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Compound 131 9-AUG-1996 08:14:52
GDS6219- 12, PAGE

GDS-S-6219D- -0k

Si

0.2 +

f i fit 1 i 9 t

10 15
MINUTES

0
INST.:309 RUN:2787

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ********

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD

PK START
NO TIME

INJECTION ID NO. 2787
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

PEAK
HEIGHT

INJ TIME: 07-AUG-96 20:10:20
-CYCLE: 346

SAMPLE ID:
PEAK
AREA

AREA

1 4.65 4.76 4.96 0.0007744 0.0000857 0.21
2 14.13 14.31 14.50 0.0011644 0.0001521 0.38
3 15.88 15.98 16.17 0.0001797 0.0000268 0.07
4 16.43 16.72 16.90 0.0003120 0.0000427 0.11
5 18.26 18.39 18.58 0.0004510 0.0000557 0.14
6 21.50 21.82 22.42 0.3025604 0.0398027 99.10

Report Process Time 9-AUG-1996 08:14:52, Report Based on Reintegration
Integration parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR
0.0000 1.0000 2W 0.0000 2.0000 SP 0.0000 2.0000 SN
0.0000 0.0200 PS 3.5000 0.0000 LT

.J

0. 1

0.0

-0.1

1 I
20 25 S0

C) . 3
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Compound 27a

SEARLE POOR QUALITY ORIGINALQE-300 PLUS.

074. 000
13SEP96

CDCL2 (A) 0 I
OPERATOR: Su I o a '

~ao I
6

'I

4 2

I~ I1

0 PPM

SEARLE
QE-300 PLUS

074. 001
135EP96

"WE IMA to

'. MI ' tlM c

P Lt< 11 . 1s alst

-.3 ft . I .3 it33 .
.*T 3337. = 43 *S

' 3e #4 M

.21 It h

1244 t:I 3st

113 a3T 7 t atJa

1.4 22 3t 1

I tA.P 33*~.I.7.****.* 3*7~3.,. 3*45 I L I i
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GDS-S-219-PS

Compound 27a
0.4

0.3
a

0.2 0KX 0

I-I

00

0.21

-0.1
0 5 10 15 20 25 90

INST.:252 RUN:5380 MINUTES

THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *****

INST.NO. 292 INJECTION ID NO. 5680 INJ TIME: 12-SEP-96 15:52:35
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 22
METHOD COMMENT: . S-)METHOD NAME: MD SAMPLE ID:

PK START CREST END PEAK PEAK AREA
NO TIME TIME. TIME HEIGHT AREA %

-----------------------------------------------------------------------------------------
1 3.91 4.06 4.36 0.0035875 0.0004991 0.96
2 9.01 9.19 9.39 0.0009350 0.0001432 0.27
3 10.23 10.44 10.73 0.0038693 0.0006144 1.18
4 14.25 14.38 14.63 0.0001775 0.0000266 0.05
5 14.92 15.11 15.31 0.0006118 0.0000939 0.18
6 17.96 18.14 18.38 0.0007025 0.0001098 0.21
7 18.50 18.653 18.83 0.0002224 0.0000320 0.06
8 19.02 19.28 19.46 0.0006678 0.0001037 0.20
9 19.47 19.82 20.11 0.0079011 0.0012259 2.35

10 20.88 21.01 21.15 0.0002579 0.0000344 0.07
11 21.15 21.54 22.31 0.3107859 0.0478061 91.79
12 22.31 22.51 22.92 0.0004118 0.0001450 0.28
13 22.92 23.19 23.40 0.0005887 0.0001038 0.20
14 24.48 24.72 24.99 0.0075625 0.0011417 2.19
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POOR UALITY QIGINAL Compound 27b

SEARLE
QE-300 PLUS

090.000
29SEP96

CDCL3

OPERATOR; SUE

DIU.

8 6 4 2

I, 1t

0 PPM
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90 001
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GDS6219- . 1 PAGE
GDS-5-6219E-

Compound 27b
0.05

0.04

0. 03 +
en

-J
C

0.02

0.01

0.00
0

INST.:252 RUN:5655

-) ulmni ar

,;,:u.;in Typ! In c^-,c
lu in -.i -2 ' ' cmt L Id mm

-Z.AJ

P;%;S C, .0- ;;.1 Zet aL S" nm
L: 04 !iA :m1mir A-.-S 0-1

Pump c, iicc - ('j --zt r,))A
i t , j 0_

A.
4+ f Iff i&

10 15
MINUTES

20 25

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *****

INST.NO. 292
USER :D: DESA
METHOD COMMENT:
METHOD NAME: MD)

INJECTION ID NO. 5695
INGRAD RUN ID: *MD

INJ TIME: 27-SEP-96 16:16:19
-CYCLE: 37

SAMPLE ID:
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA

1 1
2 1
3 1
4 1
5 1
6 1
7 1
8 1
9 2

Report Proc
Integration

T0E.0
0.0000
0.0000

2.17 12.30 12.51 0.0001840
2.99 13.12 13.63 0.0000949
4.07 14.45 15.01 0.0032526
5.14 15.33 15.57 0.0006910
5.77 15.89 16.10 0.0001150
6.11 16.29 16.47 0.0002046
6.91 17.34 17.87 0.0300270
7.87 18.05 18.28 0.0002555
0.33 20.48 20.67 0.0002099
ess Time 30-SEP-1996 10:39:32, Report Based
parameters in use for this injection:
VALUE TYPE -- TIME VALUE TYPE -- 1
0.0500 PS 0.0000 0.0000 NS 0
1.0000 PW 0.0000 2.0000 S? 0

0.0000279 0.29
0.0000331 0.34
0.0009777 10.06
0.0001114 1.15
0.0000222 0.23
0.0000330 0.34
0.0084252 86.72
0.0000517 0.53
0.0000330 0.34

on Cursor Editing

IME
.0000
.0000

VALUE TYPE
0.0000 SR
2.0000 SN

S0

.

