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Current Data Parameters

NAME 7-81
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 ~ Acquisition Parameters
Date_ 20080216
Time 15.08
INSTRUM ) DPX300
PROBHD 5 mm QNP 1H/1
PULPROG 2g30

TD 32768
SOLVENT ¢DC13

NS 13

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 57

DWW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
===z===== CHANNEL f1l ========
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

Tol
w
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Current Data Parameters

NAME 7-81
EXPNO 3
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080216
Time 15.23
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2gpg30

TD 65536
SOLVENT CDC13

NS 152

Ds 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
aQ 1.7400308 sec
RG 9195.2

Dw 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDQ 1
======== CHANNEL £l ========
NUC1 13¢C

Pl 8.80 usec
PL1 -3.00 dB
SFO1 75.4760505 MH2
s======= CHANNEL f£2 ========
CPDPRG2 waltzlé

Nuc2 1H
PCPD2 80.00 usec
PL2 ~3.006 4B
PL12 17.55 dB
PL13 17.55 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677490 MHz
wDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40
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Current Data Parameters

NAME 5-9
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_, 20070222
Time 14.37
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG 2g30

TD 32768
SOLVENT cpel3

NS 11

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 574.7

DwW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
===z==== CHANNEL fl =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MH2
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

N~
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Current Data Parameters

NAME 5-34-2
EXPNO 3
PROCNO 1

DU in
USER Liang

F2 - Acquisition Parameters
Date_ 20070417

Time 16.34
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30

TD 65536
SOLVENT CDC13

NS 1184

DS 4

SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6

DW 19.900 usec
DE 6.00 usec
TE 298.2 K
Dl 0.15000001 sec
a1l 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ==zs=zz=z==
NUC1 13¢C

Pl 7.80 usec
PL1 -3.00 @B
SFO1 100.5936591 MHz
======== CHANNEL f2 =====z===
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
pL2 17.40 4B
PL12 17.40 a&B
PL13 17.40 @B
SFO2 400.0116000 MHz
F2 - Processing parameters
SI 32768

SF 100.5825950 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

S8
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Current Data Parameters

NAME 5-37
EXPNO 3
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070419
Time 21.48
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 6

DS 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 181

Dw 78.000 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
szz===== CHANNEL fl =======¢
NUC1 1H

Pl 14.70 usec
PL1 0.00 dB
SFol 400.0128001 MHz
F2 - Processing parameters
ST 32768

SF 400.0100000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

BC 1.00

o
n



C13

o~
(a0 oungL N O N 0 wn a0
© Lomor N® @ a No - m.w iy Current Data Parameters
o 0N o~ @ nm W .. NAME 5-37
o~ o~ D0 < [ [ Ko B 0 < EXPNO 5
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F2 - Acquisition Parameters
Date_ 20070419
Time 22.24
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 342
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 11585.2
‘ oW 19.900 usec
DE 6.00 usec
(@) OH . TE 298.2 K
D1 0.15060001 sec
dl1 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
OH OTES —==z==== CHANNEL fl ========
NUCL 13¢C
1 m Pl 7.80 usec
PL1 -3.00 dB
SFO1 100.5936591 MHz
===z==z== CHANNEL f2 ========
CPDPRG2 walczlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 dB
PL12 17.40 dB
PL13 17.40 @B
SFO2 400.0116000 MHz
F2 - Processing parameters
SI 32768
SF 100.5825950 MHz
wow EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
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Current Data Parameters

NAME 5-37-2
EXPNO 5
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070425
Time 15.34
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2930

TD 32768
SOLVENT CDC13

NS 14

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 45.3

DW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
z===z==== CHANNEL fl ====z====:=
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
ST 32768

SF 300.1300000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

"
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Current Data Parameters

NAME 5-37-2
EXPNO 8
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070425
Time 16.46
INSTRUM DPX300
PROBHD S mm QNP 1H/1l
PULPROG zgpg30

™ 65536
SOLVENT €DC13

NS 93

DS 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 9195.2

Dw 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
=s====== CHANNEL £l ======s==
NUC1 13C

Pl 8.80 usec
PL1 -3.00 dB
SFO1 75.4760505 MHz
=s==z==== CHANNEL NN ====z====c
CPDPRG2 waltzlé

NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
sI 32768

SF 75.4677490 MHz
wDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

S12
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Current Data Parameters

NAME 5-14
EXPNO 1
PROCNO 1
jo) /n
USER Liang
F2 - Acquisition Parame
Date_ 20070302
Time 22.43
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG 2g30
TD 32768
SOLVENT CDC13
NS 32
Ds 2
SWH 6410.256
FIDRES 0.195625
aQ 2.5559540
RG 181
DW 78.000
DE 6.00
TE 298.2
D1 2.00000000
TDO 1
======== CHANNEL fl ===
NUC1 1H
Pl 14.70
PL1 0.00
SFO1 400.0128001
F2 - Processing paramet:
SI 32768
SF 400.0100000
WDW EM
SSB 0
LB 0.70
GB ™ 0
PC vi.00

n
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Current Data Parxameters

NAME 5-38
EXPNO 4
PROCNO 1

DU . /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070424

Time 18.56
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30

™D 65536
SOLVENT

NS 740

DS 4

SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6

DW 19.900 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dall 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
====z=z=x= CHANNEL fl ========
NUCl 13¢C

Pl 7.80 usec
PL1 -3.00 dB
SFO1 100.5936591 MHz
==z===== CHANNEL f2 =z======
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 4B
PL12 17.40 dB
PL13 17.40 dB
SFO2 400.0116000 MHz
F2 - Processing parameters
ST 32768

SF 100.5825950 MHz
wow EM

SSB o]

LB 3.00 Hz
GB 0

pC 1.40

S14
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Current Data Parameters

NAME 5-39
EXPNO 2
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070424
Time 17.33
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2g30

™ 32768
SOLVENT CDC13

NS 32

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 57

oW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
=====z=== CHANNEL fl =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MH=z
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00
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—
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Current Data Parameters

NAME 5-39
EXPNO 6
PROCNO 1

jali) /n
USER R Liang

F2 - Acquisition Parameters
Date_ 20070424
Time 18.08
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT

NS 186

DS 4

SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6

oW 19.900 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dll 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
=zz===== CHANNEL fl ==z=z===z==
NUC1 i3cC

Pl 7.80 usec
PL1 -3.00 4B
SFol 100.5936591 MHz
=z======= CHANNEL £f2 =z=======
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 dB
PL12 17.40 dB
PL13 17.40 a8
SFO2 400.0116000 MHz
F2 - Processing parameters
SI 32768

SF 100.5825350 MHz
WDW EM

SSB o]

LB 3.00 Hz
GB 0

PC 1.40

S16
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Current Data Parameters

NAME 5-40
EXPNO 2
PRQCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070426
Time 11.14
INSTRUM DPX300
PROBRD 5 mm QNP 1H/1
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 12

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 143.7

DW 104.400 usec
DE 6.00 usec
TE 298.2 K
Dl 2.00000000 sec
TDO 1
==zz=z=== CHANNEL fl ===z===z=:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 4B
SFO1 300.1321009 MHz
F2 - Processing parameters
ST 32768

SF 300.1300000 MHz
WDwW no

SSB 0

LB C.00 Hz
GB 0

PC 1.00

N~
-
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Current Data Parameters

NAME
EXPNO
PROCNO
DU
USER

5-40
4

1

/n
Liang

F2 - Acquisition Parametexrs

Date_
Time
INSTRUM
PROBHD
PULPROG

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2

20070426
11.26
DPX300

5 mm ONP 1H/1

zgpg30
65536
CDC13
1590

4
18832.393 Hz
0.287360 Hz
1.7400308 sec
9195.2
26.550 usec
6.00 usec
298.2 K
0.15000001 sec
0.03000000 sec
0.05000000 sec

