Data File d:\EES\15916610.D Sample Name: 1591-066-10

Injection Date : 12/08/1999 9:09:54 PM Seqg. Line : 10

Sample Name : 1591-066-10 vial : 91

Acqg. ‘Operator : ees Inj : 1
* Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 9:08:33 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916610.D) API-ES Positive
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*DADT B, Sig=254,16 Re{=360,100 (EES\15916610.D)
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MS Signal: MSD1l TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) L.C Area Time (MS) MS Area or Ion
7.769 2074 7.791 94934248 281.14 I
156.07 I
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dJata File d:\EES\15916610.D Sample Name: 1591-066-10

127.09 I

*MSD1 SPC, time=7.752:7.837 of EES\15916610.D API-ES
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*** End of Report ***
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Data File d:\EES\15916614.D Sample Name:

1591-066-14

Injection Date : 12/08/1999 10:35:48 PM Seq. Line 14
Sample Name : 1591-066-14 Vial 95
Acq. Operator : ees Inj 1
Inj Volume 5 ul
Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S
Method . C:\HPCHEM\1\METHODS\ES-LC1.M
Last changed : 12/08/1999 10:34:01 PM by ees
(modified after loading)
ES-pos lcms with ELSD; NH40OAc/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916614.D) API-ES Positive
2500000 5
2000000 -
] N
] 3
1500000 o
1000000
500000 -
Of———— T T T T T T T N I
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*ADCT A, ELSD (EESVI5916614.D) )
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*DAD1 B, Sig=254,16 Ref=360,100 (EES\15916614.D)
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Oj"

min’

2 4 6 8 10 12 14 16

MS Signal: MSD1l TIC, MS File

Spectra averaged over upper half of peaks.

Noise Cutoff: 1000 counts.

Reportable Ion Abundance: > 255%.
LC Signal: ADC1l A, ELSD

Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion

6.106 585 6.137 14808705 231.10 I

Instrument 1 12/08/1999 10:52:40 PM ees
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Data File d:\EES\15916614.D

Sample Name: 1591-066-14

- - 9.482 7408529 270.19 I
*MSD1 SPC, time=6.095:6.180 of EES\15916614.D API-ES *MSD1 SPC, time=9.444:9.537 of EES\15916614.D API-ES
100 1 K Max: 186695 eoi i
80 50
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e 4 e T
250 500 750 m/2 250 500 750 m/Z

*** End of Report #***
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Data File d:\EES\15916609.D Sample Name: 1591-066-9

Injection Date : 12/08/1999 8:48:55 PM Seq. Line : 9

Sample Name : 1591-066-9 vial : 90

Acqg. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 8:47:10 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS Fite (EES\15916609.D) API-ES Posttive
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MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
- - 7.240 5316808 251.01 I

Instrument 1 12/08/1999 9:05:47 PM ees Page 1 of 2



1591-066-9

Data File d:\EES\15916609.D Sample Name:
7.360 756 7.391 93366008 220.12 I
*MSD1 SPC, time=7.223:7.293 of EES\15916609.D API-ES *MSD1 SPC, time=7.348:7.433 of EES\15916609.D API-ES
= -
ﬁ & Max: 137232 100 &
N 1 N
8] 80 |
6 60 ;
4 40 ;
9 ] o 1= &
0 V9 & &
] N 1 a
O ] i e O 1 l
— — S e .
250 500 750 m/Z 250 500 750 m/Z
* % %

*** End of Report

Instrument 1 12/08/1999 9:05:47 PM ees
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Data File d:\EES\15916613.D : Sample Name: 1591-066-13

Injection Date : 12/08/1999 10:14:23 PM Seq. Line : 13

Sample Name : 1591-066-13 Vial : 94

Acqg. Operator : ees ‘ Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 10:12:39 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40OAc/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min

MSD1 TiC, MS File (EES\15916613.D) API-ES Positive
14000000 -
12000000 -
10000000 -]
8000000 ]
6000000 ]

0 2 4 6 8 10 12 14 16

min

*ADC1 A, ELSD (EESV15916613.D)
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*DAD1 B, 5ig=254,16 Ref=360,100 (EES\I5316613.D)
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2000 3
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0 2 4 6 8 0 12 14 16

