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A Concise Stereoselective Synthesis of Preussin, 3-epi-Preussin, and
Analogs

Myra Beaudoin Bertrand and John P. Wolfe*

Department of Chemistry, University of Michigan, 930 N. University Ave., Ann Arbor,
Michigan, 48109-1055

Supporting Information (continued).

'H and “C NMR spectra for compounds in Schemes 2-4 and Tables 1-2
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Data: C:\CLASS5-VF\Enterprise\Projects\Default\Data\Bertrand Data\HPLC.10002

03-07-200& 02-04-44 PM.dat

xno‘ - 2000
|
| Al .-« '
| /| |
| \ (
II |
4 1000 ( \ flee 2
2 | | | \ | F
[ \ [
[ I\ |
| [\ [
| \
! / 1 /
0 ——i- = to
! —
40 4.5 50 55 60 65 70 78 B0
Minutes
Detector 1 Chl-231nm
Results
Retention Time Area Area Percent
5.833 20480115 50,294
&.687 20241074 49.70&
Totals
40721139[ 100,000

CgHig

Derivative of racemic 9

HPLC trace (231 nm)
Chiral column (R,R) WHELK-O (Regis Tech.)
Solvent system= 5 % isopropanol/hexanes

Flow rate = 1 mL/min
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Data: C:\CLASS-VP\Enterprise\Projects\Default\Data\Bertrand Data\HPLC,10002

03-07-2008 12-59-50 PM.dat

2000‘ [

|
| [
‘ |I II|I i
: B "
© 1000 { lmo F
| |
/ \ ‘
| J \ |
o i .- by
5.0 55 6.0 65 70 7.5 8.0
Minutes
Detector 1 Chl-221nm
Results
Retentioin Tine Alea Area Feicent
5.825 30882444 98.585
Totals L
T i 31322845 | ~100.000
BocHN O~ “Ph
e, - -
CoHig

Derivative of (+)-9

HPLC trace (231 nm)

Chiral column (R,R) WHELK-O (Regis Tech.)

Solvent system= 5 % isopropanol/hexanes
Flow rate = 1 mL/min
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Data: C:\CLASS-VP\Enterprise\Projects\Default\Data\Bertrand Data\HPLC.10003
03-14-2006 10-57-46 AM.dat

20 AN /

o | ~20
{lI lll rI|| 1
1 i
Z [ f \ / '|||1I £
x | -4
E 10| | \ f | 10 =
i | \ |
| \ / \ I
[ / \ J
, / |
0 — e = — 0
7.0 75 8.0 85 20 95 100 105 110
Mmnutes
Detector 1 Ch2-254nm
Results
Retention Time Area Area Percent
86.408 355240 50.115
2.575 3538089 49,885
“Totals |
708848 100,000
?oc
H1gC1g
Ph

Racemic 11

HPLC trace (254 nm)
Chiral column (R,R) WHELK-O (Regis Tech.)
Solvent system= 2.5 % isopropanol/hexanes
Flow rate = 0.5 mL/min
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Data: C:\CLASS-VP\Enterprise\Projects\Default\Data\Bertrand Data\HPLC.10002
03-14-2006 11-26-35 AM.dat

|
30 - f |30
|
II II_ | TH
o | .I |I i au
2 [ 2
B ol i o %
| T L
= e — ——.0
70 75 BO 85 2.0 9.5 100 105 10
Minutes
Detector 1 Ch2-254nm
Results
netention Time Alea ALEa relcent
B.250 391868 98,086
8 422 Te4n 1.814
Totals | I |
| | 3995156 | 100.000 |
F}loc
N
H19Cyg
Ph
OTBS
(-)-11

HPLC trace (254 nm)
Chiral column (R,R) WHELK-O (Regis Tech.)
Solvent system= 2.5 % isopropanol/hexanes
Flow rate = 0.5 mL/min