300.1312005 MHz

F2 - Processing parxameters

SI
SF
WDW
SSB
LB
GB
PC

32768
75.4677490 MHz
EM

0
3.00 Hz
o}

1.40

S18
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Current Data Parameters
NAME 5-42
EXPNO 1
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parameters
Date_ 20070426
Time 22.31
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zg30Q
o o|_|mm TD 32768
SOLVENT cDC13
NS 22
Ds 2
- SWH 4789.272 Hz
el FIDRES 0.146157 Hz
._ummo o._uzm . AQ 3.4210291 sec
RG 181
\ DW 104.400 usec
m DE 6.00 usec
TE 298.2 K
r~ D1 2.00000000 sec
TDO 1
o J — L 7 A
====z===z= CHANNEL fl ==z=z=z==:
NUC1 1H
Pl 9.00 usec
PL1 -3.00 @B
SFo1 300.1321009 MHz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
wDW no
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
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Current DPata Parameters

NAME 5-42
EXPNO 3
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20070426
Time 22.45
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg30

TD 65536
SOLVENT CDC13

NS 281

DS 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 9185.2

DW 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
=======z CHANNEL fl ==zz===z=
NUC1l 13C

Pl 8.80 usec
PL1 -3.00 dB
SFOl1 75.4760505 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NucC2 1K
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677490 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

S20
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5.887
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R

5.018
4.833
4.308

<
L))
0
4

4. 075
3.810
3.697
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2.947

2.908

—_——

Q [~ ™~
O I~
855
222

2 537
2.517

2.148

< <t
o <
10
22

1 944
1.917

1.898
1.863

1.814
1 538
1.484
1.431
1.267

M~ =n
Q ™
65
11

\,\._\\ \ —t

~
o~
2
1

@
[ae]
1
1

1. 118
1.017

0 966
0.942

0.932
0.892
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9.5
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4.5 4.0
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0.90

0.0 ppm

10.78

Current Data Parameters

NAME 7-84-2
EXPNO 1
PROCNO 1

Dy /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080310
Time 21.23
INSTRUM DPX300
PROBHD 5 mm ONP 1H/1
PULPROG zg30

TD 32768
SOLVENT cDCl3

NS 22

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ, 3.4210291 sec
RG 64

DW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2. ccccocoo sec
TDO

======== CHANNEL fl ===z====:
NucCl 1H

Pl 9.00 usec
PL1 -3.00 dB
SFOl 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
wDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

N
%



C13

Current Data Parameters

NAME 7-84-2
~ o o - EXPNO 3
o~ o © S oo ™ NN AN N DLW PROCNO 1
. oy a N NNOANDWNOANANNWS AN~ <A DU /n
o I < n . . RN ' N - PO WO NN USER Liang
— [and (3] — o ) <t WO~ NAOOHTONTN + v s v« s
N — — — o~~~ [NejiVe) LA NI NNNNAAATTODON A O

F2 - Acquisition Parameters

! Date_ 20080310
Time 21.40
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1

_———144.34
T 143.26

PULFROG zgpg30
TD 65536
SOLVENT CDC13
NS 233
DS 4
SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 9185.2
DwW 26.550 usec
DE 6.00 usec
TE 298.2 K
Dl 0.15000001 sec
a1l 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
===zz==== CHANNEL fl ========
NUC1 13¢C
Pl 8.80 usec
PL1 -3.00 a8
SFO1 75.4760505 MHz
======z== CHANNEL f2 =====z===
CPDPRG2 waltzlé
NUC2 1H
4, PCED2 80.00 usec
‘ PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
; - SI 32768
A SF 75.4677490 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
BC 1.40

T T T T T T T 1 T T T T T T T

T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME 7-84
EXPNO 5
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080218
Time 15.36
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG zg30

TD 32768
SOLVENT €DC13

NS 17

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
aQ 3.4210291 sec
RG 287.4

oW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
DO 1
======== CHANNEL fl1 =======:
NUC1l 1H

Pl 9.00 usec
PL1 -3.00 a8
SFOl1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BPC 1.00

S23
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Current Data Parameters

NAME 6-91
o~ wn o~ o~ 7 EXPNO [
< - n © < 9} o~ O W NSO OV eAMONOQODM™M PROCNO 1
. . R . . N~ ™M OO HADONACR ANOMOWYUNT N MO DU /n
o ot < O e} < e s e e e e e e s s H OO N® USER Liang
— ~ < < (o] - O W o unm CUNNNONDRP AR o 0 .
o~ ol o~ b — W W~ [CR-Rr 44433222221117766654
. . F2 - Acquisition Parameterxs
Date__ 20071011
Time 18.28
INSTRUM DPX400
PROBHD 5 mm BBO BE-1H
PULPROG 2gpg30
D 65536
SOLVENT
NS 183
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6
DW 19.900 usec
DE 6.00 usec
TE 299.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ==z=z=z=z=z=
NUCl 13C
Pl 7.80 usec
PL1 ~3.00 dB
SFO1 100.5936591 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
6 NUC2 1H
PCPD2 135.00 usec
PL2 17.40 4B
PL12 17.40 dB
PL13 17.40 dB
SFO2 400.0116000 MHz
F2 - Processing parameters
ST 32768
SF 100.5825950 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
I H ] ! I
T T 1 MARARAR ShiA LRARREARARE BN AR DARARRRAAS M T AR MR T T T T T T T T ,_ T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90O 80 70 60 50 40 30 20 10 0 ppm

S24



TES-ether

_

5.820
5.010
4.857
4.372
4.135
4.099
4.061
4.041
3.838
3.720
2.887
2.844
2.734
2.711
2.676

_/_
_/_

—— e

2 056

— —
(o)) o
AU nJ
ﬂé 1;

——

wn
~
DO
1;

1. 849
1.801
1.707
1.565
1.466
1.288
1.154
1.135

o
<t
o
—

1.013

=

Ly LS \\

0.999
0.985
0.974
0.958
0.932
0.904
0.882
0.779
0.757

NAME
EXPNO
PROCNO
DU
USER

Date_
Time
INSTRUM
PROBHD

PULPROG
D

ST
SF
wow
SSB
LB
GB
PC

T T T T T T T T AL I ol T T T T 1 T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm
- [ [=) ofey| ol euf~ olm wlololnlo|n|o|o(x| o ~
Q ola S||a|a|a|—~ ol O|<F|R |0 Ko | 0|0~ -
- —|= || =[]+ ~|< o3| o3| (15|16 <F | D e =}

Current Data Parameters

7-85
1

1

/n
Liang

F2 - Acquisition Parameters

20080218
21.01
DPX300
1H/1
zg30
32768
CDC13
17

5 mm QNP

2
4789.272 Hz
0.146157 Hz
3.4210291
322.5
104.400 usec
6.00 usec

298.2 K
2.00000000 sec

1

300. Humpoow MH2

F2 - Processing parameters

32768
300.1300000 MHz
EM
0
0.30 Hz
0
_1.00

S25
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Current Data Parameters

NAME 6-93
EXPNO 3
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071014
Time 21.15
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zgpglio

TD 65536
SOLVENT cDpcl3

NS 267

DS 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 9195.2

DW 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA - 0.05000000 sec
TDO 1
sx====z== CHANNEL fl ========
NuCl 13¢C

Pl 8.80 usec
PL1 -3.00 dB
SFO1 75.4760505 MHz
======== CHANNEL f2 =s======
CPDPRG2 waltzlé
NuUC2 1H
PCPD2 80.00 usec
PL2 -3.00 4B
PL12 17.55 @B
PL13 17 .55 4B
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768

ST 75.4677490 MHEz
WDW EM

SSB 0

LB 3.00 Hz
GB [

PC 1.40

526



5.852

de-TMS
Y,
41
-~ - — e — st \\\.\\
T T T T T ._ 1 T T T T T T T T T 1
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Current Data Parameters