I
Cy Z- - ' 0'- 1 e9 - f6-
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POOR QUALITY ORIGINAL
Compound 27c

USEARLE
QE-300 PLUS

i076.000
11SEP96 o 0 0

cDCLa (C) Nt
OPERATOR: SUE O

-o

10 4 - 2 0 PPM

SEARLE
QE-300 PLUS
076 001

1IISEP96

III I s-1g4 let

KZ a,.

Is . 1

11 -

4 is w
4 i

PPM100 140 12 0 1, - 0
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(G DSb219- %J-(t PAGE
GDS-S-6219D- J77

Compound 27c

U,
I-
-J
C

0.8

0.6

0.4

0.2

0.0

-0.2 '
0

INST.:252 RUN:5682

5 10 15 20
MINUTES

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *****

INST.NO. 292
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD

INJECTION ID NO. 5682
INGRAD RUN ID: *MD

INJ TIME: 12-SEP-96 17:34:26
-CYCLE: 24

SAMPLE ID: -) !;1C.
PK START CREST END PEAK PEAK AREA
NO TIME TIME- TIME HEIGHT AREA %

1
2
3
4

7
8
9

10
11
12
13
14

3.73
7.86
10.17
12.38
13.40
14.14
14.96
15.98
16.62
16.96
17.39
17.92
18.47
19.40

4.15
8.17
10.41
12.56
13.55
14.35
15.11
16.22
16.81
17.07
17.63
18.23
19.02
19.62

4.47
8.52

11.05
12.76
13.73
14.73
15.30
16.62
16.96
17.33
17.85
18.45
19.40
19.98

0.0056733
0.0388675
0.0053589
0.0013751
0.0003794
0.0020216
0.0004840
0.0002068
0.0013510
0.0008833
0.0010686
0.0072098
0.0317920
0.0496984

0.0009098
0.0065433
0.0009782
0.0002050
0.0000572
0.0003582
0.0000698
0.0001060
0.0002275
0.0001557
0.0001696
0.0011750
0.0074958
0.0080416

0.57
4.09
0.61
0.13
0.04
0.22
0.04
0.07
0.14
0.10
0.11
0.73
4.69
5.03

15 1
16 2
17 2
18 2
19 23
20 23
21 2:
22 2
23 24

Report Proce
Integration

TIME
0.0000
0.0000
0.0000

9.98 20.13 20.26 0.0004261
0.27 20.72 21.29 0.6783906
1.29 21.52 21.99 0.0074338
2.49 22.70 23.06 0.0009565
3.06 23.33 23.42 0.0020120
.42 23.61 23.77 0.0065345
.77 24.04 24.42 0.0958661
.42 24.58 24.79 0.0016090
.79 24.89 25.10 0.0009020
ss Time 13-SEP-1996 08:56:19, Report Based
parameters in use for this injection:
VALUE TYPE -- TIME VALUE TYPE -- T
0.0500 PS 0.0000 0.0000 NS 0
1.0000 PW 0.0000 2.0000 SP 0
0.0200 PS 3.0000 0.0000 LT

0.0000615 0.04
0.1126964 70.44
0.0014044 0.88
0.0003873 0.24
0.0005514 0.34
0.0015083 0.94
0.0164137 10.26
0.0003382 0.21
0.0001380 0.09

on Cursor Editing

IME
.0000
.0000

VALUE -TYPE
0.0000 SR
2.0000 SN

30
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POOR QUALITY ORIGINA
Compound 27d

. SEARLE
QE-300 PLUS

055.000
14AUG96

CDC.2

OPERATOR: SUE

- - . A- - 64.

M0 P

2 0 PPM

SEARLE
QE-300 PLUS

055. 001
14AUG96

4*14.1.m * t4

IC 244 2* * 4 2t41

94f't 4.4 * fe

511 2* . 2 4)

1 I TIM .

4t47J4 1!o 2)4 44

'4142 .71 *4.1I

* 44 .4' .4
I as'I s041

4. 55 ft

"* 't St 14

: 4 12 ? 2 t4

47 , .. * *
* 44 * *1
4 417 4* 44

4 II II It
,s 3 44 *

) 2 t t41
4s 4) 72 45

* . 2 ea

_ _ _ _ _ _ I _ _

_10

'4.
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GDS6219- 1 -6 PAGI

POOR QU((1.ALITY ORIGINAL GDS-S-6219D- .

