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Date: Wed, Mar 12, 1997 4:39 PM
Data: Nodatasaved

Sample: 2817-050, RP C18, Acetonitrile/Water/TFA (30:70:0.1)

1 ml/mn
Sampling Int: 0.1 Seconds @
Data:
)
[
Ny %cj [}
o ©F ¥
Mt s J oo
0.0 20.0
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1.440 N 258 6198 0.057
1 3.828 N1 1505 17268 0.160
2 4,153 N2 1894 30571 0.283
3 4.888 N1 4552 75416 0.700
4 5.400 N2 1299 15539 0.144
6.146 N 510 1755 0.016
5 7.106 N1 485999 10556256 98.040
6 8.480 N2 2762 57898 0.537
10.843 N 638 5672 0.052
15.485 N 409 895 _0.006
Total Area 10767268 99.995
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Date: Thu, Mar 13, 1997 2:03 PM
Data; 2817-182

Sample: 2817-182, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Sampling Int: 0.1 Seconds @

Data:
]

L 0 -—

L} — o

O <F <

M3 <t Vel
0.0 29.9
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1 3.655 N 3458 58897 0.433
2 4.418 N 2837 39195 0.288
3 6.491 N 3385 64845 0.477
4 15523 N 314938 13417788 98.800
Total Area 13580725 99.998
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Date: Thu, Mar 13, 1997 12:04 PM
Data: 2817-192A

Sample: 2817-192A, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Sampling Int: 0.1 Seconds @
Data:

Lin)
g -~—
il o 0 o .
¥a) ) e’ K3
<r o tre] —
0.0 20.0
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1 4.613 N 4250 151991 0.943
2 6.481 N 1807 29994 0.186
3 8.076 N 2122 30194 0.187
4 9.103 N1 519554 14691816 91.222
5 9.976 N2 42903 1115740 6.927
6 13.351 N 4081 ___ 85702 _0.532
Total Area 16105437 99.997
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Date: Thu, Mar 6, 1997 11:22 AM
Data: 2817-162

Sample: 2817-162, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Sampling Int: 0.1 Seconds

Data:

| D v =

N 0o op]
o MM o
L e !
=t 7 o o
0.0 20.0
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1 4.425 N 1160 10269 0.062
2 5.738 N 3202 41507 0.251
3 6.438 N 1630 21679 0.131
4 9.303 N 2263 37053 0.224
5 12.821 N 460383 16364794  99.329
Total Area 16475302 99.997
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Date; Thu, Mar 13, 1997 10:57 AM
Data: 2817-154

Sample: 2817-154, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Sampling Int: 0.1 Seconds
Data:

o~

=

| basw
4.875
—

) §.495

0.0 20.0
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%

1 3.835 N1 18143 235430 1.397

2 4.016 N2 15911 230513 1.368

3 4.875 N3 3543 79978 0.474

4 6.305 N 785287 16190338 96.111

5 8.495 N 5840 __ 109073 _0.647
Total Area _ 16845332 99.997
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Date: Tue, Mar 11, 1997 2:48 PM
Data: 2817-144

Sample:

Sampling Int: 0.1 Seconds

2817-144, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Data: @
g
]
oo [Lp]
— @
r~ o
M~
0.0 20.0
Analysis:  Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1 3.718 N1 2401 20592 0.151
4.041 N2 521 1231 0.009
2 4.883 N 1288 11467 0.084
3 7.135 N 10452 245946 1.806
4 8.353 N1 509715 12647004 92.898
5 10.295 N2 27702 649731 4,772
6 11.081 N3 2173 37792 _0.277
Total Area 13613763 99.997
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Date: Thu, Mar 13, 1997 9:42 AM
Data: 2817-158

Sample: 2817-158, Nucleosil C18, Acetonitrile/Water/TFA (30:70:0.1), Tml/mn

Sampiling Int: 0.1 Seconds
Data:

P
;=
Vet

oo —
— o
L= <+
TpITy) o
0.0 25.1
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
1 5.090 N1 5236 78474 0.577
2 5.610 N2 1169 13958 0.102
3 6.901 N1 - 627183 13454048 98.962
4 8.401 N2 1749 48612 _0.357
Total Area 13595092 99.998
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Date: Wed, Mar 12, 1997 5:24 PM
Data: Nodatasaved
Sample: 2817-180, RP C18, Acetonitrile/Water/TFA (30:70:0.1)
1 ml/mn
Sampling Int: 0.1 Seconds @
Data:
e S R} by
~ T O
(R Ty r-
0.0 20.1
Analysis: Channel A
Peak No. Time Type Height(uV) Area(uV-sec) Area%
0.368 N 370 751 0.006
3.243 N1 437 3059 0.024
3.485 N2 663 4818 0.038
1 3.738 N3 2072 13996 0.113
4.028 N4 496 1415 0.011
2 4.816 N1 2211 41366 0.334
5.298 N2 516 2185 0.017
3 5.596 N3 1397 17957 0.145
4 7.096 N 7894 151527 1.225
5 8.206 N 485574 12127146 98.077
14.728 N1 268 16 0.000
14.790 N2 195 57 0.000

Page 1
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Date: Wed, Mar 12, 1997 5:24 PM
Data: Nodata saved

Analysis: Channel A

Peak No. Time Type
14.998 N3
15.108 N4
Total Area

Height(uV)

299
369

Area(uV-sec)
339

12364832

Area%
0.002

Page 2
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2817-154
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NAFI

DATE 31-10-96
SF 62.896

Sy 62.0
04 1850.000
SI 32768
TD 32768
SW 16129.032
HZ/PT .984
PW 4.0
RD 0.0
AQ 1.046
R6 200
NS 32000
TE 297

°
FN 20200
02 4000.000
DP 44L CPD
LB 2.000
6B 0.0
cXx 35.00

Y 0.0

Fi 220.018P
F2 ~9.970P
HZ/CM 413.295

PPM/CM  6.571
SR ~-5044.02
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AUTOMATICALLY ACQUIRED SPECTRUM - CDCL3

— cofer)wlofwivdoy-doic o <l '17 AR
x = 15 ;:ﬁ%wﬂ“n’%ﬁ?“&:::ﬁ %xﬁz@«;o«mag mf%g
o < ic I RININ o) eaing log
e 2817 - 182 ) I Lr\r\v\n\ (A ofwofofiol o
) \W = 4
o =\
c>f_$ij‘\@f‘\fb
N\
Ry
| ﬂl
| | i I I-V( ‘
JLJ . L ]
=
&
=
z
= 1 1 1 . 1 L 1 . 1 1
1.0 10.0 9.0 . 6.0 5.0 4.0 3.0 0.
PPM

Bpgd
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AU PROG.
AUTOGETC

DATE 14-7-96

SF 270.133
SY 420.0300000
04 4500.000

SI 32768

TD 32768

SW 65024.096
HZ/PT .368
PW 1.0
RD .200
AQ 2.720
RG 64

NS 16

TE 2987

Fil

8000
02 50000.000
63L PO

LB .200
GB 0.0

cX 35.00
Ccy 0.0

Fi 12.004P
F2 -.500P

HZ/CM 96.4B0
PPM/CM  .357
SR 3060.16
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Current Data Parameters

a8
a8
usec
usec
MHz

g8

MHz

ppm
Hz

ppm

Hz
ppm/cm

NAME 2817-182
EXPNO 10
PROCNO 1
F2 - Acgquisition Parameters
Date_ 961028
Time 7.29
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG z2qpg30
0 65536
SOLVENT cpc13
NS 400
DS 2
SWH 31847.133
FIDRES 0.485949
AQ 1.0289652
RG 7298.2
DW 15.700
DE 4.50
TE 300.0
dii 0.0300000
di2 0.0000200
PL13 15.00
Di 1.00000000
CPOPRG2 waltz1B
PCPD2 106.00
SFO2 400. 1316005
NUC2 1H
PL2 ~5.00
PL12 15.00
P1 9.00
DE 4.50
SFO1 100.6254358
NUC1 13C
PL1 -2.00
F2 - Processing parameters
51 32768
SF 100.6127290
WOW EW
558 4}
LB 1.00
GB 0
PC 1.40
10 NMR plot parameters
CX 20.00
Fip 215.000
F1 21631.74
Fap -5.000
F2 -503.06
PPMCM 11.00000
HZCM 1106.73999

Hz/cm
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INTEGRAL

2B17-182A
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AU PROG.
AUTOGETC
DATE 28-10-96

SF 270.133
SY 420.0300000
04 4500.000

SI 32768

TD 32768

SH 6024.095
HZ/PT . 368
PH 1.0

RD .200
AQ 2.720
RG 40

NS 16

TE 287

FW 8000

02 50000.000
DP B3L PO .
LB .200
GB 0.0

CX 35.00
CY 0.0

Fi 12.001P
F2 500P

HZ/CM 96.480
PPM/CM  .357
SR 3060 .16
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Current Data Parameters