NAME 6-94
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071017
Time 14.35
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT cDCl3

NS 12

DS 2

SWH 6410.256 Hz
FIDRES . 0.195625 Hz
aAQ 2.5559540 sec
RG 57

DwW 78.000 usec
DE 6.00 usec
TE 299.2 K
D1 2.00000000 sec
DO 1
====z=z=== CHANNEL fl =======a=
NucCl1 1H

Pl 14.70 usec
PL1 0.00 aB
SFO1 400.0128001 MHz
F2 - Processing parameters
ST 32768

SF 400.0200000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB Q

BC 1.00

N~
(9\]
(7p)



C13

Current Data Parameters

NAME 6-94
EXPNO 3
p w MW = % ~ o N OO A A MO PROCNO 1
« . . o wn OO OO MANDTMNOMNITANND HOWNOM DU . /n
fos) — < ™ < ITe) . SRR .............20998229 USER Liang
o ™~ < < o~ o o o VN ONNHNNRI>PT AN
o~ — — — — @ r~ (RN 544433222211177666554
F2 - Acquisition Parameters
- , Date_ 20071017
Time 14.51
INSTRUM DPX400
| PROBHD S mm BBO BB-1H
' PULPROG zgpg30
TD 65536
SOLVENT
NS 305
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6
DW 19.900 usec
DE 6.00 usec
TE 299.2 K
D1 0.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
z======= CHANNEL fl ==z======
Nucl 13¢
Pl 7.80 usec
PL1 -3.00 dB
SFol 100.5936591 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 135.00 usec
. PL2 17.40 4B
h..— . PL12 17.40 dB
’ PL13 17.40 dB
SFO2 400.0116000 MHz
F2 - Processing parameters
sI 32768
SF 100.5825950 MHz
WDwW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

A M T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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174.129
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-202.033
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Current Data Parameters

NAME 7-~100-2
EXPNO 1
PROCNO 1
DU /n
USER Liang
F2 -~ Acquisition Parame
Date_ 20080315
Time 16.26
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 32768
SOLVENT cDC13
NS 26
DS 2
SWH 4789.272
FIDRES 0.146157
AQ 3.4210291
RG 203.2
DW 104.400
DE 6.00
TE 298.2
Dl | 2.00000000
TDO 1
s======= CHANNEL fl1 ===
NUC1 1H
Pl 9.00
PL1 -3.00
SFO1 300.1321009
F2 - Processing paramet-
SI 32768
SF 300.1300000
WDW no
SSB 0
LB 0.00
GB 0
BC nn“wp.oo
w
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.862
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208

.535
.724
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1.00
1.07
2.38
1.09
1.19
9.94
1.31
2.82
2
0.99
3.09
5.68
22.78
2
2
-1

Current Data Parameters

NAME 6-95
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071018
Time 17.27
INSTRUM DPX300
PROBRD 5 mm QNP 1H/1
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 32

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 181

ow 104.400 usec
DE 6.00 usec
TE 298.2 X
D1 2.00000000 sec
TDO 1
zz==z==== CHANNEL f1l =s=====:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz

F2 - Processing parameters

32768
300.1300000 MHz
EM
0
0.30 Hz
0
1.00

S35
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Current Data Parameters

M

H:

NAME 6-96
EXPNO 3
PROCNO 1
DU /n
USER Liang
F2 -~ Acquisition Paramete:
Date_ 20071019
Time 11.38
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 229
DS 4
SWH 18832.393
FIDRES 0.287360
AQ 1.7400308
RG 9195.2
DwW 26.550
DE 6.00
TE 298.2
D1 0.15000001
dill 0.03000000
DELTA 0.05000000
TDO 1
======== CHANNEL fl ====
NUC1l 13¢C
P1 8.80
PL1 ~-3,00
SFO1 75.4760%995
w
======== CHANNEL f2 ====
CPDPRG2 waltzlé
NuCc2 . 1H
PCPD2 80.00
PL2 -3.00
PL12 17.55
PL13 17.55
SFO2 300.1312005
F2 - Processing parameters
SI 32768
SF 75.4677490
WDW . EM
SSB 0
LB 3.00
GB 0
PC 1.40
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Current Data Parameters

NAME 6-98
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071021
Time 18.19
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2g30

TD 32768
SOLVENT cbCl3

NS 20

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 101.6

oW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
DO 1
z===z==== CHANNEL f1 =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFOl1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHZ
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

S37
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Current Data Parameters

NAME 6-100
EXPNO 3
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parametea
Date_ 20071022
Time 16.47
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2172
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 4597.6
DW 19.900 us
DE 6.00 us
TE 299.2 K
D1 0.15000001 se
dill 0.03000000 s¢
DELTA 0.05000000 se¢
TDO 1
======== CHANNEL fl =====:
NUC1 13¢C
Pl 7.80 us
PL1 -3.00 dr
SFO1 Hoo.wmum%u. ME
======== CHANNEL £f2 Mmunu"
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 us
PL2 17.40 &t
PL12 17.40 ar
PL13 17.40 ar
SFO2 400.0116000 M
F2 - Processing parameter:s
sI 32768
SF 100.58259850 Mt
WDW EM
SSB 0
LB 3.00 H:
GB 0
BC 1.40
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Current Data Parameters

NAME 6~99
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071021
Time 21.58
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2g30

TD 32768
SOLVENT CcDCl3

NS 32

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 574.7

oW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL fl =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BC 1.00

S39



C13

Current Data Parameters

~ 0 — N A~ VO W — NAME 7-07
— [=)) 0 MmO O~ MmN O — VOSSN WOANATN NV NMALYN @ EXPNO | 3
. o e e R - N MO A DA AAARNTM AR OO NN PROCNO 1
© o o~ N NSO Ny w0 I R B A R N R R L A K
=) [=1 o L N N — O VON OCPVVWACT O MO AN NN DU /n
I ~ — HeA A A A — OOV NN NNNNNAA P T2 s USER Liang
F2 - Acquisition Paramete:
Date_ 20071023
Time 16.43
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT
NS 1107
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 9185.2
DW 19.900 us
DE 6.00 us
TE 299.2 K
D1 0.15000001 s¢
dill 0.03000000 s¢
DELTA 0.05000000 s¢
TDO 1
======== CHANNEL fl =====-
NUC1 13C
Pl 7.80 us
PL1 -3.00 dar
SFO1 100. mmwm@H M
======== CHANNEL £f2 nu\uuunn”
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 us
PL2 17.40 ar
PL12 17.40 dr
PL13 17.40 &
SFO2 400.0116000 M
F2 - Processing parameter:
ST 32768
SF 100.58259%950 M
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME 7-08
EXPNO 1
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parameters
Date_ 20071024
Time 16.05
INSTRUM DPX300
PROBHD S5 mm QNP 1H/1
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 32
Ds 2
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 362
Dw 104.400 usec
DE 6.00 usec
TE 298.2 K
‘e, D1 2.00000000 sec
: TDO 1
! ======== CHANNEL fl ===z====:
NUC1 1H
Pl 9.00 usec
PL1 -3.00 4B
SFO1 300.1321009 MHz

F2 - Processing parameters
S1 32768
SF 300.1300000 MHz
\ WDW EM
SsB 0 —
) - LB 0.30 Hz <t
GB 0 w
- S — — / BC 1.00

=

o o Qv = wi [\\] ~ w9l |~ 9] (=] alN|D
-~ -~ |~ A~ had [8Y] - -~ — <t [© <@ 1o <t | 0
[e] N w m