1.0

0.8

Cr,

-J
C

0,4~

0.2

0.0

-0.2

-?/O

0 5 10 15 20 25 S0
INST.:252 RUN:5584 MINUTS

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ****

INST.NO. 292
USER ID: DESA
METHOD CODMENT:
METHOD NAME: "M

INJECT:ON ID NO. 5684
INGRAD RUN ID: *MD

INJ T=11- '2-SEP-96 19:16:1)
-CYCLE: 26 .-

SAMPLE ID:
PK START CREST END PEAK PEAK AREA
NO TIME TI'M TIM HEIGHT AREA %

------------------------------------------------------------------------------------------
1 3.91 4.06 4.36 0.0057586 0.0007552 0.52
2 6.04 6.27 6.76 0.0003950 0.0000928 0.06
3 10.28 10.44 10.63 0.0006389 0.0000963 0.07
4 14.19 14.33 14.64 0.0009544 0.0001544 0.11
5 14.96 15.14 15.37 0.0008706 0.0001362 0.09
6 17.54 17.72 17.87 0.0012732 0.0002006 0.14
7 17.37 18.14 13.52 0.0279857 0.0044664 3.09
8 18.87 19.05 19.76 0.0023935 0.0005330 0.37
9 19.76 20.16 20.62 0.8385271 0.1339473 92.67

10 20.62 20.75 21.33 0.0017279 0.0004099 0.28
11 21.33 21.54 21.92 0.0016255 0.0002861 0.20
12 22.13 22.42 22.68 0.0170342 0.0028419 1.97
13 22.58 22.90 23.25 0.0025081 0.0006186 0.43

Report Process Time 13-SEP-1996 08:47:19, Repor= Based on Cursor Editing

Compound 27d
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Compound 27e VUUH GUALITY ORIGIN

SEARLE 0
QE-300 PLUS
087.000

29SEP96

OPERATOR: SUE

-10 :8 6A.2

~M Nfl 3 3 -- - - -

AL

DMSO

0 PPM

'II

.II- - I i .1
A~. A

*4 1 . 4

SEARLE
QE-300 PLUS

087.001
23SEP96

/tantq Itit

MC re19 t130 t 9 tU

1-5. 4 ttt
442 CrM * I19 0t 4CC
SC:ratC ft 1St lit

I'l eMs * Zefts

c.c * I r 075 rt
sfl: 40rs* tete est

'1 W * ttt $fl

t r t '0 S 7U ~ eI

* * 04F't * t I IE S

1 0 Nt 1 1t t

It 11 4t 'i

it U*4 I o

I
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GDS6219- J$) PAGE
GDS-S-6219E- 3

Compound 27.

0
INST.:252 RUN:5689

5 10 15 20 25
MINUTES

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *******

INST.NO. 292 INJECTION ID NO. 5689 INJ TIME: 23-SEP-96 14:45:33
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 31
METHOD COMMENT:
METHOD NAME: MD SAMPLE ID:

PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA %

-----------------------------------------------------------------------------------------
1 7.95 8.07 8.33 0.0002182 0.0000430 2.19
2 9.88 10.00 10.14 0.0001745 0.0000245 1.25
3 10.14 10.37 10.58 0.0001726 0.0000436 2.22
4 10.75 11.05 11.27 0.0048205 0.0010370 52.70
5 11.27 11.50 11.97 0.0016796 0.0005750 29.22
6 12.17 12.30 12.84 0.0001175 0.0000334 1.70
7 15.04 15.18 15.34 0.0002322 0.0000357 1.81
8 15.65 15.87 16.44 0.0004152 0.0001312 6.67
9 19.57 19.69 19.89 0.0001330 0.0000236 1.20

10 23.14 23.26 23.44 0.0001232 0.0000207 1.05
Report Process Time 25-SEP-1996 09:37:45, Report Based on Results File
integration parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIXE VALUE TYPE

0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR

- '-U,.

0.022

0.020

0.019

m0.016

0.014

0.012.

0.010.

0.00e
30
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POOR QUALITY ORIGINAL
Compound 27f

SEARLE
1QE-300 PLUS

t056.000
1 14AUG96
cocu aaasu a ua

10 8 6 4 2 0 PPM
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PMA et n
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£44M 224. .tr

744 IS 44 444

* 2'r. r48 as

t1 Ti 45 la 444

a r*4 to 4.4*7 44

atU TS 4 9 4

4 4t &P It 44

*S st44 120 as .

75t i * 2 55 44

. 4. .29 449

'I...
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GDS6219- Il' PAGE
GDS-S-6219D-_'4=

Compound 27f

UT2

-I
0

0.25

0.20

0.15

0.10

0.05

0.00

-0. 05
0

INST.:292 RUN:5673

0

f iff i +ff4 t i f

10 15
MINUTES

20

****** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *

INST.NO. 292 INJECTION ID NO. 5679 INJ TIME: 12-SEP-96 15:01:40
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 21 p
METHOD COMMENT:
METHOD NAME: MD SAMPLE ID:

PK START CREST END PEAK PEAK AREA
NO TIME TIME, TIME HEIGHT AREA %

1 3.94 4.09 4.33 0.0010224 0.00
2 14.19 14.35 14.56 0.0003730 0.00
3 15.50 15.62 15.79 0.0002228 0.00
4 15.95 16.22 16.50 0.0078004 0.00
5 17.51 17.66 17.78 0.0004972 0.00
6 17.78 18.12 18.64 0.2049675 0.03
7 18.85 19.02 19.15 0.0065651 0.00
8 19.15 19.22 19.40 0.0021672 0.00
9 20.54 20.72 20.95 0.0011024 0.00
0 21.42 21.74 21.99 0.0025679 0.00
rt Process Time 13-SEP-1996 08:51:52, Report Based on Cu
gration parameters in use for this injection:
TIME VALUE TYPE -- TIME VALUE TYPE -- TIME
0.0000 0.0500 PS 0.0000- 0.0000 NS 0.0000

01389 0.38
00602 0.15
00308 0.08
12666 3.44
00754 0.20
33506 90.50
10027 2.72
02963 0.80
01770 0.48
04519 1.23
rsor Editing

