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Scheme S1. Synthesis of fragment 5
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Scheme S2. Synthesis of fragment 9
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Scheme S3. Synthesis of fragment 14
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Table S1. Chemical shifts in ppm of relevant protons in pairs of Mosher esters and

subtraction results. Top, Mosher esters of SR-4. Bottom, Mosher esters of SS-4

OMTPA 46
P 11 17 21 =
12 S 4 R~ 0
OMTPA
H1 3 4 5 6 11 14 17 18

d S-MTPA 2.632 6.023 5490 5998 2.036 2214 6.210 2204 1.487
O R-MTPA 2.591 6.008 5.601 6.057 2.077 2.190 6.214 2.233 1515

d(dS - 0R) 0.041 NA -0.111 -0.059 -0.041 0.024 NA -0.029 -0.027

OMTPA 46
P 11 17 21 =
12 8 4 s .
OMTPA
H1 3 4 5 6 11 14 17 18

0 S-MTPA 2.628 6.026 5494 5992 2.036 2185 6.210 2.230 1.516

d R-MTPA 2590 6.001 5594 6.053 2.074 2219 6.208 2204 1.492

d(dS - 0R) 0.038 NA  -0.100 -0.061 -0.037 -0.034 NA 0.026  0.024

The protons were assigned by COSY and TOSCY spectra. NA = does not apply; the protons
on the carbon bearing the Mosher ester are not used in the Mosher subtraction.
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Expansiorof 1H NMR (CDCI3) of petrocortynéA
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Expansiorof 1H NMR (MeOD) of petrocortyneéA
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BS5P151 SS+S CDC13 TOCSY 700 OSMTPA

Current Data Parameters

NAME Bin_BSSP151
EXPNO 5
_ L N L. 333 PROCNO 1
B F2 - Acquisition Parameters
a w‘c Date_ 20081008
L Time 11.19
- INSTRUM spect
r PROBHD 5 mm PATXI 1H-
B PULPROG mlevetgp
B D 3072
! L SOLVENT cDpCl3
- NS 16
—1 DS 16
B SWH 5933.544 Hz
N FIDRES 1.931492 Hz
ﬂ @ o r 20 0.2589172 sec
F RG 645
r DW 84.267 usec
N DE 6.50 usec
B TE 295.0 K
— DO 0.00000300 sec
@ @ F N D1 2.00000000 sec
i o - DY 0.12000000 sec
d [ ! r D11 0.03000000 sec
L D12 0.00002000 sec
N f - D16 0.00020000 sec
F INO 0.00016855 sec
B Ll 66
{ C “w ======== CHANNEL f1l ========
- NUC1 1H
] r Pl 6.89 usec
f r P2 13.78 usec
N P5 17.34 usec
3 L P6 26.00 usec
+ P7 52.00 usec
F P17 2500.00 usec
—4 PL1 2.40 dB
N PL10 13.94 dB
L PL1W 13.05232048 W
- PL10OW 0.91556209 W
r SFO1 700.1327424 MHz
N ====== GRADIENT CHANNEL =====
L GPNAM1 SINE.100
— m GPNAM2 SINE.100
— [} 3 GPz1 30.00 %
B GPZ2 30.00 %
ﬂ i . ) B 8 0fg r P16 1000.00 usec
b k) -
F Fl - Acquisition parameters
r NDO 1
r ™ 256
SFO1 700.1327 MHz
== g ' UL e -6 FIDRES 23.177950 Hz
— 1] - SW 8.475 ppm
' r FnMODE Echo-Antiecho
L F2 - Processing parameters
L SI 4096
- SF 700.1300209 MHz
r WDW QSINE
' WN SSB 2
] L LB 0.00 Hz
@ - GB 0
_ 3 PC 1.00
N Fl - Processing parameters
L SI 1024
- MC2 echo-antiecho
—8 SF 700.1300201 MHz
S B L L L L L L L L B L L BRI B WDW OSINE
SSB 2

8 7 6 5 4 3 2 1 0 ppm =& e



BS5P150 SS+R CDC13 TOCSY 700 OfMTPA

Current Data Parameters

; NAME Bin_BS5P150

EXPNO 2

L —xx L ; “UU—.: PROCNO 1

% B F2 - Acquisition Parameters
L o Date_ 20081023
L Time 11.19
- INSTRUM spect
r PROBHD 5 mm PATXI 1H-
r PULPROG mlevetgp
N TD 4096
L SOLVENT CDC13
! & L NS 16
—1 DS 16
B SWH 5813.954 Hz
0 N FIDRES 1.419422 Hz
q @ m @ 4 L AQ 0.3523060 sec
| } - RG 406