OH w (o) — ™~ e W o o
3 s nEMtEAA S TEREREER IS SRR Rk
@ ~ SN AT O @ < e MmO N MMMMm:n Data mwnmam.wmwm
o [ve) PO NN — 0828509519610988409522. . .
~ — A A — 87766544433332222211117765 EXPNO 3
PROCNO 1
DU /n
USER Liang
i F2 - Acquisition Parameters
Date_ 20071028
Time 19.33
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT
NS 1151
Ds 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 5792.6
oW 19.900 usec
DE 6.00 usec
TE 299.2 K
D1 0.15000001 sec
d1i1i 0.03000000 sec
DELTA 0.05000000 sec
TD0 1
======== CHANNEL £l ===z=====
NUC1 13¢C
‘,, Pl 7.80 usec
PL1 -3.00 @B
SFO1 100.5936591 MHz
====s=== CHANNEL £2 ==z======
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 @B
PL12 17.40 4B
PL13 17.40 dB
SFO2 400.0116000 MHz
F2 - Processing parameters
ST 32768
SF 100.5825950 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

AR AAAAAARE MR | LAARMARRA | T DA GARASEAAM REARMMARA AAAREAARAS RARARAAN TR [T T T T T I T T T T 1 T
230 220 210 200 190 180 170 ,_mo Amo ,_ho 130 120 110 100 €0 80 70 60 50 40 30 20 10 0 ppm
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[{ole))
o
42
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o
w
N
—

1.246
1.121

~
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(=]
—
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2.443
1.047
1.027
1.019
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0.999
0.990

= OO
YO\ O W N m™Mm
321109
222221

1. 896
1.869
1.822
1.777
1.714

s
™M
6
l

1. 529
1.494

un
o
4
1

|

el
o~
0 0
™~

2. 853
2.705

S

T T T T T T T T T T T T T T T T T T T 1
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 C0 ppm
Q ~— DI w0 —|M| [N O Q] | «© M~lhelo
3 ) &S o S I R Rt T K e S o e O e L D
— — Ql|— | | [~ [~[]+ O~ |0 Ql || <F|ad
[9¥] [+2] 0 [+2]

Current Data Parameters

NAME 7-16
EXPNQ 1
PROCNG 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20071104
Time 14.41
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT cpCl3

NS 32

Ds 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 181

Dw 78.000 usec
DE 6.00 usec
TE 299.2 X
Dl 2.00000000 sec
TDO 1
======== CHANNEL fl =======z=
NUC1l 1H

Pl 14.70 usec
PL1 0.00 dB
SFO1 400.0128001 MHz
F2 - Processing parameters
SI 32768

SF 400.0100000 MHz
WDW EM

SSB Q

LB 0.70 Hz
GB 0

PC 1.00

S43
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Current Data Parameters

NAME 7-16
— o~ woN o N ™ EXPNO 2
< \0 [ n o a COWHNOAADMM MM AL ONODO T OUON PROCNO 1
. R . 718357351619104826085433996 DU /n
© o~ NN @ < <t ................3019 USER Liang
o 0 < o [SEs ! 08185260962830988319522
o~ — — — Il 877666554443332222211117754
. F2 - Acquisition Parameters
Date_ 20071104
Time 14.50
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpgli0
TD 65536
SOLVENT
NS 4003
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6
bW 19.900 usec
DE 6.00 usec
TE 299.2 K
Dl 0.15000001 sec
a1l 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ========
NUCl 13¢C
Pl 7.80 usec
PL1 -3.00 4B
, SFOl 100.5936591 MHz
\w.
. ======== CHANNEL f2 ===z====z===
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 4B
PL12 17.40 4B
PL13 17.40 4B
SFO2 400.0116000 MHZz
F2 - Processing parameters
SI 32768
SF 100.5825950 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 4]
PC 1.40

T T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm



H1

6.790

(92}
(o}
@
n

n
o)}
[0}
<

e

4.841
4.247
4.098
4.083
3.699
3.574
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<
(o}
[ev)
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2.844
2.821
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2.6717
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2.276
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2.040
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e e

o)} N
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6 4
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(e}
—
6
l
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<
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-
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7.0
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Q== |
||| [of | <
<t (O] [
- [Te)

0.5

38.71

T
0.0 ppm

Current Data Parameters

NAME 8-34
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acqguisition Parameters
Date_ 20080411
Time 19.14
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 14

DS 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 181

DW 78.000 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======z== CHANNEL fl =====z=z=z=
NUC1 1H

Pl 14.70 usec
PL1 0.00 dB
SFO1 399.9528000 MHz
F2 - Processing parameters
ST 32768

SF 399.9500000 MHz
WDwW EM

SSB [}

LB 0.70 Hz
GB 0

PC 1.00

545



C1l3

208.63
167.75
128.44
124.87
114.90
80.96
78.18
-68.97
68.36
65.48
60.67
54.94
50.32
49.25
46.34
41.69
38.42
33.34
30.68
29.02
27.87
————23.66
21.03
19.99
15.26
13.21
12.43
7.07
7.03
6.95
5.25

\
e
_\\\\_

NSz

_/_
_/_

T
220 210 200

Current Data Parameters

NAME
EXPNO
PROCNO
DU
USER

8-34
3

1

/n
Liang

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DW

DE

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2

20080411
19.32
DPX400

5 mm BBO BB-1H

zgpg30
65536

4030
4
25125.629 Hz
0.383387 Hz
1.3042164 sec
16384

19.900 usec
6.00 usec

298.2 K
0.15000001 sec
0.03000000 sec
0.05000000 sec

17.40 4B
399.9516000 MHz

F2 - Processing parameters

SI
SF
WDW
S5B
LB
GB
PC

32768
100.5675080 MHz
EM

0
3.00 Hz
0

1.40

546
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SeAr

28

6.021
5.094
5.079%
5.067
5.042
4.830
4.532
4.178

2.950
2.821
1.380
1.319
1.304
1.203
1.190
1.131

0
w
7
ﬂa

2.19%4
2 102
2.079
2.040
1.942

—t
—
04
1;

2.331
2.296
2.224
1. 887
1.850
1.831
1.793
1.764
1.725
1.668
1.624
1.437

w s
(o)} (28]
ﬁu 1;
A& 44

4 074
4.050
3.580
3.508
3.373
3.128
2.970
2 763

Current Data Parameters

PROCNO
31¢)
USER

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SQLVENT

D1
TDO
S e S \\\\\\\ ........

SI
SF
WDW
SSB
LB
GB
PC

| %

2
1.15

T T T T T T T T T T T I
556 50 45 40 35 30 25 20 15 10 05 00 ppm
o [ (219 [RIBSRS [=/[B] 8|5 |9 |98][S
A [~ (=] A~ — QO] (328 MN (2] mW w| |0

7-94
2

1

/n
Liang

20080313
17.13
DPX400

S mm BBO BB-1H
zg30

32768
CDC13

32

2

6410.256
0.195625
2.5559540
203.2
78.000
6.00

300.2
2.00000000
1

0.00
399.9528000

32768
399.9500000
EM

0

0.70

0
1.00

F2 - Acquisition Parameters

Hz
Hz
sec

usec
usec

sec

F2 - Processing parameters

MHz

Hz

S47
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O,N
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i
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T T T I 1 1 1 T 1 T T T T 1 T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Current Data Parameters

NAME
EXPNO
PROCNO
DU
USER

7-94
4

1

/n
Liang

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DW

CPDPRG2
NUC2
PCPD2
PL2.
PL12
PL13
SFO2

CHANNEL £2

20080313
17.32
DPX400

5 mm BBO BB-1H

zgpg30
65536

4199

4
25125.629%
0.383387
1.3042164
16384
19.900
6.00

298.2
0.15000001
0.03000000
0.05000000
1

waltzlé
1H
135.00
17.40
17.40
17.40

399.9516000

Hz
Hz
sec

usec
usec
K
sec
sec
sec

F2 - Processing paraneters

SI
SF
Wow
SSB
LB
GB
PC

32768

0
3.00
Q
1.40

100.5675080 MHz
EM

Hz



Current Data Parameters

NAME ampd B2-major
EXPNO E
PROCNO 1
Du /n
USER Liang
F2 - Acquisition Parameters
Date_ 20080417
Time 21.15
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2930
TD 32768
SOLVENT CDC13
NS 71
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz |
AQ 2.5559540 sec
RG 1824.6
oW 78.000 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TD0 1
=z====== CHANNEL fl ==z=z====:
NUCl 1H
Pl 14.70 usec
PL1 0.00 dB
SFO1 399.9528000 MHz
- F2 - Processing parameters
SI 32768
\ ¥ SF 399.9500000 MHz
WDW EM
s % ) s L s r/r 2/ / cem o
LB 0.70 Hz
GB 0
PC 1.00