VALUE TYPE
0.0000 SR

25 90

1
Repo
Inte
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Compound 36a

Area Percent Report -- Sorted by Signal

Information from Data File:
File C:\HPCHEM\1\DATA\JJP\JJP18.D
Operator : jjp
Acquired : 6 Aug 96 11:59 am using AcqMethod 100_20

Sample Name: benzald2
Mise Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

A I~ H8

330

3.00 4.00 5.00 6.00 7.00 8.00 9.00. 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
3.303 140489119 100.000 100.000

C:\HPCHEM\1\DATA\JJP\JJP18.D Mon Sep 23 13:46:00 1996 Page 1

7000000

6000000

5000000

40000001

30000004

20000004

10000004

0'
Time-.>

: .
bundance
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File : C:\HPCHEM\1\DATA\JJP18.D
Operator : jjp
Acquired 6 Aug 96 11:59 am using AcqMethod 100_20

Instrument GC/MS Ins
Sample Name: benzald2
Misc Info :
Vial Number: 1

e

me->

Compound 36a

3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14:00 15.00 16.00 17200

S , 1MIR 304 J8
107

79

51

V55 63 ,6974
9187: 98 103 120 1 32 145

4 50 55 60 65 70 75 80 85 90 95 100 165 110 115 10 125 1b0 1i5 1i0 145 1 0 155

Abundance

26000004

24000001

22000004

20000001

18000004

16000004

14000001

12000004

10000004

8000004

600000

4000004

2000004

0-
-

bundance 1IC: JJP18.LJ

75000001

65000004

60000001

55000001

50000004

4500000]

40000001

35000001

30000001

25000001

20000004

15000001

10000004

5000001

0i,~,



021-2

Username: jjparl = w
Node: u300a N *

exp4 stdlh

SAMPLE DEC. & VT
node u300a dn H1
probeld fn5mm-120- dof 414.0

I d. nnn
date Sep 23 SS d. c
solvent CDCl3 daf 200
acqenv proton dpwr 1
file /srv07/ho- dpwrf 4095
me/jjparl/vnmrsys/- temp 25.0

data/021-2 PROCESSING
ACQUISITION lb 0.50

sfrq 299.947 wtfile
tn H1 proc ft
at 2.303 fn 65536
np 30400 math f
sw 651:.6
fb 3600 werr
bs 16 wexp process
tpwr 59 proton data
tpwrf 4095 wbs
pw 3.4 wnt
dl 0 DISPLAY
tof 1913. sp -308.7
nt 16 wp 3299.3
ct 16 vs 340
alock n sc 0
gain not used wc 240

FLAGS hzmm 13.75
11 n is 1970.71
In n rfl 2481.1
dp y rfp 2171.6
hs na th 18

ins 1.000
ai ph

Compound 36a

0
0
0

C.

N

N

'4

N
0m

1-
w,
co

Ln w

7 6

92.23 35.00
17.60 18.17

4
I I I I I . I

3 2

32.06 31.83
22.32

9 8 1 -0 ppm

y

II ' I "



vi"wi American onemicai 3ociety j. Am. Linem. zoc. v i i! rages i riynn 3uppiemental rage Dt

e'lle : (_; : \ iLi 1\ J- \
Operator : ]]p
Acquired 8 Aug 96
Instrument GC/MS Ins
Sample Name: 21-3
Misc Info :
Vial Number: 1

Abundance

8000000.

7000000-

6000000-

5000000

4000000

3000000

2000000

;1000000

rime->

bundance

18000f

1600000-

1400000-

1200000 -

1000000

800000

6000001

400000

2000001

01

Lompound 36b

8:20 am using AcqMethod 100_20

POOR QUALITY ORIGINAL
*I 1L: jJi-'1u.u

IU I IjU.

7710
51 63 1 g 102 115

57 69 7I 82 8 9 110 I 122

bcan 44 (6.525 min): Janu.

129 1

198
1

152
1. I141 165 179I 174 it,

CA n 7n 80l 90 100 110 120 130 14 15 18 10 IB 0 20

U 0 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.b 17.00

140 150 160 170 180 1§0 20
-

A



SI I I~hA.h..I 11..1h1I..U J . r-lhl. '.11...I11 Jut1. v x x> I x ' - x xjxl JLI
1

JJxt1Ixt1ILUI x .10 '

Compound 36b

Area Percent Report -- Sorted by Signal

Information from Data File:
File : C:\HPCHEM\1\DATA\JJP\JJP30.D

Operator
Acquired
Sample Name:
Misc Info :
Vial Number:
CurrentMeth:

un ance
8000000

7000000

6000000

5000000

4000000

3000000

20000001

100 00 00 1

k > 300

jip
8 Aug 96

21-3

g4 TIC: JJanu.u
6554

5.06 j 7.20

8:20 am using AcqMethod 100_20

1
C:\HPCHEM\1\METHODS\60 20.M

400 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
5.059 3725569 1.641 1.694

6.535 219941937 96.905 100.000

7.200 3299593 1.454 1.500

Page 1C:\HPCHEM\1\DATA\JJP\JJP30.D

. 0 . .0 600 70 13.00 14.00 15.00 1600 17.0I -

Mon Sep 23 13:46:29 1996

CY



021-3

Username: jjparl
Node: u300a

exp4 stdlh

SAMPLE
node u300a
probeld fn5m120-

9
date Sep 24 96
solvent CDCI3
acqenv proton
f ile /srv07/ho-
me/jjpar l/vnmrsys/~.

data/021-3
ACQUISITION

sfrq 299.947
tn HI
at 2.303
np 30400
sw 6599.8
fb 3600
bs 186
tpwr 59
tpwrf 4095
pw 3.4
dl 0
tof 1913.1
nt 1
ct 16
aiock n
gain not used

