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Current Data Parameters

NAME Wsx-0705-trun03
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705

Time 14.46
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT cDC13

NS 13

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 161.3

DW 81.000 usec
DE 6.00 usec
TE 673.2 K

D1 2.00000000 sec
======== CHANNEL f{ ========
NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300061 MHz
WDW EM

55B 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
cY 8.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
Fep -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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Current Data Parameters

NAME wsx-0914-bingtr
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050915

Time 14.15
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT CDC13

NS 15

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 181

DW 81.000 usec
DE 6.00 usec
TE 673.2 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NuC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300064 MHz
WDW EM

558 0

LB 0.30 Hz
68 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm

cY 8.00 cm

F1P 11.000 ppm

F1 3301.43 Hz

FepP -1.000 ppm

F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm



ppm
7.23993

7.23372
7.21817
7.21236
7.20474
7.19770
7.19322
7.18692
7.18061
7.17345
7.16258
7.14522
7.11661
7.11140
7.09050
4.82534
4.80552
4.78585
4.35496
3.69465
3.66874
3.65377
3.63779
3.16680
3.14554
3.12135
3.11264
3.10096
3.08869
2.88233
2.87202
2.86681
2.85132

%
%
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1.000
1.016
6.295
2.181
4.006

Integral
10.333

Current Data Parameters
NAME wsx-1230-trun18

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20061230

Time 16.10
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

0 65536
SOLVENT CDC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094130 Hz
AQ 5.3084660 sec
RG 50.8

DW 81.000 usec
DE 6.00 usec
TE 297.7 K

01 2.00000000 sec
======== CHANNEL f1 ========
NUC1 1H

P1 9.30 usec
PLY -1.00 dB
SFO1 300.1318534 MHz

F2 - Processing parameters

51 32768

SF 300.1300179 MHz
NDW EM

558 0

LB 0.35 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
cY 6.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FeP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm



iding

Current Data Parameters
NAME Wsx-0914-iding

SBB2TRB9388 $BSNS3ILIBE8ER55858 8 EXPID 10
= TEEII828r FBURRE58SI225585588 S PROCNO :
a NS SIS S SIS S S~ T OOOOAUNNUNNUNNNNNO O OO o
! F2 - Acquisition Parameters
Date_ 20050915
Time 14.42
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930
0 65536
SOLVENT CDC13
NS 16
DS 2
SWH 6172.839 Hz
H FIDRES 0.094130 Hz
AQ 5.3084660 sec
/_——\ RG 228.1
\ Y Pd\\——_jSD DW 81.000 usec
N DE 6.00 usec
TE 673.2 K
D1 2.00000000 sec
======== CHANNEL f{ s==s=====
Nuc1 1H
P1 9.30 usec
PL1 -1.00 dB
3d SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1300063 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMR plot parameters
Cy 6.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FapP -1.000 ppm
:'i“ 2 S 2129 3 9 > F2 -300.13 Hz
§ = = S Y I X PPMCM 0.54545 ppm/cm
2 . HzCM 163.70728 Hz/cm
=] 0 ~ ~|< < -~ ©

ppm 10 8 6 4 2 0



Current Data Parameters
NAME wsx-0922-trun19

2858858 S IE8288s38982855893958b38888 EXPNO 10
= £8n385: N ERE3900058030 5 8RN nse88538 PRoCNO 1
NN NN~~~ TSI O OO MO AUUAUQN S o oo oo oo oo oo oo~ O F2 - Acquisition Parameters
Date_ 20060922
Time 16.53
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 65536
SOLVENT CcDC13
OH NS 11
DS 2
o) f’\O SHH 6172.839 Hz
N FIDRES 0.094130 Hz
[\\| /N AQ 5.3084660 sec
RG 101.6
DW 81.000 usec
DE 6.00 usec
TE 301.4 K
D1 2.00000000 sec
3e ======== CHANNEL f1 ========
NUC1 1H
P 9.30 usec
PLY -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
51 32768
SF 300.1300060 MHz
WDW EM
558 0
LB 0.30 Hz
5B 0
PC 1.00
1D NMR plot parameters
b l CX 22.00 cm
* oY 6.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FepP -1.000 ppm
- (V) o n @ @ (O] | -
g 2 g B g8 IMIE - 0 34543 poncn
® R . HZCM 163.70728 Hz/cm
=1 le) ~ [(e] ~ <~ w|[<] |0

ppm 10 8 6 4 2 0
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Current Data Parameters

NAME wsx-0911-01
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060911

Time 16.27
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

™ 65536
SOLVENT CDC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.0941380 Hz
AQ 5.3084660 sec
RG 128

DW 81.000 usec
DE 6.00 usec
TE 302.8 K

D1 2.00000000 sec
======== CHANNEL f{ ========
NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300063 MHz
WOW EM