I T T T 1 T T T T T T T T T T T 1 1 T T

T
9.5 9.0 85 80 75 7.0 6.5 6.0 5.5 5.0 4.5 X . 3.0 2.5 2.0 15 1.0 0.5 0.0 ppm

47 GRS s

549



Cl13

Current Data Parameters

NAME 7-95
™ ) ) o EXPNO 7
N Vo] OCNMNN TmMmo [Te) O OM NO FAFOONFINTNANAO PROCNO 1
. . e s e . HN NN QN AL ANMNO MANWO AN A nu /n
o~ ~ < H Oy 00 <t < . PR . . .. USER Liang
— w0 <M NN o~ DN A0 AN OFTANMNARNDVO AN
o™ — A e N Q0 VN FIFLFMEO MO NNNN A A A L.
F2 - Acquisition Parameters
Date_ 20080313
Time 7.57
R INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30
™ 65536
SOLVENT
NS 22500
Ds 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
aAQ 1.3042164 sec
RG 5792.6
Dw 19.900 usec
DE 6.00 usec
TE 298.2 K
Dl 0.15000001 sec
D11l 0.03000000 sec
DELTA 0.05000000 sec
DO 1
====z==== CHANNEL fl ========
NuCl 13C
Pl 7.80 usec
t, PL1 -3.00 dB
e SFOL1 100.5785700 MHz
=====z=== CHANNEL f2 =====z===
CPDPRG2 waltzl6
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 4B
PL12 17.40 dB
PL13 17.40 4B
SF02 399.9516000 MHz
F2 - Processing parameters
SI 32768
SF 100.5675080 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 8 70 &0 50 40 30 20 10 0 ppm

S50



/

29

1.00
0.98
1.15
1.14
1.01
0.96
2.21
1.00
0.80
0.82
1.29
0.81
1.76
1.13
1.98
0.98
1.02
1.58
3.46
16.01
7.19
17.76
357
512

Current Data Parameters

NAME 8-36
EXPNO 3
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080413
Time 23.34
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 21

DS 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
aAQ 2.5559540 sec
RG 724.1

DW 78.000 usec
DE 6.00 usec
TE 298.2 K
joxg 2.00000000 sec
TDO 1
======== CHANNEL fl =======:
NUC1 1H

Pl 14.70 usec
PL1 0.00 dB
SFO1 399.9528000 MHz
F2 - Processing parameters
SI 32768

SF 399.9500000 MHz
WDW EM

SSEB 0

LB 0.70 Hz
GB 4]

PC 1.00

S51
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211.96

29

167.65

78.01
75.53
45.67
45.57

I\

Current Data Parameters

NAME §-36
. EXPNO 5
AN AW MOYALONSNO PROCNO 1
O AT M FOAN A NN DU /n
MO MOA®MS WO USER Liang
L ONNNNNAAAA L
F2 - Acquisition Parameters
Date_ 20080413
Time 23.50
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT
NS 19205
Ds 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 16384
DW 19.900 usec
DE 6.00 usec
TE 298.2 K
Dl 0.15000001 sec
D11 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
====z=== CHANNEL f1l ====z====
NUC1 13¢
Pl 7.80 usec
PL1 -3.00 4B
SFOl 100.5785700 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 135.00 usec
PL2 17.40 4B
PL12 17.40 dB
PL13 17.40 4B
SFO2 399.9516000 MHz
F2 - Processing parameters
SI 32768
SF 100.5675080 MHz
WDW EM
$5B 0
LB 3.00 Hz
GB 0
PC 1.40

MM
220

T T T T
210 200 190 180

170

T T ™ T T
150 140 130 120 110

T T T T T T T
50 40 30 20 10 0 ppm

S52



Current Data Parameters

NAME 8~36-2
EXPNO 2
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parameters
Date_ 20080416
Time 22.09
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG zg30
D 32768
SOLVENT CDC13
NS 391
DS 2
SWH 4783.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 1149.4
ow 104.400 usec
- DE 6.00 usec
TE 298.2 K
— —— ——r e e \\ \\\. D1 2.00000000 sec
TDO 1
=======z CHANNEL fl1 ======z=:
NUC1 1H
Pl . 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz

F2 - Processing parameters

SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm

1.00
08
00
K
58
11
76
75
03
29

247
28
15

_/
47

_\_

15.65

15.91

16.13

6.14
5.09

S53
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212.90
167.45
128.71
128.60
114.95
45.84
45.13
43.77
39.43
39.29
33.62
30.96
30.26

— 144.94
— 141.56

TT——140.29

———136.40

TT——125.65

—

Current Data Parameters

NAME 7-97-2
EXPNO 3
PROCNO 1
DU /n
USER Liang
F2 - Acguisition Paramete:
Date_ 20080314
Time 7.52
INSTRUM DPX400
PROBHD S mm BBO BB-1lH
PULPROG zgpg30
TD 65536
SOLVENT

NS 19200
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 11585.2
DW 19.900 us
DE 6.00 us
TE 298.2 K
D1 0.15000001 se
D11 0.03000000 s¢
DELTA 0.05000000 s¢
TDO 1
==z===== CHANNEL fl =====:
NUC1 13¢C
P1 7.80 us
PL1 -3.00 ar
SFO1 Hoo.mqmmqwo M
==zz=z=== CHANNEL f2 ==:
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 135.00 us
PL2 17.40 At
PL12 17.40 4t
PL13 17.40 at
SFO2 399.9516000 M
F2 - Processing parameters
ST 32768
SF 100.5675080 Mt
WDW EM
SsB 0
LB 3.00 H:
GB -0
PC 1.40

T

mmo

ppm



TES-ether

TESO"

17

i I

9.5 9.0 8.5 8.0 7.5 7.0 6.5

6.0

1.00

5.5

1.07
0.0

1.16

1.03
1.03

Current Data Parameters

NAME 7-100-1
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080315
Time 16.46
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zg30

TD 32768
SOLVENT CDC13

NS 25

Ds 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 64

DW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL fl =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
ST 32768

SF 300.1300000 MH2z
WDW no

SSB 4]

LB 0.00 Hz
GB 0

PC 1.00

S55
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Current Data Parameters

NAME 7-100-1
o = o~ © © EXPNO 3
wn — ™o a o 00 N NOWOONSUMSW0OMW PROCNO 1
. . - o N OO ONAAAMOVANAANAOMO O W N~ DU /n
@ — < oy <t [Te} . oo . s T NO OO N ™M USER Liang
[ o~ = < N —t o~ WM O UN AR FOARA R ¢+ o o o«
~ — — — — @~~~ WWOWYW FLFFFMMIANNNNAAA OO FO
F2 -~ Acquisition Parameters
B pate_ 20080315
Time 17.04
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT CcDCl3
NS 502
DS 4
SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 9195.2
DW 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
di1 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 8.80 usec
PL1 -3.00 dB
SFO1 75.4760505 MHz
=======z= CHANNEL f2 ========
‘e, CPDPRG2 waltzlé
‘ NUC2 18
PCPD2 80.00 usec
PL2 -3.00 @B
PL12 17.55 dB
PL13 17.55 dB
SFO2 300.1312005 MHz

F2 - Processing parameters

SI 32768

SF 75.4677490 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

T T T T T T | EARMAMAAN) MAAMARAAM] BAARMARARY prTTT LIANARARA T T T T T T T T T T T T
220 210 200 190 180 170 160 150 40 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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S