—
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MS Signal: MSD1l TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
9.442 1696 9.478 97872888 270.19 I

Instrument 1 12/08/1999 10:31:15 PM ees Page 1 of 2



)ata File d:\EES\15916613.D Sample Name: 1591-066-13

*MSD1 SPC, time=9.427:9.528 of EES\15916613.D API-ES
[o]]
100 £ Max: 1.29452e+006
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Lli T ¥ l T T T T l T T L] T I T T T T |
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**x* End of Report ***

Instrument 1 12/08/1999 10:31:15 PM ees Page 2 of 2
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Data File D:\HPCHEM\1\DATA\IBIS\06140009.D Sample Name: 1515-196-3

Injection Date : 6/14/2000 4:09:46 PM Seqg. Line : 1
Sample Name : 1515-196-A08 Vial : 1
Acqg. Operator : mtm Inj : 1

Inj Volume : Inj prog
Sequence File : D:\HPCHEM\1\SEQUENCE\JBS.S
Method : D:\HPCHEM\1\METHODS\IBS-1G.M
Last changed : 6/2/2000 2:30:48 PM by ees

ES-pos LC/MS with ELSD; MW 105-1000
NH40OAc/MeCN; 1 mL/min; 5-100% org in 16 min

4.6 x 150 3.5 uM XDB C-18
[ MSDTTIC, MSFile (IBIS\O6T40009.D)  API-ES, Pos, Scan, Frag: 70 e

[se]

17500000 | 2

u ;

15000000 -
12500000 -
10000000
7500000
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P~

- —\_,JA_T“,_ ps
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5000000 3

2500000 <
| [ — - S

0 CTy Ty s T T Ty T T Ty T T

~*ADCT A, ELSD (IBISWBT40009.D) -

mvV 1
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J‘;- 9.377
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800

] H
600 HoN N _NH
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200

0 - — C et — o — —

0 2 4 6 ‘ ' '
*DADT B, Sig=254,16 Ref=360, 100 (IBIS\06140009.D)
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400
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Data File D:\HPCHEM\1\DATA\IBIS\06140009.D Sample Name: 1515-196-A08

MS Signal: MSD1l TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 10%.

LC Signal: ADC1 A, ELSD

Peak matching window: 0.1 min
Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
- - 6.460 4779059 235.12 1
234.11 1
6.796 3955 6.798 102673416 256.10 I
235.15 T
234 .13 I
- - 7.610 2022170 249.11 T
248.09 1
166.03 I
- - 9.377 3954124 280.09 I
279.02 1
15.746 53 - -
15.873 101 - -
16.029 70 - -
16.158 96 - -
16.195 53 - -
16.267 93 - -
*MSDT SPC; ime=6.440:6.487 of IBISWU6T40009.0  API-ES "MSDTSPC, ime=6.761:6.839 of IBIS\6T40009.D APTES
10 ¥ Max: 139333 100 ¥
] & ] &
g 80{
6 m{
4 1 40 &
] H ] &
2 & 20
0 L 0] . N
250 T " 500 R 250 500 EC N

Instrument 1 6/14/2000 4:26:42 PM mtm
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Data File D:\HPCHEM\1\DATA\IBIS\06140009.D Sample Name: 1515-196-A08

"MSDT SPC, ime=7.597:7.638 of IBISWUBT40009.0" APTI-ES "MSDT SPC; fime=9.353:9.400 of IBISU6T40009.0  APIES)
3.5 e 8] =
] & 7 e
3] E
1 6
2.5 1
! 5
2 ]
| 4
15 1 3 1
E @ 1 D
! ] g & 2 &
054 < 1+
od & Lm l ulL 1 et el . 0 , . o . L
T T obo "s60 750 R - Y

**%* End of Report ***

Instrument 1 6/14/2000 4:26:42 PM mtm Page 3 of 3
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Data File d:\EES\15916612.D Sample Name: 1591-066-12

Injection Date : 12/08/1999 9:53:02 PM Seqg. Line : 12

Sample Name : 1591-066-12 Vial : 93

Acg. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File . C:\HPCHEM\1\SEQUENCE\1591-066.5