FLAGS
it n
in n
dp y
hs nnl

In M .4
W~

DEC. & VT
dn
dof 4
dm
di.
dmf
d pwr
dpwrf
temp

PROCESSING
lb
wtfile
proc
fn 6
math inUm

40a

werr N
wexp ac

wbs
wnt

DISOLA
sp -3
wp 32
vs
sc
wc
hzma 1
is 72
rfl 24
rfp 21
th
Ins 1
at ph

U

2

Compound 36b

w L n Mn
"a UN NN

N -
~ V
In N

U,
Lfl

V

V
N

LO

N

8 7
100.12

6 5

43.87
13.85

4 3 2

15.04
28.01

1 -0 ppm

0
0

0

c;)

9
I . . . I , , . I I . I I I I I I . I . - I . . . . I . . I T I

CY



'-"IYY I-Illuall '%llllrUdl 13UUdrL J. Mdli. ' klll.3uL. V I I:;, radgr'-tOI'-t rIYIuI 03 PU~~l1d1 rage, UV

Compound 36c

Area Percent Report -- Sorted by Signal

Information from Data File:

File : C:\HPCHEM\1\DATA\JJP\JJP31.
Operator : jjp
Acquired : 8 Aug 96 8:43 am using A

Sample Name: 21-4
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60 20.M

cqMethod 100_20

fir 1I074 n~~

7000000]

6000000-

5000000-

4000000-

3000000-

2000000-

1000000.

I l

4 75

5.54
35

0
ime- 1 3.00 4

. 13t .
.UU 5.00 . -. -- -

Retention Time Area

Total Ion Chromatogram
3.584 1769986

4.753 201417863

5.537 7608742

Area % Ratio %

0.840
95.551
3.610

0.879
100.000

3.778

Mon Sep 23 13:47:03 1996
C:\HPCHEM\1\DATA\JJP\JJP31.D

Page 1

D

600 12.00 13.00 14.00 15.00 160 10



v i / American onemicai 3ociety j. Am. Linem. zoc. v i i! rages i r iynn 3uppiemental rage oi

File
Operator
Acquired
Instrument
Sample Name:
Misc Info :
Vial Number:

C:\HPCHEM\1\DATA\JJP31.D

33p
8 Aug 96 8:43 am using AcqMethod 100_20

GC/MS Ins
21-4

1

Compound 36c

HO

OMe

Tie-> 3-0 40 snl .00 6.00 7.00 8.0 9.00 10.00 11.00 12.00 100 40 15 160 17

scan 274 (4.748 min): JJl31.u
119

137

94

77

66

51 f7

1,57 6~ 71 I82 89 11
115103I 121 128 144 150 160

45 50 55 60 65 70 75 80 85 90 95 100 105 0115 1212510135 14145150 155 10151015140185

4bundanoe 11: JJP31.UJ

7500000

7000000

6500000

6000000*

5500000.

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

t1000000

500000L

Abiundance

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000
178

.a .n40 50 60 .0 80



021-4

Username: jjparl

Node: u300a

exp4 stdlh

Me m vg

SAMPLE DEC. & VT
node u300a dn Hi
probeid fn5mm 120'- dof 414.0

3 da nnn
date Sep 24 96 dMa , c
solvent CDC13 dmf 200
acqenv proton dpwr 1
file /srv07/ho~ dpwrf 4095
me/jjparl/vnarsys/~ temp 25.0

data/021-4 PROCESSING
ACQUISITION lb 4.50

sfrq 295.947 wtftle
tn HI proc ft
at 2.303 fn 536
np 30400 math f
sw 659.6
fb 3600 werr
bs 16 wexp process."
tpwr s proton data
tpwrf 4095 wbs
pw 3.4 wnt
dl 0 DISPLAY
tof 1913.1 sp -308.7
nt 16 wp 329g.3
ct 16 vs 327
alock n sc 0
gain not used wC 240

FLAGS hz.m 13.75
it n is 1012.17
In n rfl 2481.1
dp y rfp 2171.6
hs nu th 47

ins 1.000
ai ph

wow

0J

* n

jil11 -

N
N N

* N

.~ ..

nm
4 M

-4

U)

Compound 36c

in w) n In f4 A

Ome

KV Ki
I I

6 5 4 3

43.89 
2.18

2S . 38 
23.65 

76.00
2 1

47.56
24.S5

9 a 7

101.84
-Do ppm

n

25.38
49.85 2..18

23.65 76.00



U I VV / American fiemical society J. Am. Ulem. soc. V II V Page48 /4 1 lynn Supplemental Page 6.5

Compound 36d

Area Percent Report -- Sorted by Signal

Information from Data File:
-~~~J3 D ~l\ rV~

File : C:\HPCHEM\1\1DATA.\JJP \J .
Operator : jjp
Acquired : 8 Aug 96 9:09 am using A

Sample Name: 21-5
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

cqMethod 100_20

4 53 I Il... .J.JI~JL LI

Abundan 453
7000000

6000000

5000000

4000000

3000000.