X W NAME 2817-192A

N AUOMNONSNNOIDMINDONNOIDO MO MOMOLWn WO o W EXPNO 20
W O~ AU NTODUWNNWOD O NSO ST OO~ M ) =
IS O MN~NMMOMOMYTYOOYT T N NO 00 N OO W~ MMmM N~ M PROCNO i
a 0 O OMNOITITONNUU— =00 SNNSNO~NCOOO WO 0 10
. LIITICCooYYUITNNYDD e~ vooonD N oo F2 - Acquisition Parameters
7o % Date._ 961029
L—N’\\““M Time 12.45
INSTRUM dpx400
7 PROBHD 5 mm ONP  1H
(\/\ PULPROG zgpg30
1O ™ 65536
no SOLVENT coc13
NS 400
DS 2
SWH 31847.433 Hz
FIDRES 0.485949 Hz
AQ 1.0289652 sec
RG 8192
Dw 15.700 usec
DE 4.50 usec
TE 300.0 K
dit 0.0300000 sec
diz 0.0000200 sec
PL13 15.00 dB
01 1.00000000 sec
CPOPRG2 waltz16
PCPD2 106.00 usec
5F02 400. 1316005 MHz
NUC2 1H
PL2 -5.00 dB
PL12 15.00 dB
Py 9.00 usec
DE 4.50 usec
SFO1 100.6254358 MHz
NUC1 13C
pLY -2.00 dB
F2 - Processing parameters
S1 32768
SF 100.6127230 MHz
WOW EM
SSB 0
LB 1.00 Hz
6B 0
PC 1.40
10 NMR plot parameters
CX 20.00 cm
MMMWWWWMWMW F1P 215.000 ppm

Fi 21631.74 Hz

FapP -5.000 ppm
T T T T T T I T T T T I T T T T ] T T T T T T T T T | T T T ¥ | T T T T I T T T T I Fe -50306 Hz
ppm 200 175 150 125 100 75 50 25 0 PPHCH 11.00000 ppn/cm

HZCM 1106.73999 Hz/cm
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AD . 200
AQ 2.720
RG 40
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i TE 297 ?
y FW 8000
; p2 50000.000
DP B3L PO
LB .200
6B 9.0
CX 35.00
cY 0.0
_ F1 12.004P
i F2 ~.500P
| HZ/CM 96. 480
o _ . PPM/CM . 357
. ) - ! SR 3060. 16
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Current Data Parameters

usec
MHz

dB
dB
usec
usec
MHz

NAME 2817-180
EXPNO 10
PROCNO i
F2 - Acquisition Parameters
Date_ 961031
Time 11.03
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG 29pg30
0 65536
SOLVENT coc13
NS 400
DS 2
SKH 31847.133
FIDRES 0.485849
AQ 1.0288652
RG 8192
Dw 15.700
DE 4.50
TE 300.0
dit 0.0300000
di2 0.0000200
PL13 15.00
D1 1.00000000
CPDPRG2 waltzi6
PCPD2 106.00
SF02 400.1316005
Nuc2 1H
PL2 -5.00
PL12 15.00
Py 9.00
DE 4.50
SFO1 100.6254358
NUC1 13C
PL1 -2.00

dB

F2 - Processing parameters

SI 32768
SF 100.6127290
WOW EM
558 0
LB 1.00
GB 0
PC 1.40

iD NMR plot parameters

CX 20.00
FiP 215.000
Fi 21631.74
Fep -5.000
F2 -503.06
PPMCM 11.00000

HZCM 1106.73999

MHz

Hz

ppm
Hz

ppm

Hz
ppm/cm
Hz/cm
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2817-158 ﬁ‘\‘\'ﬂ g
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AL PRYS.
AUTOGETS
DATE 4-11-95

