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Comparison of '"H NMR data for key synthetic intermediates:
The stereochemistry of the ABC ring sector was checked by comparison of chemical
shifts and coupling constants for diagnostic resonances with the published data for thyrsenols
A (5) and B (6),* for the synthetic intermediates 16 (A ring), 29 (AB rings), 31 (ABC rings),
and final synthetic compound 7 (ABCD rings). The only substantial discrepancy (compound
7, H18) was attributed to differences in hydrogen bonding environment of the C18 alcohol
with the diol of § and 6 vs. the alkene in 7.

27

5, thyrsenol A: R' = CH,OH, R2 = OH
6, thyrsenol B: R' = OH, R2 = CH,OH

All values 6 (ppm) were determined in CDCl; at 400 MHz (except 7, at 600 MHz). Coupling
constants J [in brackets] are given in Hz.

*

*

16 29 31 7 5 6

Hl 1.28 1.27 1.28 1.28 1.27 1.28

H25 1.42 1.40 1.41 1.41 1.40 1.41

H3 3.88 3.91 3.91 3.91 3.89 3.90
[12.6, 4.2] [12.0,4.4] [12.0,4.0] [12.6,4.2] [12.4,4.0] [12.3,4.4]

H26 1.17 1.20 1.21 1.22 1.21 1.22

H7 3.25 3.04 3.08 3.10 3.08 3.09
[7.8,3.0] [12.4,3.6] [10.6,2.6] [11.4,1.8] [11.2,2.3] [11.3,2.3]

H27 (n/a) 1.19 1.10 1.13 1.07 1.08

HI11 (n/a) 3.38 3.33 3.36 3.31 3.29
(8.0, 6.8] [11.0,5.6] [10.8,6.0] [10.6,6.0] [10.6, 6.0]

H13 (n/a) (n/a) 4.61 4.93 5.02 4.85
[5.6,2.0] (obscured) [5.5,2.0] [5.4,2.0]

HI18 (n/a) (n/a) (n/a) 3.54 3.92 4.03
[10.2, 2.0] [7.0,7.0] [7.0,7.0]

H29 (n/a) (n/a) (n/a) 1.22 1.23 1.30

H22 (n/a) (n/a) (n/a) 3.76 3.77 3.79
[10.5,5.7] [9.5,6.0] [10.3, 4.9]

H24 (n/a) (n/a) (n/a) I.11 1.12 1.12

H30 (n/a) (n/a) (n/a) 1.13 1.21 1.24

* 'H NMR values in CDCl; from: M. Norte, J. J. Fernandez, M. L. Souto, J. Gavin, and M. D.
Gracia-Gravalos, Tetrahedron, 1997, 53, 3173.
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"H and *C NMR spectra for compound 16:

ring A with TES

expl Proten i Opc |
OTES |
SAMPLE SPECIAL Br

date  Jun 11 2007 temp i1.o |
solvent cdeld  gain not used
tile exp  spin z0 i

ACQUISITION hst 0.008
W 6410.3 pwio 11.000 |
at 2.300 alfa 6.600 |
np 29488 FLAGS | |
fh 4000 il n
bs 18 im n ‘
41 1.500 dp ¥
nt 16 hs= nn |
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TRANSMITTER 1b 0.20
£n H1L fn 32768 :
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"H and *C NMR spectra for compound 29:

expl FProten

BAMFLE BPHECIAL
date RAug 8 2007 temp 31.0
solvent edeld  gain not used
file exp  spin 20
ACQUISITICN hst 0.008
aw 6410.3  pwsD 11.000
at 2.300 alfa E.600 |
np 29488 FLAGS |
fb 4000 il n
bs i6 in n |
a1 1.500 dp ¥
nt 16 hs nn ‘
ek 16 FROCESSING
TRANSMITTER 1% 0.20
tn HL fn 32768
sfrg 399.790 DISELAY
tof 199.4  ep ~200.1 |
tpwT 80 wWp 4357.7
bid 5.500 zfl a702.0
DECOUBLER cfp 2906.5
an €13 rp 179.9
dof o 1p -27.9 f
am rnn BLOT
Smm e we 250
dpwr 42 s o |
amf 32000 ws 112z | i
th 2 (
ai =de ph
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SAMPLE SPECIAL |
date Aug 8 2007 temp 3.0
solvent cdeld  gain s0
£ile exp  spin not used
ACGUISITION hst 0.008
e 24509.8  pwa0 16.000
at 2.500 alfa 10.000
np 122550 FLAGS
fb 17000 41 n
bs 16 in n
a1 2.500 dp
nt 10000 hs nn
ct 178 FRCCESSING
TRANSMITTER 1B 2.00
tn €13 fan 65536
efry 100.537 DISELAY
taf 1042.7 =p -1005.7
tpwr 60 wp 21110.2
8.000 rfl Sd6d.2 =
DECCUPLER rfp TTE2.T =
dn Hl rp -28.5 a
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"H and *C NMR spectra for compound 31:

expl Froton

SRAMELE SPECTAL
date  Mar 13 2007 temp 31.0
solvent cdeld  gain not used
file exp  spin 20 |
ACQUISITICN hst 0. 008 |
5w §410.3 Wil 11.000
at 2.300 alfa 6600
np 294880 FLAGS ¥
£ 4000 i1 n 1
b= 16 in n
a1 1.500 dp ¥ 1
nt 16 hs nn |
=t 16 PROCESSING |
TRANSMITTER 1b 0.20
tn Kl fn 32768
sfrg 383,780 DISFLAY i
tof 33%.4 sp -200.1 I
tpwr 50 wp 4337.7
B 5.300 rf£l 3702.0 I
DECCUPLER rip 2906.5 | ‘
dn ci3 rp 74,8 ‘ |
dof 8 1p -z8.8 W
am non BLOT o
dmmn e we 250 1 s
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"H and *C NMR spectra for compound 7:

Standard Proton Parameters
cepl sZpul
SAMPLE DEC, W
date Fech 8 2007 dfryg 599,734
solvent €dci3 dn HL
file exp  dpwr o
ACQUISITION dof a
sfrg 599.734 dnm nnn
m dmm
at i it 200 |
np z4928 dseq
(5 7RO4.1 dres 1.0
Th 4000 homo n ‘
i 16 PROCESSING
tpwe 56 1b 0.z |
pw 5.0 wtfile
proc L
fn not used |
nath f i
werr react |
wenp procplot
whs tesisn
wnt
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