2000000-

1000000
01 3.29

Time-0 3.00 4.00

5.03

600 f~ 7fl0 ROA ~OO 1000 1100 12.00~LUU u.,~ . -.-- - -- - - -

Retention Time Area Area % Ratio 6

Total Ion Chromatogram
3.285 2555389
4.529 104840054
5.027 2584595

2.324
95.326
2.350

2.437
100.000

2.465

Page 1
C:\HPCHEM\1\DATA\JJP\JJP32.D

5 0 n 7. n 80 go 1 O 1 20

OH

I %, .A 34-a.LJ

13.00 14.00 15.00 16.00 17.00

Mon Sep 23 13:47:27 1996



1.' I I~hAh.,I I 1..,hh1x., u J. r-lhl. '..
1

fl.,
1 11

Jut., v x x> ' x ', - x x.Yxl 3L1
1

JJ1.,llt.,ILUI x U"E. -

Operator : jjp
Acquired : 8 Aug 96
Instrument : GC/MS Ins
Sample Name: 21-5
Misc Info :
Vial Number: 1

9:09 am using AcqMethod 100_20
Compound 36d

OH

Tie-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 1.00 17.00

2 4'19 i) J JA WG I IP n

91

65
1 77 105

98 R

117

1131

135

129 143 152 158

-A-> - 4 50 55 60 65 70 75 80 85 99 a1510u 2 2 3 3 4 4 5 5 6 6 7 7 8 8

4V8BUI TiG: JJP32.D)

7000000]

6500000

6000000

5500000

5000000

4500000-

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Akbundance
32000001

3000000

28000001

26000004

24000001

2200000

20000001

1800000

1600000

14000001

1200000]

10000004

8000001

6000001

4000004

2000004

ni
176

.57 1 71 83 98_

can ( . .

90 9 15 100 105 110 115 120 125 130 13 140 14510 5 1606 16 170 175 180 185



021-5

Username: jjparl
Node: u300a

expl stdlh

SAMPLE DEC. & VT
node u300a dn RN
probeld fn5mm 120- dof 414,,'

2 dm no
date Sep 24 95 dam 
solvent CDCl3 dmr 200
acqenv proton dpwr 1
file /srv07/ho dpwrf 4095
me/jjparl/vnarsys/- temp 25.0

data/proton PROCESSING
ACQUISITION lb 0.50

sfrq 299.947 wtfile
tn H1 proc ft
at 2.303 fn 65536
np 30400 math f
sw 65S.6
fb 3600 warr
bs 16 wexp process-'
tpwr s proton-data
tpwrf 4095 whs
pw 3.4 wnt
dl 0 DISPLAY
tof 1913.9 sp 08.7
nt 16 wp 0:1.3
ct 16 vs P07
alock n sc .- 0
gain not used wc |34 0

FLAGS hzmm 175
il n Is 9 1
In n rfl 2481.1

dp y rrp 2171.6
hs nn th 20

ins 1.000
l ph

Compound 36d

10

N U;

U;

m-l

m

U,

N

w

r,
U,
60

8 7

100.51

6 5

36.58
18.13

4 3 2

1.61 
93.42

22.94 

38.55

9 1 -0 ppm

an

1.61 23.42
22.94 38.55

OH

011



''IYi Mllllull %'1llVllllul 13UUdVL J. Mdli. %-llvall. k3uL. V I I:;, radgU'tOIt rIYIuI 03PU~~l1d1 rage, UU

(without sequestration with resin 40)
Area Percent Report -- Sorted by Signal

Information from Data File:
File : C:\HPCHEM\1\DATA\JJP\JJP37.D
Operator : jjp
Acquired : 8 Aug 96 12:25 pm using AcqMethod 60_20

Sample Name: 21-6
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60 20.M

un ance 5IC: JJP3/.)
5 57

8000000

6000000

3.60

4000000

20000004

i19 3.05 I

ime-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.0 0 1.0 13.00 14.00 15.00 16.00 1700 1800 19.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
2.190 2279599 0.688 0.884
3.051 3128437 0.945 1.213
3.601 67733606 20.454 26.253
5.571 258002666 77.912 100.000

C:\HPCHEM\1\DATA\JJP\JJP37.D Mon Sep 23 13:47:56 1996 Page 1



I:;:,/ Y~ I l lua~tll '%llllrUdl 13UUdrL J. Mdli. ' klll.3uL. V I I:;, rdgr'-t0 / -t r IYIuI 03 PU~~l1d1 ragr, U

File : C:\HPCHEM\1\DATA\JJP37.D
Operator : jjp
Acquired : 8 Aug 96 12:25 pm using AcqMethod 60_20

Instrument GC/MS Ins
Sample Name: 21-6 Compc
Misc Info :
Vial Number: 1 (without seauestrat

RDunGance
9000000

8000000

7000000

6000000

5000000

4000000.

3000000-

2000000-

1 i000000

0-
flme->

undance
14000001

13000001

12000001

11000001

1000000

900000

800000

700000

6000001

500000]

4000001

3000004

100000{
2z>000-0

CH

3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 1600 1700 18.00 19.00

45 50 55 60 65 70

und 36e

Ion with resin 40)

Scan Io Pc.u1 manY: Jjr.v.