SF 2790 133
5Y 129 13262991
N 4591 1145

SI 32768

TD 32768

S 6724.096
HZ/PT .3R8
Py 1.1

RD .299
AQ 2.729
R5 54

NS 16

TE 297

FW 8999

N2 59019 091
DR 230l PO

LB .29
K 979
X 35.29
Y 91

Fq 12.911P
F2 ~-.520P

HZ/CM 96.487
PEM/CM  .357
SR 3159 1R
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NAME 2817-158
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 961104
Time 12.32
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG z2gpg30
TD 69536
SOLVENT Coc13
NS 400
0s 2
SWH 31847.133
FIDRES 0.485949
AQ 1.0289652
RG 8192
o] 15.700
DE 4.50
TE 300.0
dil 0.0300000
g2 0.0000200
PL13 15.00
D1 1.00000000
CPDPRG2 waltzib
PCPD2 106.00
SF02 400.1316005
NUC2 iH
PL2 -5.00
PL12 15.00
Py 8.00
DE 4.50
SFO1 100.6254358
NUC1 13C
PL1 -2.00
F2 ~ Processing parameters
51 32768
SF 100.6127290
WO EM
558 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

[ 20.00
F1iP 215.000
Fi 21631.74
Fap -5.000
F2 -503.06
PPUCM 11.00000
HZCM 1106.73993

ppm
Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters
NAME Dct28
EXPNO 240
PROCNO 1
F2 - Acgquisition Parameters
Date_ 961028
Time 11.22
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG zgpg30
0 65536
SOLVENT CoC13
NS 400
DS 2
SWH 31847.133 Hz
FIDRES 0.485849 Hz
AG 1.0289652 sec
RG 4096
DW 15.700 usec
DE 4.50 usec
TE 300.0 X
di1 0.0300000 sec
di2 0.0000200 sec
PL13 15.00 dB
D1 1.00000000 sec
CPDPRG2 waltzib
pPCPD2 106.00 usec
SF02 400.1316005 MHz
NuC2 1H
PL2 -5.00 dB
PL12 15.00 dB
P{ 9.00 usec
DE 4.50 usec
SFO4 100.6254358 MHz
NUCH 13C
pL1 -2.00 dB

F2 - Processing parameters

SI 32768
SF 100.6127280
WOW EM
558 0
LB 1.00
68 0
PC 1.40

4D NMR plot parameters

cx 20.00
F1P 215.000
F1 21631.74
Fap ~5.000
Fe -503.06
PPMCM 11.00000

HZCM 1106.73999

MHz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm



% \°

468.87474 He/cm

L
(t_
- rggmgxga

1 1 T T T i
ppm 165 160 155 150 140 135 130 425

o
o
()
an
[+]
(¥
po—
s
=)
=
% e v 2 mon < meeew n
£ ™~ ~ & P~ [(-N~) -l ot
& gg g % 5 8 3 SREER 5g
Q Current Data Parsmetsrs
e NAKE A3Ri2
g S.Kapadia/2817-162%xxSFL¥%CDC13%xA-3212 EXPHO 3
PAOCNO ]
w2
o~ Fe - Acquisition Perameters
on e
A \ ’ : Tine 10.32
o INSTAM . wect
o PAOBHD 5 e TXT {13
an PULPROE 909
[+] ™ 32788
Ay SOLVENT 013
] 87
o 08 ]
NS L 35446541 Kz
> FIDRES 0.959672 2
A2 0.5210812 sec
Z‘ ] 1449.4
3; - o 15.900 usec
.- | 3 4.30 usec
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g{) 0 500. 1324378 Wiz
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DE 4.50 usst
= 5F04 $25.7701543 Wz
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Current Data Parameters
NAME Oct28
EXPNO 240
PROCNO 1
F2 - Acquisition Parameters
Date_ 961028
Time 11.22
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG 29p930
0 65536
SOLVENT CDC13
NS 400
DS 2
SWH 31847.133 Hz
FIDRES 0.485949 Hz
AG 1.0289652 sec
RG 4096
i} 15.700 usec
DE 4.50 usec
TE 300.0 X
di! 0.0300000 sec
di2 0.0000200 sec
PL13 15.00 dB
D1 1.00000000 sec
CPOPRG2 waltzi6
PCPD2 106.00 usec
SF02 400. 1316005 MHz
NUC2 iH
pL2 -5.00 dB
PLi2 15.00 dB
Py 9.00 usec
BE 4.50 usec
SF 100.6254358 MHz
NUC1 13C
PLY -2.00 dB
F2 - Processing parameters
SI 32768
SF 100.6127290 WHz
WO EM
558 0
;) 1.00 Hz
68 0
PC 1.40
1D NMR plot parameters
CX 20.00 cm
FipP 2§5.000 ppm
[} 21631.74 Hz
Fap ~5.000 ppm
F2 ~503.06 Hz
PPHCM 11.00000 ppm/cm