Method : C:\HPCHEM\l\METHODS\ES—LCl.M

Last changed . 12/08/1999 9:51:20 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TiC, MS File (EES\15916612.D) API-ES Positive

Sre

14000000 %
12000000
10000000
8000000
6000000 -
4000000
2000000

_Mmﬁww&mﬁn*w*mAwwwmwuﬁJ
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0 2 4
*ADC1 A, ELSD (EESVI5916612.D)
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*DAD1 B, Sig=254,16 Ref=360,100 (EES\15916612.D)

mAU 1]
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-8 — l

0 2 4 6 8 10 12 14 16 __min}
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MS Signal: MSD1l TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min
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Jata File d:\EES\15916612.D

Retention
Time (LC)

5.870

LC Area
1457

Retention
Time (MS)

5.864

5.914

10.54°9

MS Area
23543846

74710056

3487341

Sample Name:

Mol.
or Ion

1591-066-12

Weight

226.15 I

226.15 I

*MSD1 SPC, time=5.837:5.876 of EES\15916612.D API-ES

70 ] o~
1 ﬁ Max: 878795
60 -
50 -
40
30
20 L
1 -« W
4 ~ N
104 & %
0 l
—— e — 1
250 500 750 m/z

*MSD1 SPC, time=5.876:5.962 of EES\15916612.D API-ES

100 @
— ©
] &
50
60
40 -
1 o
[he]
207 =
8
ol | ?F

—
250

—— —
500 750 m/z

E

0.2
owsé
Qﬁé
01%5
oné
oo75€
a%é

0.025 -

0

*MSD1 SPC, time=10.511:10.581 of EES\15916612.D API-

T
m/Z

Instrument 1 12/08/1999 10:09:54 PM ees

*** End of Report ***
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i

Data File d:\EES\15916615.D Sample Name: 1591-066-15

Injection Date : 12/08/1999 10:57:11 PM Seq. Line 15
Sample Name : 1591-066-15 Vial 96
Acg. Operator : ees Inj 1
Inj Volume 5 ul
Sequence File . C:\HPCHEM\1\SEQUENCE\1591-066.S
Method : C:\HPCHEM\l\METHODS\ES-LCl.M
Last changed : 12/08/1999 10:55:25 PM by ees
(modified after loading)
ES-pos lcms with ELSD; NH4OAC/MeCN; 110-1000 MW
i mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916615.D) API-ES Positive ]
~
17500000% ' P
15000000 3
12500000
10000000
7500000
5000000 -
2500000
E S ) N
O‘L*"'1"'|"'|"'1"'1"'| I T
0 2 4 6 8 10 12 14 16 min
*ADC1 A, ELSD (EES\5916615.D)
mV @
1000 -] &
800 -
E H
600 N. _N_ _NH
] o~ O
200 - N L
0 ~
———— T T T T T | A A IR
0 2 4 6 8 10 12 14 16 min’
“DAD1 B, 5ig=254,16 Ref=360,100 (EES\15916615.D)
mAU_§ E;
E q
600
500
400
300
200
100 - k
0 —_

L e S e e e Y S A A SRS RN
L 0 2 4 6 8 10 12 14 16__min’
MS Signal: MSD1l TIC, MS File

Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min
Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
9.860 4799 9.897 133372512 221.13 I

Instrument 1 12/08/1999 11:14:04 PM ees
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Jata File d:\EES\15916611.D Sample Name: 1591-066-11

*MSD1 SPC, time=8.287:8.380 of EES\1591661 1.D API-ES|
100% &g Max: 654562
o
4 w
N
80 N
60
40 -
1 o~
A = [eo]
01 3 @ o
- o
] ©
0 - l
L
250 500 750 m/3

*** HEnd of Report ***

Instrument 1 12/08/1999 9:48:34 PM ees Page 2 of 2
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Data File d:\EES\15916611.D Sample Name: 1591-066-11

Injection Date : 12/08/1999 9:31:42 PM Seq. Line : 11

Sample Name : 1591-066-11 vial : 92

Acq. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 9:29:57 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSDA1 TIC, MS File (EES\I5916611.D) API-ES Positive

