Unknown A08 and A11 in CDCI3
INOVA-600 1H spectra
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Unknown A08-145 in CDCI3
INOVA-600 HSQCAD
1H-13C 1-bond hsqc spectrum

1380x400 FT'd to 2048x1024
gaussian apodization

This data set makes
assignment of the
various —-CH2-
groups nearly trivial. 12
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Unknown A11 in CDCI3
INOVA-600 HSQCAD

1H-13C 1-bond hsqc spectrum

1200x400 FT'd to 2048x1024
gaussian apodization
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Unknown A08-145 in CDCI3
INOVA-600 (15 Feb 06)
1H NOESY1D spectrum

8 scans, 5s repetition, 0.8s mix
seduce selective rf at 1.18ppm

This spectrum confirms the

16 Me assignments, as well as
the 3 vs 2 assignments.
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Unknown A11 in CDCI3 N
INOVA-600 (15 Feb 06) we | |
1H NOESY1D spectrum 36 13 9
VN g
8 scans, 5s repetition, 0.8s mix 3/| | 18
seduce selective rf at 1.19 ppm \ 045\6/7
. 2 17
Confirms the 16(Me) and 3 vs 2 \ /
assignments. /1._
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Unknown A08-145 in CDCI3 11

INOVA-600 (15 Feb 06) 127 0
1H NOESY1D spectrum HaC ‘ ‘
\ 13 9
8 scans, 5s repetition, 0.8s mix /4/ N \(138
seduce selective rf at 1.21ppm 3 l l
. \ 07 N
This key spectrum suggests 15(Me) 5 17
is in an axial position. Only in this case \
would the large NOE to the axial 3b /1
proton be observed. Note also the lack of HB% z
a strong NOE to the 7a proton, which is (1)4"'
present in the A11 data, where 15(Me) is
equitorial.
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Unknown A11 in CDCI3
INOVA-600 (15 Feb 06)
1H NOESY1D spectrum

8 scans, 5s repetition, 0.8s mix
seduce selective rf at 1.35 ppm

15(Me) must be equitorial to produce
a strong NOE to 7a, and not show

an noe to the 3 protons (a 3D

structure makes this clear).
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