5SB 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

cX 22.00 cm
cYy 10.00 cm
FiP 11.000 ppm
F1 3301.43 Hz
FeP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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Current Data Parameters

MHz

Hz

NAME Wsx-0403-trun
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20060404
Time 8.39
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930
0 65536
SOLVENT CDC13
NS 16
DS 2
SWH 6172.839
FIDRES 0.0941380
AQ 5.3084660
RG 181
DW 81.000
DE 6.00
TE 294.7
D1 2.00000000
======== CHANNEL f1 ====
NUC1 1H
P1 9.30
PL1 -1.00
SFO1 300.1318534
F2 - Processing parameters
SI 32768
SF 300.1300072
WDW EM
SSB 0
LB 0.30
GB 0
pC 1.00

1D NMR plot parameters

CX 22.00
cY 10.00
FiP 11.000
F1 3301.43
Fap -1.000
F2 -300.13
PPMCM 0.54545
HZCM 163.70728
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Current Data Parameters

NAME yt-20Snc12
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060320
Time 16.05
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

™ 65536
SOLVENT chC13

NS 5

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 322.5

DW 81.000 usec
DE 6.00 usec
TE 299.9 K
D1 2.00000000 sec

======== CHANNEL f{ ========

NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
5F01 300.1318534 MHz

F2 - Processing parameters

51 32768

SF 300.1300061 MHz
NDW EM

558 0

LB 0.30 Hz

5B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm

cY 8.00 cm
Fip 11.000 ppm
F1 3301.43 Hz
FepP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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Current Data Parameters
NAME wsx-0428-trun7

EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060428

Time 15.53
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT cDC13

NS 8

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 181

DW 81.000 usec
DE 6.00 usec
TE 299.8 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NUC1 1H

Pl 9.30 usec
LY -1.00 dB
5F01 300.1318534 MHz
F2 - Processing parameters
51 32768

S5F 300.1300094 MHz
WDW EM

558 0

LB 0.30 Hz
5B 0

PC 1.00

1D NMR plot parameters

CX 22.00
oY 6.00
F1P 11.000
F1 3301.43
FaP -1.000
F2 -300.13
PPMCM 0.54545
HZCM 163.70728
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ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters
NAME wsx-0414-trun07

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060414

Time 8.19
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT cDC13

NS 8

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 181

DW 81.000 usec
DE 6.00 usec
TE 297.4 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NUC1 1H

Pl 9.30 usec
LY -1.00 dB
5F01 300.1318534 MHz

F2 - Processing parameters

51 32768

SF 300.1300081 MHz
NDW EM

5SB 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
oY 10.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FepP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm



ppm

7.59076
7.44680
7.42066
7.34788
7.32202
7.28090
7.27561
7.25398
7.23410

\\\%

/N

o)
/

Integral

0.9992
1.0345
1.0553
6.2403

—

21134
20010

7
7

7.18458
3.77925
3.69687
3.68164
3.66586
2.93141
2.91568
2.90030

__—0.07197
~——0.00000

W

L

C

—

1.0000
0.8770
2.0516
3.9983
4.0182

Current Data Parameters
NAME wsx-0726-j ianxi

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060726

Time 8.43
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT cDC13

NS 7

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 256

DW 81.000 usec
DE 6.00 usec
TE 299.6 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NUC1 1H

Pl 9.30 usec
LY -1.00 dB
5F01 300.1318534 MHz

F2 - Processing parameters

51 32768
SF 300.1300081 MHz
NDW EM
558 0
LB 0.30 Hz
6B 0
PC 1.00

1D NMR plot parameters

CX 22.00 cm

oY 10.00 cm

F1P 11.000 ppm

F1 3301.43 Hz

FepP -1.000 ppm
Fe -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm



ppm
7.30448
7.27761
7.26431
7.24002
7.22698
7.21732
7.19776
7.18850
7.17523
7.16227
7.15114
7.12461
—5.62330
——4.24433
3.76249
3.66499
3.64956
3.63366
2.90070
2.89014
2.88484
2.86928
———2.32455
0.00000

<
<

o
T

Z=
e
Q)
o

Integral
9.93940
1.0000
0.9230
2.0809
4.3707
4.1117
3.2507

Current Data Parameters

NAME wWsx-0706-02
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20060706
Time 8.35
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930
1) 65536
SOLVENT CDC13
NS 11
DS 2
SWH 6172.839 Hz
FIDRES 0.094180 Hz
AQ 5.3084660 sec

SFO1 300.1318534 MHz

F2 - Processing parameters

SI 32768

SF 300.1300127 MHz
WDW EM

SSB 0

LB 0.30 Hz

6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm

CY 7.00 cm
FiP 11.000 ppm
F1 3301.43 Hz
FopP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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ppm 10 8 6 4 2 0