HZCH 1106.739389 Hz/cm
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PPM

BpgSen

VKIII13.024

AU PROG:
AUTOGETC

DATE 3-7-86

SF 270.133

SY 120.0300000

04 4500.000

SI 32768

7D 32768

SW 6024.096

HZ/PT .368

P¥ 1.0

RD .200

AQ 2.720

RG 64

NS 16

TE 297

FW 8000

02 50000.000

DP B3L PO

LB .200

GB 0.0

CX 35.00

Cy 0.0

Fi 12.001P

F2 -.500P

HZ/CM 86.480

PPM/CM .357

SR 3060.16
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ppm
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Current Data Parameters

usec
MHz

a8
dB
usec
usec
MHz

NAME 2817-179
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 9651108
Time 13.34
INSTRUM dpx400
PROBHD 5 mm GNP 1H
PULPROG zgpg30
0 65536
SOLVENT CDC13
NS 400
0s 2
SWH 31847.433
FIDRES 0.485949
AQ 1.0288652
RG 8192
DW 15.700
DE 4.50
TE 300.0
gi1 0.0300000
di2 0.0000200
PL13 15.00
D1 1.00000000
CPDPRG2 waltzi6
PCPD2 106.00
SF02 400.1316005
NuC2 1H
PL2 ~5.00
PL12 15.00
Pi 8.00
DE 4.50
SFO1 100.6254358
NUC4 13C
PL1 ~2.00

dB

F2 - Processing parameters

SI 32768
SF 100.6127290
WDW EM
558 0
LB 1.00
GB 0
PC 1.40
10 NMR plot parameters

(994 20.00
FiP 215.000
F1i 21631.74
Fep -5.000
F2 -503.06
PPMCM 11.00000

HZCM 1106.73998

WHz

Hz

ppm
Hz

ppm

Hz
ppm/cm
Hz/cm
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SW  6024.096
] HZ/PT - 368
| PN 1.0
RD -200
’ AQ 2.720
RG 100
. NS 16
- TE 297
FW  B00O
02 50000.000
DF B3L PO
LB . 200
GB 0.0
CX 35.00
cyY 0.0
Fi 12.0014P
F2 25000
HZ/CM 96.480
PPM/CM . 357
SR 3060 16
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Current Data Parameters

NAME 2817-144
EXPND 10
PROCND 1

F2 - Acquisition Parameters

Date_ 961028

Time 10.42
INSTRUM dpx400
PROBHD 5 mm GNP iH
PULPROG zgpg30

0 65536
SOLVENT £oc13

NS 400

DS 2

SWH 31847.433 Hz
FIDRES 0.485849 Hz
AQ 1.0289652 sec
RG 8192

DW 15.700 usec
DE 4.50 usec
TE 300.0 K
gi1 0.0300000 sec
dgi2 0.0000200 sec
PL13 15.00 dB
131 1.00000000 sec
CPDPRG2 waltzi6
PCPD2 106.00 usec
SF02 400.1316005 MHz
NUC2 iH

PL2 -5.00 dB
pL12 15.00 dB
P1 9.00 usec
DE 4.50 usec
SFO4 100.6254358 MHz
NUCH 13C

PLY -2.00 dB

F2 - Processing parameters

SI 32768

SF 100.6127290 MHz
WOW EM

558 0

LB 1.00 Hz
GB 0

PC 1.40

10 NMR plot parameters

CX 20.00 cm
Fip 215.000 ppm
Fi 21631.74 Hz
FaP ~-5.000 ppm
F2 ~503.06 Hz
PPMCM 11.00000 ppm/cm

HZICM 1106.73998 Hz/cm
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SF 270.433
SY 120.0300000
01  4500.000
SI 32768
TD 32768
SW  6024.096
HZ/PT . 368
PW 1.0
a RD 1200
AQ 2.720
RG 160
NS 16
TE 297 -
| FW 8000
02 50000.000
- DF B3L PO
LB . 200
GB 0.0
CX 35.00
cY 0.0
Fi 12.001P
F2 ~.500P
HZ/CM 96. 480
| PRM/CM 357
l SR 3060.16
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spgSen

M14979.666
DATE 20-10-95
SF 62.896
SY 62.0

01 1850.000
SI 32768

TD 32768

SW 16429.032
HZ/PT .984
PW 4.0
RO 0.0
AQ 1.016
RS 200

NS 8000

TE 297

FW 20200

02 3800.000
DP L CEP
LB 1.000
68 .0

.00
Fi 220, 027P
F2 -9.962P
HZ/CM 443,295
PPM/CM  6.571
SA -5036.68