8.5 8.0 7.5

5.14
14.62
5.56
7.05
52.23

4.18
32.27

Current Data Parameters

NAME 8-09
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080317
Time 10.15
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zg30

D 32768
SOLVENT CDC13

NS 11

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 45.3

oW 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======z== CHANNEL fl =======:
NUC1 1H

Pl 9.00 usec
PL1 -3.00 dB
SFO1 300.1321009 MHz
F2 - Processing parameters
ST 32768

SF 300.1300000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

S57
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Current Data Parameters

NAME 8-09
. EXPNO 3
mu B waO M W WHDO WO VAMOVANFMIESI-NO O PROCNO 1
. . ‘ M~ MO VWO MIPIOVOMAOANTNON NN DU /n
© — < o wn wn e . f e e e e e . . e OO N — 0 USER Liang
o [ < < ~ ! SO~ WM ANV HFOAN L » =+ = e
~ —t o~ — ! V-~ VOO FAIITONNNNNNAAADT OO
F2 - Acquisition Parameters
Date_ 20080317
Time 10.58
INSTRUM DPX300
. PROBHD S mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT CDpCl3
NS 301
DS 4
SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 91585.2
DW 26.550 usec
DE 6.00 usec
TE 298.2 K
Dl G.15000001 sec
dil 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
==z====== CHANNEL fl ========
. NuCl 13C
Pl 8.80 usec
,/Ouﬁmm PL1 -3.00 dB
SFO1 75.4760505 MHz
====z==z== CHANNEL f2 ========
CPDPRG2 waltzlé
Nuc2 1H
., \ PCPD2 80.00 usec
‘e, ot PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 4B
OH SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768
48 SF 75.4677490 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
|

T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME 8-10-2
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_, ' 20080319
Time 15.48
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG 2930

™D 32768
SOLVENT CDCls

NS 32

DS 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 256

DW 78.000 usec
DE 6.00 usec
TE 298.2 K
Dl 2.00000000 sec
T™D0 1
===z=sz=zx= CHANNEL fl =======:
NUC1 1H

Pl 14.70 usec
PL1 0.00 @B
SFOl 399.9528000 MHz
F2 - Processing parameters
ST 32768

SF 359,9500000 MEz
WDW EM

S5SB 0

LB 0.70 Hz
GB 0

PC 1.00

S59
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Current Data Parameters

NAME 8-10-2
EXPNO 4
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Paramete:
Date_ 20080319
Time 18.56
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT

NS 710
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 se
RG 16384
DW 19.900 u:
DE 6.00 us
TE 298.2 K
D1 0.15000001 s¢
D11 0.03000000 st
DELTA 0.05000000 s¢
TDO 1
zzz==z=== CHANNEL fl ==zs==z=:
NUC1 13cC
Pl 7.80 us
PL1 -3.00 &
SFO1 100.5785380 M
======== CHANNEL f2 mwunnn
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 wus
PL2 17 .40 at
PL12 17 .40 dt
PL13 17.40 at
SFO2 399.9516000 M
F2 -~ Processing parameters
ST 32768
SF 100.5675080 M
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40
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P

\q\l\\\\

9.5 9.0 8.5

1.20
1.00
2.66
1.02

5.10
22.97
7.18
11.38
8.15

58.96

0.5

5.68
34.88

Current Data Parameters

NAME 8-18
EXPNO 2
PROCNO 1
Du /n
USER Liang
F2 - Acquisition Parame
Date_ 20080326
Time 12.07
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1l
PULPROG 2g30
TD 32768
SOLVENT CDC13
NS 10
Ds 2
SWH 4789.272
FIDRES 0.146157
AQ 3.4210291
RG 57
oW 104.400
DE : 6.00
TE 298.2
D1 2.00000000
TDO 1
======== CHANNEL fl ===
NUCl 1H
Pl. 9.00
PL1 -3.00
SFO1 300.1321009
F2 - Processing paramet.
SI 32768
SF 300.1300000
WDW EM
8sB 0
LB 0.30
GB o 0
PC %.oo



Cl3

208.98
201.43
167.63
142.30-
TT———140.50
128.98
125.46
114.86
7.19
01
81

7
6

—144.79

230 220 210 200

Current Data Parameters

NAME 8-~18
EXPNO 4
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parametei
Date_ 20080326
Time "14.25
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 529
DS 4
SWH 18832.393 H:
FIDRES 0.287360 H:
AQ 1.7400308 s¢
RG 9195.2
DW 26.550 wus
DE 6.00 us
TE 298.2 K
D1 0.15000001 se¢
dili 0.03000000 s¢
DELTA 0.05000000 s¢
TDO 1
z======= CHANNEL fl =====:
NUC1 13C
Pl 8.80 us
PL1 -3. dat
SFO1 75.4760 ME
w
==z===== CHANNEL f2 =====:
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 us
PL2 -3.00 4t
PL12 17.55 di
PL13 17.55 dt
SFO2 300.1312005 Mt
F2 - Processing parameter:s
SI 32768
SF 75.4677490 Mt
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40
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Current Data Parameters
NAME 8~18-2
EXPNO 2
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parameters
Date_, 20080402
Time 14.11
- INSTRUM DPX300
PROBHD S mm ONP 1H/1
PULPROG 2930
1D 32768
SOLVENT CpC13
NS 11
DS 2
y SWH 4789.272 Hz
—_— — - —— — - e .\..\,\\ \\\ FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 143.7
DW 104.400 usec
DE 6.00 usec -
TE 298.2 K
D1 2.00000000 sec
TDO 1
==ss===== CHANNEL fl ========
NUC1 1H
Pl 9.00 usec
PL1 ~3.00 4B
SFO1 300.1321009 MHz
F2 - Processing parameters
sI 32768
SF 300,1300000 MHz
‘e, WDW no
) SSB Q
LB 0.00 Hz
GB 0
PC 1.00

21

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm
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Current Data Parameters

NAME 8-18-2
< o ~ N A VO Mm n EXPNO 5
N o ) ~ SO Mo ™ AWN FOOOCVOC 00O WRNO 0O PROCNO 1
. P . nwn oy 39766204971975085340697 Dy /n
0t ™~ N0 NO WD [ts] R C oo e USER Liang
o o 0 I NN ot o o~ 8498631709987218532
[SEN] ot e e K B e R ~t -~ 66444443322222211117765
. F2 - Acquilsition Parameters
,, L Date_ 20080402
- Time 14.59
INSTRUM DPX300
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg30
D 65536
SOLVENT CDC13
NS 541
Ds 4
SWH 18832.393 Hz
FIDRES 0.287360 Hz
a0 1.7400308 sec
RG 1024
DW 26.550 usec
DE 6.00 usec
..ﬂumm TE 298.2 K
Dl 0.15000001 sec
dall 0.03000000 sec
DELTA 0.05000000 sec
D0 1
======== CHANNEL f1 ========
NUC1 13c
Pl 8.80 usec
PL1 -3.00 dB
, SFO1 75.4760505 MHz
,
N ======== CHANNEL f2 ==z=z=z===
CPDPRG2 waltzlé
NUC2 1
PCFD2 80.00 usec
PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 dB
SF02 300.1312005 MHz
N.— F2 -~ Processing parameters
SI 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

T T T T T T T T T T
230. 220 210 200 190 180 170 160 150 140

T T T T T T T T T T T T T T T
130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME 8-20
EXPNO 1
PROCNO 1

jae) /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080402
Time 19.48
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CcDCl13

NS 26

DS 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 80.6

oW 78.000 usec
DE 6.00 usec
TE 298.2 KX
Dl 2.00000000 sec
TD0 1
======z== CHANNEL fl =======:
NUC1 1H