Current Data Parameters

NAME wsx-0710-trun
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060710
Time 22.29
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

0 65536
SOLVENT CDC13

NS 10

DS 2

SWH 6172.839 Hz
FIDRES 0.094180 Hz
AQ 5.3084660 sec
RG 203.2

DW 81.000 usec
DE 6.00 usec
TE 300.8 K
D1 2.00000000 sec

======== CHANNEL f1 ========

NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI1 32768

SF 300.1300084 MHz
WDW EM

SSB 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
cy 8.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
Fa2pP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm

HZCM 163.70728 Hz/cm
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Current Data Parameters
NAME wsx-0303-run06

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060303

Time 16.07
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

0 65536
SOLVENT CDC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094180 Hz
AQ 5.3084660 sec
RG 362

DW 81.000 usec
DE 6.00 usec
TE 297.3 K

D1 2.00000000 sec

======== CHANNEL f1 ========

NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz

F2 - Processing parameters

SI 32768

SF 300.1300063 MHz
WDW EM

5SB 0

LB 0.30 Hz

6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm

cy 4.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
Fa2pP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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Current Data Parameters

NAME wsx-0428-trunt1
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060428

Time 16.15
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT CDC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.0941390 Hz
AQ 5.3084660 sec
RG 114

DW 81.000 usec
DE 6.00 usec
TE 299.9 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NuC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300075 MHz
WDW EM

55B 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
cY 10.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FeP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm

HZCM 163.70728 Hz/cm
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Current Data Parameters

NAME wsx-0919-01
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060920

Time 16.32
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

i) 65536
SOLVENT cDC13

NS 12

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 114

DW 81.000 usec
DE 6.00 usec
TE 301.3 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NUC1 1H

P1 9.30 usec
pLY -1.00 dB
5F01 300.1318534 MHz
F2 - Processing parameters
51 32768

5F 300.1300075 MHz
WDW EM

558 0

LB 0.30 Hz
5B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
oY 8.00 cm
FiP 11.000 ppm
F1 3301.43 Hz
FepP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm

HZCM 163.70728 Hz/cm



ppm
7.58310
7.57778
7.57244
7.42003
7.41626
7.33838
7.31264
7.27475
7.26945
7.26553
7.25641
7.24769
7.24122
7.21992
7.20885
7.18224
3.76331
2.96019
2.93619
2.91216
2.88821
0.95948
0.93559
0.91168
0.00001
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Integral
1.0692
1.1412
8.0199
1.0000
4.2098
6.3281

Current Data Parameters
NAME wsx-0428-truni2

EXPNO 10
PROCNO 1

F2 - Acguisition Parameters
Date_ 20060428

Time 16.09
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

1] 65536
SOLVENT COC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.0941390 Hz
AQ 5.3084660 sec
RG 256

DW 81.000 usec
DE 6.00 usec
TE 300.0 K

D1 2.00000000 sec
======== CHANNEL f{ ========
NUC1 1H

P1 9.30 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
51 32768

SF 300.1300072 MHz
WOW EM

5SB 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm

CY 5.00 cm

F1P 11.000 ppm

F1 3301.43 Hz

FapP -1.000 ppm

Fe -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm
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Current Data Parameters
NAME Wsx—-0430-trun21

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060430

Time 8.25
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG 2930

D 65536
SOLVENT cDC13

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.0941380 Hz
AQ 5.3084660 sec
RG 256

DW 81.000 usec
DE 6.00 usec
TE 300.5 K

D1 2.00000000 sec
======== CHANNEL f1 ========
NuC1 1H

P1 9.30 usec
PL1 -1.00 dB
5F01 300.1318534 MHz
F2 - Processing parameters
51 32768

SF 300.1300051 MHz
NDW EM

55B 0

LB 0.30 Hz
6B 0

PC 1.00

1D NMR plot parameters

CX 22.00 cm
cy 5.00 cm
F1P 11.000 ppm
F1 3301.43 Hz
FepP -1.000 ppm
F2 -300.13 Hz
PPMCM 0.54545 ppm/cm
HZCM 163.70728 Hz/cm



Chiral HPLC trace of 3g

Compound Culumn Mobile phase MI/min T°C tymin  tmin
chiralcel
39 ADH Hex:IPA 9:1 0.5 25 32.2 36.1
i A
I s'\
500 ‘ \‘ “\ \‘
z J‘ ‘\ [
1:212 nm, 8
nm
Retention
Pk # Area Area %
Time
1 32.178 30683985 49.015
2 36.053 31916960 50.985
Totals
62600945 100.000
20 N\ < F20
/ .
ot o A_% iv_{LL_ Fo

1: 212 nm, 8



nm

Pk # Retention Area Area %
Time
1 32.624 2560489 87.725
2 36.704 358293 12.275
Totals
2918782 100.000