66

121

51 63 78

4 57 60 1 71 75, 87 9011 106

" *

75 80 85 90 95' , 0 . 5~ 1 0i 5 ,0 11 5 0 -



vi"wi American onemicai 3ociety j. Am. Linem. zoc. v ii!) rage6s/i riynn 3uppiemental rage on

Compound 360

(with sequestration with resin 40)

Area Percent Report -- Sorted by Signal

Information from Data File:

File : C:\HPCHEM\1\DATA\JJP\JJP46.D
Operator : j3p
Acquired : 12 Aug 96 8:52 am using AcqMethod 60_20

Sample Name: 21-6
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

Abundance

3000000

2500000

2000000

1500000

1000000

500000

LI

N
OH

560 - 6.00 7.6w - &oo ~.66'ioo'o'iYoo 1200 1300 i4.0O 15~0O i&0O 1700 18.00 1900

Retention Time Area Area 1 Ratio %

Total Ion Chromatogram
5.533 40572541 100.000 100.000

C:\HPCHEM\1\DATA\JJP\JJP46.D

Tic: JJP4~.L~1l3: JJP46.U
5153

Ti e >

Mon Sep 23 13:48:43 1996 Page 1



I:;,:;, /-II~I '"irlall 111t1dl 13MULY J. MdiUH~al. 3U. V I I:; ragr'-tOI'-t riyiui 0UPPIUMUKaLd ragre U:;

File : C:\HPCHEM\1\DATA\JJP
4 6.D

Operator Ac:to 60_2

Acquired 12 Aug 96 8:52 am using AcqMethod 6020
Instrument : GC/MS Ins OH

Sample Name: 21-6 Compound 36e
Misc Info (with sequestration with resin 40)
Vial Number: 1

Abundance
3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

2000001

ime- 3.00 4.00 5.00 6.00 7.00 8.00 9. 60 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00

-can 3b3 (b.ba mm): JJP46.0

1000000

9000004

8000001

7000001

600000]

92

5000004

4000001

3000004

2000004 65

- 144
1000001 78

:53 1 1 107 131 148163
57 611 169 74 87 103 1 1181 127 ),36148 163

0z- 04 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170



on1-s

Username: jjparl i n
Node: u300a

expl stdlh

SAMPLE DEC. & VT
node u300a dn HI
probeld fn5m_120- dof 414.0

1 da nn
date Sep 24 16 da c
solvent CDCl3 daf )be
acqenv proton dpwr 1
file /srv07/ho- dpwrf 4095 e
me/jjparl/vnrsys/~ temp 25.0

data/021-6 PROCESSING
ACQUISITION lb 0.50

sfrq 231.147 wtfille
tn HI proc ft
at 2.303 fn 65"S
ap 30400 math f
s w 659.6 .
fb 3600 werr
bs 1 wexp procesk
tpwr 53 protondat
tpwrf 4015 wbs
pw 3.4 wnt
dl 0 DISPLAY
tof 1113.1 sp -308.
at 1 wp 3211.
ct 1 vs ii
alock n sc
gain not used we 240

FLAGS hzma 13.75
11 n Is 823.6
In n rfl 2481.
dp y rfp 2171.
hs no th 5

ins 1.00
at ph

a N.

r M4

V

NU
so.

urm4

___LJJL

,

0
V
so

V

Compound 36e

(with sequestration with resin 40)

9 7 6 5
22.02 22.51

44.30 73.44

I I l l t y
4 3 2

18.27

1 -0 ppM

I



v i / American onemicai 3ociety J. Am. Linem. zoc. v i i!s rages /4 r iynn 3uppiemental rage / i

Compound 36f

Area Percent Report -- Sorted by Signal

Information from Data File:
3 A D

File C:\HPCHEM\1\DATA\Ju\ UUr
Operator. JJp
Acquired : 8 Aug 96 9:55 am using A

Sample Name: 21-7
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

Abundance

4000000.

3000000-

2000000-

1000000.

cqMethod 100_20

oH

300 4M 500 600 700 8.00 9.00 10.00 11.00 12.00
Tme-

Retention Time Area Area % Ratio k

Total Ion Chromatogram
2.748 56496676 100.000 100.000

nL .

C:\HPCHEM\1\DATA\JJP\JJP34.D

I ii.: JJ~4.U

2175

K

Page 1

13.00 14.00 15.00 16 00 17 00

Mon Sep 23 13:49:38 1996



I:;,:;, / .111r11Llua1 '%111111L1Ud1 13MULL J. "UH. ~~1. OU.. V 1 1:7 ragr,'tOI/t ri~u 3YH upPg1I111la1 ragr, / /

File : C: \HPCHEM\1\DATA\JJP34.D Compound 36
Operator : jjp
Acquired 8 Aug 96 9:55 am using AcqMethod 100 20
Instrument GC/MS Ins
Sample Name: 21-7
Misc Info :
Vial Number: 1

I IL: JJP34.Dundance

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

0
,me-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11 00 12.00 13.00 14.00 15.00 16.00 17.00

Scan 72 (2.44 min): JJP3.Dill

55

051 I 65 83 91 1

61 '69 73 r 87 95 103u1071 11511 124 152
45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160

LA__________
I nac

500000.1

24000001

22000004

20000004

1800000

16000001

14000001

12000001

10000001

8000oO0

6000004

4000004

20000

z->



' ' 711/M.11~tI11al %-111111RcIl 13UUdVL J. M.111. %-iiviii. k3uL. v I I:;, radgU7-toI-t rIYIuI 0UPP1UM11~11Ld1 r Iz'

Compound 36g

Area Percent Report -- Sorted by Signal

Information from Data File:
File : C:\HPCHEM\1\DATA\JJP\JJP21.D
Operator : jjp
Acquired 7 Aug 96 12:34 pm using AcqMethod 100_20 O
Sample Name: 020-1
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

Abundance I l: JJFZ1.1
225

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000 5:37

me-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16!00 17.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
2.249 36665418 87.729 100.000

5.312 2250141 5.384 6.137

5.371 2878428 6.887 7.851

C:\HPCHEM\1\DATA\JJP\JJP21.D Mon Sep 23 13:31:45 1996 Page 1
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File : C:\HPCHEM\\DATA\JJP21.D
Operator : jjp Compound 36g
Acquired 7 Aug 96 12:34 pm using AcqMethod 100 20Instrument GC/MS Ins
Sample Name: 020-1
Misc Info :
Vial Number: 1