r DW 86.000 usec
r DE 6.50 usec
C TE 293.7 K
— DO 0.00000300 sec
@a ® D,% @g - N D1 2.00000000 sec
[} g o 3 D9 0.06000000 sec
q 4 i] r D11 0.03000000 sec
N D12 0.00002000 sec
N b L D16 0.00020000 sec
- INO 0.00017200 sec
F Ll 30
\ L
PR ] X I w ======== CHANNEL fl ========
L NUC1 1H
B - Pl 8.06 usec
F P2 16.12 usec
r P5 17.34 usec
J N P6 26.00 usec
L P7 52.00 usec
L P17 2500.00 usec
—4 PLL 2.40 dB
B PL10 12.57 dB
N PL1W 13.05232048 W
L PL10W 1.25512731 W
L SFO1 700.1327375 MHz
M ====== GRADIENT CHANNEL =====
N GPNAM1 SINE.100
- m GPNAM2 SINE.100
- ] ) - GPZ1 30.00 %
F GPZ2 30.00 %
—_— ! i 8 C P16 1000.00 usec
— i 1 0 J C
pu— o L F1 - Acquisition parameters
. L NDO 1
F TD 256
r SFO1 700.1327 MHz
A i oW ) ) i —6 FIDRES 22.710829 Hz
5 b L SW 8.304 ppm
L FnMODE Echo-Antiecho
r F2 - Processing parameters
B SI 4096
L SF 700.1300215 MHz
L WDW QSINE
=7 SSB 2
— r 1B 0.00 Hz
N GB 0
% r BC 1.00
.lh ﬁ ! r Fl - Processing parameters
r SI 1024
MC2 echo-antiecho
SF 700.1300176 MHz
SR B L B L L B L L L L L L B LR WDW QOSINE
SSB 2
LB 0.00 Hz

GB 0



BS5P149 SR+S CDC1l3 TOC
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Current Data Parameters

NAME Bin_BS5P149
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20081021

Time 17.44
INSTRUM spect
PROBHD 5 mm PATXI 1H-
PULPROG mlevetgp

D 4096
SOLVENT CDC13

NS 16

DS 16

SWH 5933.544 Hz
FIDRES 1.448619 Hz
AQ 0.3452063 sec
RG 645

DW 84.267 usec
DE 6.50 usec
TE 293.0 K
DO 0.00000300 sec
D1 2.00000000 sec
D9 0.06000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00016855 sec
Ll 30
======== CHANNEL fl ========
NUC1 1H

Pl 8.09 usec
P2 16.18 usec
P5 17.34 usec
P6 26.00 usec
P7 52.00 usec
P17 2500.00 usec
PL1 2.40 dB
PL10 12.54 dB
PL1W 13.05232048 W
PL10W 1.26382732 W
SFO1 700.1327585 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100

GPZ1 30.00 %
GPZ2 30.00 %
P16 1000.00 usec
F1 - Acquisition parameters
NDO 1

TD 256
SFO1 700.1328 MHz
FIDRES 23.177950 Hz
SW 8.475 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters

SI 4096
SF 700.1300215 MHz
WDW QSINE
SSB 2
1B 0.00 Hz
GB 0
PC 1.00
Fl - Processing parameters
SI 1024
MC2 echo-antiecho
SF 700.1300227 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0



BS5P148

TOCSY 700 SR+R

=
= o

Current Data Parameters

NAME Bin_BS5P148
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20081022

Time 13.45
INSTRUM spect
PROBHD 5 mm PATXI 1H-
PULPROG mlevetgp

TD 4096
SOLVENT CDC13

NS 16

DS 16

SWH 5813.954 Hz
FIDRES 1.419422 Hz
AQ 0.3523060 sec
RG 645

DW 86.000 usec
DE 6.50 usec
TE 292.8 K
DO 0.00000300 sec
D1 2.00000000 sec
D9 0.06000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00017200 sec
Ll 30
======== CHANNEL fl ========
NUC1 1H

Pl 6.85 usec
P2 13.70 usec
P5 17.34 usec
P6 26.00 usec
P7 52.00 usec
P17 2500.00 usec
PL1 2.40 dB
PL10 13.99 dB
PL1W 13.05232048 W
PL10OW 0.90508169 W
SFO1 700.1327760 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100

GPZ1 30.00 %
GPZ2 30.00 %
P16 1000.00 usec
Fl - Acquisition parameters
NDO 1

TD 256
SFO1 700.1328 MHz
FIDRES 22.710831 Hz
SW 8.304 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters

SI 2048
SF 700.1300209 MHz
WDW QSINE
SSB 2
1B 0.00 Hz
GB 0
PC 1.00
Fl - Processing parameters
SI 1024
MC2 echo-antiecho
SF 700.1300213 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
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