Pl 14.70 usec
PL1 0.00 dB
SFO1 399.9528000 MHz
F2 - Processing parameters
SI 32768

SF 399.9500000 MHz
WDW no

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

S65
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39.44
36.97
31.78
29.78
28.96
7.24

N
OO
[l et )

6.83

N
67 (o2}

N
< N N
— n

19. 87

N O
60
31
NN

45.62
42.19
28.09

i
o~
[e))
Sy

R

49.57

N ™
O N
[a N
Q0 ™~

\

207.79
167.84
145.53
142.49
114.88

[sols o)
O NN
~
[aall Vo)

iy oo

T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140

130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Current Data Parameters

NAME 8-20
EXPNO 3
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parameters
Date_ 20080402
Time 20.03
INSTRUM DPX400

PROBHD 5 mm BBO BB-1H

PULPROG zgpg30

TD 65536
SOLVENT

NS 1646

DS 4

SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4597.6

Dw 19.900 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
D11l 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
=====z=z== CHANNEL fl =======z=
NUC1 13C

rl 7.80 usec
PL1 -3.00 dB
SFO1l 100.5785700 MHz
==mz=z=z= CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 usec
PL2 17.40 dB
PL12 17.40 4B
PL13 17.40 dB
SFO2 399.9516000 MHz
F2 - Processing parameters
sI 32768

SF 100.5675080 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

S66
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Current Data Parameters

NAME 8-20
EXPNO 6
PROCNO 1
DU /n
USER Liang
F2 -~ Acquisition Parameters
Date_ 20080421
Time 17.57
INSTRUM DPX400
PROBHD S mm BEO BB-1H
PULPROG zg30
TD 32768
SOLVENT [afaleh K]
NS 19
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
e RG 181
Dw 78.000 usec
\ DE 6.00 usec
TE 298.2 K
- — - -—= — - —_— — s % D1 2.00000000 sec
TDO - 1
=====z== CHANNEL fl ========
NUC1 1H
Pl 14.70 usec
PL1 0.00 dB
SFO1 399.9528000 MHz
F2 - Processing parameters
SI 32768
SF 399.9500000 MHz
WDW EM
SSB 0
LB 0.70 Hz
GB 0
PC 1.00

1

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm
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Current Data Parameters

NAME 8-20
EXPNO 8
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080421
Time 21.52
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30

TD 65536
SOLVENT €DC13

NS 24500

DS 4

SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 3649.1

DwW 19.900 usec
DE 6.00 usec
TE 298.2 K
Dl 0.15000001 sec
D11 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
z======= CHANNEL fl ========c
NUC1 13¢

Pl 7.80 usec
PL1 -3.00 dB
SFO1 100.5785700 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
Nuc2 1H
PCPD2 135.00 usec
PL2 17.40 dB
PL12 17.40 dB
PL13 17.40 dB
SFO2 399.9516000 MHz
F2 -~ Processing parameters
SI 32768

SF 100.5675080 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40

S68
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Current Data Parameters

NAME
EXPNO
PROCNO
DU
USER

8-22
2

1

/n
Liang

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

20080403
22.50
DPX300
5 mm QNP 1H/1
2g30
32768
CDC13
32
2
4789.272 Hz
0.146157 Hz
3.4210291 sec
203.2
104.400 usec
6.00 usec
298.2 K
2.00000000 sec
1

9.00 usec
-3.00 éB
300.1321009 MHz

F2 - Processing parameters

ST
SF
WDW
SSB
LB
GB
PC

32768
300.1300000 MHz
EM
0
0.30 Hz
0
1.00
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208.13

(] nwn @

«© @ ™~ o)) 2284181610815291 9—/5160468

. . 548420878989361 154005183974
o~ o <# ‘ L N <ot 209
[ted <t <t i 097085059852930 988419522 .
i 1 — OOV FEFTNM NN 222221111776

— 128.18
——— 125.90
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Current Data Parameters

NAME 8-22
EXPNQ 4
PROCNO . 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080403
Time 23.05
INSTRUM DPX300
PROBHD 5 mm ONP 1H/1
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 1186

Ds 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 812.7

Dw 26.550 usec
DE 6.00 usec
TE . 298.2 K
D1 0.15000001 sec
dll 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ===s====
NUC1 13C

Pl 8.80 usec
PL1 ~3.00 4B
Sro1 75.4760505 MHz
z====z=== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 17.55 dB
PL13 17.55 4B
SFQ2 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677490 MHz
wDw EM

SSB 4]

LB 3.00 Hz
GB 0

PC 1.40
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1.00
1.04
2.31
1.21
4
1
3.
1.0
1.29
2.01
1.37
5.17
3.76
8.73
4.75
6.64
6.96
11.88
49.93

32.60

I
0.0 ppm

Current Data Parameters

NAME 8-22-2
EXPNO 1
PROCNO 1

DU /n
USER Liang

F2 -~ Acquisition Parameters
Date_ 20080406
Time 12.03
INSTRUM DPX300
PROBHD S mm QNP 1H/1
PULPROG 2g30

TD 32768
SOLVENT CDC13

NS 17

DS 2

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 322.5

Dw 104.400 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL fl =======:
NUC1 1H

Pl 9.00 use<
PL1 -3.00 dB
SFOl 300.1321009 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDwW EM

SSB Q

LB 0.30 Hz
GB 4]

PC 1.00
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128.40
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115.26
12.46

6.84

220 210 200

Current Data Parameters

NAME 8-22-2
EXPNO 3
PROCNO 1

Du /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080406
Time 12.20
INSTRUM DPX300
PROBHD 5 mm QNP 1H/L1
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 3090

Ds 4

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AQ 1.7400308 sec
RG 912.3

DW 26.550 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
41l 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13c

Pl 8.80 usec
PL1 -3.00 dB
SFQ1 75.4760505 MHz
======== CHANNEL f2 =z=z=z=====
CEDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 17.55 4B
PL13 17.55 @B
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677490 MHz
WDW EM

SSB o]

LB 3.00 Hz
GB 0

PC 1.40
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Current Data Parameters

NAME 8-30
EXPNO 2
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080407
Time 12.34
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2g30

TD 32768
SOLVENT ¢pcl3

NS 32

Ds 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 512

DwW 78.000 usec
DE 6.00 usec
TE 298.2 X
D1 2.00000000 sec
TDO 1
===z=zz==== CHANNEL fl s======:
Nucl 1H

Pl 14.70 usec
PL1 0.00 4B
SFO1 399.9528000 MHz
F2 - Processing parameters
SI 32768

SF 399.9500000 MHz
WDW EM

SSB 0

LB 0.70 Hz
GB Q

PC 1.00

S73
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211.45

167.66
149.68
144.04
143.00
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115.17
40.18

T
210

T

T T T T
170 160 150 140 130

Current Data Parameters

NAME 8-30
EXPNO 5
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Paramete:
Date_ 20080407
Time 22 .39
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT

NS 22019
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 2298.8
DW 19.900 us
DE 6.00 us
TE 298.2 K
D1 0.15000001 s¢
D11 0.03000000 se¢
DELTA 0.05000000 se¢
TDO 1
======== CHANNEL fl =====:
NUC1l 13C
Pl 7.80 us
PL1 -3.00 dr
SFO1 100.5785 700 M
s==z===== CHANNEL f2 mmunn"
CPDPRG2 waltzle
NUC2 1H
PCPD2 135.00 us
PL2 17.40 at
PL12 17.40 dt
PL13 17.40 dt
SFO2 399.9516000 Mt
F2 - Processing parameters
ST 32768
SF 100.5675080 M
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40
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Current Data Parameters
NAME 8-32
EXPNO S
PROCNO 1
DU ©/n
USER Liang
F2 - Acquisition Parameters
Date_ 20080410
Time 17.12
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG 2g30
D 32768
SOLVENT CDC13
NS 85
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 1290.2
DW 78.000 usec
DE 6.00 usec
TE 298.2 K
Dl 2.00000000 sec
D0 1
==s===== CHANNEL fl ======z=:
NUC1 1H
Pl 14.70 usec
PL1 0.00 @B
SFOl 399.9528000 MHz
F2 - Processing parameters
SI 32768
SF 399.9500000 MHz
WDW EM
\. ﬁ SSB 0
LB 0.70 Hz
L GB 0
PC 1.00
—~ Ve -/ s A S o l\\\\\\ .\\