20000001

1800000i

16000004

1400000i

12000004

87
10000008

800000

6000004

4000004

57
200000

.0 45 '10 565 73 79 83 91 95 98 111 12 6
z-> 4;0 45 50 55 60 65 70 7 5 80-85 90 95 100 105 116 0 12(125 130 135 140 145 150
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Compound 36h

Area Percent Report -- Sorted by Signal

Information from Data File:
File : C:\HPCHEM\1\DATA\JJP\JJP17.D
Operator : jjp
Acquired : 6 Aug 96 11:29 am using AcqMethod 100_20

Sample Name: benzald
Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

399 
110: JJPi .U

7000000

6000000

5000000]

4000000

3000000

2000000

1000000
4.05

Time-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
3.994 134826746 96.963 100.000

4.054 4222487 3.037 3.132

C:\HPCHEM\1\DATA\JJP\JJP17.D Mon Sep 23 13:32:43 1996 Page 1



IYI:;/ M"~lWaL~ll %..llrllllL~dl 13UUdrL J. Mdli. '.lkl.3uLu. V I I:;, rdgr'-t0 /-t r IYIui 0UPPRIflU1Ld1 ragr, /U

File
Operator
Acquired
Instrument
Sample Name:
Misc Info :
Vial Number:

75000001

70000001

65000001

6000000

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

C: \HPCHEM\1\DATA\JJP17. D

j jp
6 Aug 96 11:29 am using AcqMethod 100_20
GC/MS Ins

benzald

1

Compound 36h

I IL: .JjiI 1.U

3.60 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00

Scan we t .vu min): j.j1 r.u
107

79

51

1 57 61 65 69 74 1 85
91

103
-164

113,117121 128 133 141 146

45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170

unaance

3200000

30000001

2800000

26000001

2400000

2200000

2000000

1800000-

16000004

1400000

1200000

10000001

8000001

600000]

4000004

200000]

0j
/z->

A
1'ime->



020-2

Username: jjparl
Mode: u300a

NIDC
CI * *I

exp4 stdlh

SAMPLL DEC. & VI
node u300a dn H1
probeid fn5mm_120- dof 414.0

9: do nnn
date Sep 23 96 dam c
solvent CDCl3 dmf 200
acqenv proton dpwr 1
file /srv07/ho- dpwrf 4095
me/jjparl/vnmrsys/- temp 25.0

data/020-2 PROCESSING
ACQUISITION lb 0.50

sfrq 259.947 wtfile
tn Hi proc ft
at 2.303 fn 65536
np 30400 math of
s w 6599.6
fb 3600 werr
bs 16 wexp proce -
tpwr 5S proton-da ta
tpwrf 4095 wbs
pw 3.4 wnt
dl 0 DISPLAY
tor 1913.9 sp -308.7
nt 16 wp 3299.3
ct 16 vs 66
alock n sc 0
gain not used wc 240

FLAGS hzmm 13.75
11 n is 62:.53
in n rfl 2481.1
dp y rfp 2171.6
hs nn th 10

ins 1.000
al ph

Compound 36h

-4

ID~;

-IK
a

12

N

04
W

ID

A

Ln

J J7\J Xi
I I I

8 7

66.43

6

12.69

4 3 2 1 -0 ppm
99.16

39.20

C 12

~jl

F cj-

9

j

HCC1,



'"l~~lul %-YI M.1~d1 1V1111a 13UUdVL J. M.111. '.A11a. k3uL. v 1 1:;, rdgU'-t0I-t rIYIuI 0UPPRI111l~d1 rage, /0

Compound 361

Area Percent Report -- Sorted by Signal

Information from Data File:

File : C:\HPCHEM\1\DATA\JJP\JJP41.D
Operator : jjp
Acquired : 8 Aug 96 2:14 pm using AcqMethod 100_20

Sample Name: 20-3 H

Misc Info :
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\60_20.M

undance 7I1: JJP41.U
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Time-> 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00

Retention Time Area Area % Ratio %

Total Ion Chromatogram
7.092 41789341 96.630 100.000

7.172 1457546 3.370 3.488
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File : C:\HPCHEM\1\DATA\JJP41.D Compound 361
Operator : jjp
Acquired : 8 Aug 96 2:14 pm using AcqMethod 100_20
Instrument : GC/MS Ins
Sample Name: 20-3
Misc Info :
Vial Number: 1
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bundance Ican 511 (7.091 min): JJP41.1
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020-3

Username: jjparl
Node: u300a

expl stdlh

SAMPLE DEC. & VT
node u300a dn I
probeid fnSam_120- daf 414.0

a da nnn
date Sep 24 9 da c
solvent CDC13 dmf 200
acqenv proton dpwr 1
file /Srv07/ho- dpwrf 4095
me/jjparl/vnarsys/- temp 25.0

data/020-3 PROCESSING
ACQUISITION lb 0.50

sfrq 299.947 wtfile
tn HI proc
at 2.303 fn
np 30400 math me
sw 6599.6
fb 3600 werr
bs16 waxpMC4 oppo d
tpwr 59 -i a gon di-
tpwrf 4095 wb, j - *3
law .4wf9 Idi0i '1 iL~
tof 1913.3 spa ' e
nt 16 wp l
ct 16 vs '
alocK n SC
gain not used we ;4

FLAGS hzwA 1 7
il n is 70 .1

In n rf 1 24 .h nn th
Ins 1 O
at ph II!

Compound 361
C2 2 0,
wu * *
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