffer B
consisted of 90% acetonitrile:water containing 0.1% TFA (pH 2). Ethyl acetate and
hexane used for chromatography were distilled prior to use. TLC was performed on
kieselgel 60 F2s4 plates and visualized with a UV lamp. For dry solvents, procedures from
Perrin and Armarego were followed. All other reagents and solvents were purified or

dried as described by Perrin and Armarego.

*Perrin, D. D.; Armarego, W. L. F., Purification Of Laboratory Chemicals; 3rd Ed.;
Pergamon: Oxford, 1988.



"H NMR of Natural Petriellin A 1
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'H NMR of Synthetic Petriellin A 1
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Overlaid HPLC Trace of Natural and Synthetic Petriellin A 1
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HPLC Trace of Synthetic Petriellin A 1
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'H NMR Spectrum of Compound 9
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C NMR Spectrum of Compound 9
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'H NMR Spectrum of Compound 10
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C NMR Spectrum of Compound 10
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Current Data Parameters

NAME mms04
EXPNO 240
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050228
Time 17.30
INSTRUM spect
PROBHD 5 mm PHDUL 13C
PULPROG dept135
0 32768
SOLVENT DMSO
NS 98
0s 8
SkH 16556.291 Hz
FIDRES 0.505258 Hz
AQ 0.9896436 sec
RG 14596.5
oW 30.200 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000
D1 1.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001273 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
p2 20.00 usec
PL1 -1.00 dB
SFO1 75.4737564 MHz
CHANNEL 2 =======
CPDPRG2 waltz16
NuCc2 H
P3 B.00 usec
nd 16.00 usec
PCPD2 100.00 usec
pL2 -2.25 dB
PL12 19.00 dB
SF02 300.1314000 MHz

F2 - Processing parameters

SI 16384
SF 75.4677475
WOW EM
SSB 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

CX 20.00
cy 0.00
1P 138.910
£1 10483.24
FaP 5.037
F2 380.12
SPMCM 6.69367
HZCM 505.15598
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