95 9.0 8.5 8.0 7.5 7.0 6.5 6.0 58 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm

1.03
2.156

4

4

2
1.07
1.35
1.90
1.16
1.87
1.35
1.89

1

5
13.89
1.88
5.03
12.72

8

1
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C13

212.51

135.52
114.92

o~
o~
o~
(Yol
—

T 143.17
————140.02

_——144.47

T
210

Current Data Parameters

NAME 8-32
EXPNO 10
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Paramete:
Date_ 20080411
Time 21.28
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT

NS 57641
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 3649.1
DW 19.900 us
DE 6.00 us
TE 298.2 K
D1 0.15000001 se¢
D11 0.03000000 se
DELTA 0.05000000 s¢
TDO 1
czzzzz== CHANNEL f1 =====:
NUC1 13C
Pl 7.80 us
PL1 -3.00 ar
SFO1 Hoo.ﬂmmm@o M
======== CHANNEL f2 mwunn”
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 us
PL2 17.40 4t
PL12 17.40 at
PL13 17.40 G
SFO2 399.9516000 M
F2 -~ Processing parameter:
ST 32768
SF 100.5675080 Mt
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40



Comparison of "H NMR Data for Synthesis and Natural
Amphidinolide B; (1)

Natural 1

- AJJUAJUUUL J{, I
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‘l vev v —' s hdE Bl l A V Rl
6.0 5.0 _ 40 3.0 2.0 1.0

Synthetic 1
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Comparison of C NMR Data for Synthesis and Natural
Amphidinolide B; (1)

Synthetic 1 °C NMR Data Natural 1 °C NMR Data®
(CDCl3, 100 MHz) (CDCl;, 150 MHz)
212.51 212.49
167.77 167.77
144.47 144.47
143.17 143.16
140.02 140.04
135.52 135.45
128.58 128.60
128.45 128.44
124.40 124.37
114.92 114.89
77.86 77.84
76.07 76.01
75.69 75.62
68.44 68.46
66.70 66.58
60.19 60.11
46.99 46.96
45.98 45.97
45.35 45.36
39.52 39.51
39.39 39.45
33.31 33.27
30.95 30.92
29.35 29.26
28.44 28.40
26.88 26.87
21.07 21.04
18.27 18.33
15.71 15.71
15.15 15.10
12.50 12.48

* Tsuda, M.; Kubota, T.; Sakuma, Y.; Kobayashi, J. Chem. Pharm. Bull. 2001, 49, 1366-67. See also,
Ishibashi, M.; Ohizumi, Y.; Hamashima, M.; Nakamura, H.; Hirata, Y.; Sasaki, T.; Kobayashi, J. J. Chem.
Soc,. Chem. Commun. 1987, 1127-29.
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. Current Data Parameters

NAME 8-26
EXPNO 2
PROCNO 1

DU /n
USER Liang

F2 - Acquisition Parameters
Date_ 20080405
Time 16.0%
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT CDCl3

NS 13

Ds 2

SWH 6410.256 Hz
FIDRES 0.195625 Hz
A0 2.5559540 sec
RG 512

DW 78.000 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1l =====z=z=z:
NUC1 1H

Pl 14.70 usec
PL1 0.00 dB
SFOl 399.9528000 MEz
F2 -~ Processing parameters
SI 32768

SF 399.9500000 MHz
WDW EM

SSB 0

LB 0.70 Hz
GB 0

BC 1.00
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C13

Current Data Parameters

NAME 8-26
~ o~ NOMNOHAN O PO W EXPNO 4
0 @ NOFTAWVANNWOWMOD OOV NOTAHPATVOAAITMOOWOM PROCNO 1
. COOTN MW HO << SN0 AW DU /n
— o~ YN HMNNO DWW N e v e . oo USER Liang
— o] FTILFLILI NN NNNN A DVNAYWOVVNNIMOAMACDNSO NN
o~ — AT A A A A A A A A A CONOOVVUNE IO NN A A
F2 - Acquisition Parameters
_ Date_ 20080405
i h - Time 16.55
v . A INSTRUM DPX400
i PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30
TD 65536
SOLVENT
NS 3726
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 4096
DW 19.900 usec
DE 6.00 usec
TE 298.2 K
D1 0.15000001 sec
D11 . 0.03000000 sec
DELTA 0.05000000 sec
TDO 1
======== CHANNEL fl ==z=z==z==
NUC1 3¢
Pl 7.80 usec
PL1 ~3.00 dB
SFO1 100.5785700 MHz
======z== CHANNEL f2 ========
CPDPRG2 waltzlé
NuCz2 iH
PCPD2 135.00 usec
PL2 17.40 @B
PL12 17.40 4B
PL13 17.40 dB
O Z SFO02 399.9516000 MHz
2
55 F2 - Processing parameters
51 32768
SF 100.5675080 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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H1
Current Data Parameters
NAME 8-27
EXPNO 3
PROCNO 1
Dy /n
USER Liang
F2 - Acquisition Parameters
Date_ 20080414
Time 23.44
INSTRUM DPX400
PROBHD 5 mm BBO BS-1H
PULPROG zg30
TD 32768
. SOLVENT CDC13
NS 32
Ds 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
. RG 1149.4
- DW 78.000 usec
DE 6.00 usec
\ \\ \ TE 298.2 K
Dl 2.00000000 sec
e T \\.\ VT Y \\\\ / \ TDO 1-
zsxzmxzs CHANNEL £1 ==xzs==x
NUC1 1
: Pl 14.70 usec
“, R PL1 0.00 dB
- . ) . SFo1 395.9528000 MHz
F2 - Processing parameters
sI 32768
SF 399.9500000 MHz
WDW EM
5SB 0 —
LB 0.70 8z
GB 0 %)
PC 1.00

F FQQ%CLC%%?C _ S

f i o 1 AR L T Ll ALl { i T LA 1

L 1 DAL T 1 I
9.5 9.0 8.5 80 75 7.0 8.5 8.0 5.5 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5 0.0 ppm

of<(o|w]N )
o 51 o A e o R I A et S A P B et et
Sl o||=lie] . lelejo] I+l [S|s|el=lio] [wlr|=|v= = nlnNIg|S|n+|
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C13

212.64
167.49
143.16
T——140.79
135.90
128.87
128.68
124.34
114.91

__—144.58

—~

220

Current Data Parameters

NAME 8-27
EXPNO 5
PROCNO 1
DU /n
USER Liang
F2 - Acquisition Parametel
Date_ 20080414
Time 23.58
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT

NS 18937
DS 4
SWH 25125.629 H:
FIDRES 0.383387 H:
AQ 1.3042164 s¢
RG 6502
DW 19.900 ucs
DE 6.00 us
TE 298.2 K
D1 0.15000001 s¢
D11 0.03000000 s¢
DELTA 0.05000000 se¢
TDO 1
====z=== CHANNEL fl =====:
NUC1 13¢C
Pl 7.80 ue
PL1 -3.00 &
SFO1 100.5785@§0 Mt

[c0]

======== CHANNEL f2 &F===:
CPDPRG2 waltzlé
NUC2 1H
PCPD2 135.00 us
PL2 17.40 dt
PL12 17.40 &
PL13 17.40 at
SFO2 399.9516000 Mt
F2 - Processing parameter:
ST 32768
SF 100.5675080 Mt
WDW EM
SSB 0
LB 3.00 H:
GB 0
PC 1.40