10000000 A
8000000
6000000

4000000

2000000

0
T T T T i T T T

0 2 4 6 8 10 12 14 16 min
*ADC1 A, ELSD (EES\15916611.D)

mV? /<
] N/
250 4 N
3 )Qy/—ﬂ\_NH

150 - UN

8-303

100 3

50 -

I T T T | T I‘ T I T T T I T T T v T T ¥ T T T T T T T | T T
0 2 4 6 8 10 12 14 16 minY
“*DAD1 B, Sig=254,16 Ref=360,100 (EES\15916611.D)

10~M

0 2 4 6 8 10 12 14 16 min}

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) L.C Area Time (MS) MS Area or Ion
8.303 1012 8.322 71286704 296.19 I
169.13 I

Instrument 1 12/08/1999 9:48:34 PM ees Page 1 of 2



Data File d:\EES\15916615.D

*MSD1 SPC, time=9.839:9.948 of EES\15916615.0 API-ES
100 §§ Max: 1.63517e+006
80
60
40 —
.
R
20 &
I
N
o
o4 U
S : e
250 500 750 m/z

Tnst.rument 1

**+* End of Report *+**

12/08/1969 11:14:04 PM ees

Sample Name:

1591-066-15

Paae 2 of 2
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Data File d:\EES\15916606.D

Sample Name:

Injection Date
Sample Name
Acg. Operator

Sequence File
Method
Last changed

12/08/1999 7:44:46 PM Seqg. Line
1591-066-6 Vial
ees Inj

. Inj Volume
C:\HPCHEM\ 1\ SEQUENCE\1591-066.S
C:\HPCHEM\ 1\METHODS\ES-LC1.M

12/08/1999 7:43:04 PM by ees

(modified after loading)

ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min

1591-066-6

7000000 -
6000000
5000000 -
4000000 -
3000000

MSD1 TIC, MS File (EES\15916606.D) API-ES Positive

8613

418
7.247

2000000 .
s N OV N | N
0—: L T Y T ¥ T T T T T T T T T T T T T ¥ ¥ T T T T T T

10

0 2 4 6 8 10 12 14 16 min
*ADC1 A, ELSD (EES\15916606.D)
mV §§
] /< O b
400 N/‘N »\
| PRUARNIN A
300 — 02N Nb/i\/ N O
200 o H
100 - A
0 T T T | ] ' ' T T 4 T T T T : T T T 4 T T T T ] ¥ T
0 2 4 6 8 10 12 14 16 min’
*DAD1 B, Sig=254,16 Ref=360,100 (EES\15916606.D)
mAU &
] {'pl
50 P
w0
30 4
20

O“W
T T T T T T T T T T T T T T v T T T T T T T T

0 2

14 16

min’

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.

Noise Cutoff:

1000 counts.

Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Ingtrument 1 12/08/1999 8:01:38 PM ees
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Data File d:\EES\15916606.D Sample Name: 1591-066-6
Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion

- - 6.418 3995657 527.13 I
506.13 I
505.19 I
- - 7.247 4172384 251.00 I
8.590 1718 8.613 45413684 427 .16 I
“MSD1 SPC, time=6.394:6.495 of EES\15916606.0 API-ES *MSD1 SPC, time=7.219:7.282 of EES\I5916606.D API-ES]
7 o - o .
1 ‘ég Max: 48000 gg
7] 1
] 12i
6 ]
] 10
5 ]
] 8
4 = ]
k & ]
] g 6
3 <+ 1
i § 1
2 47
] 1 [0}
4 b N
1 27 &
od L o il .
i L AN A AL R S AL | th"l""!",,"l' 1
250 500 750 m/2 250 500 750 m/2
*MSD1 SPC, time=8.575:8.660 of EES\15816606.D API-ES
o
100—< 5?‘
80
60
40|
o
8
B ‘r
20 - 3
1 o 3
?
. |
T l T T 1 T T T T T T T T LA
250 500 750 m/2

Instrument 1 12/08/1999 8:01:38 PM ees

*%*+% End of Repoxrt ***
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Data File d:\EES\15916605.D Sample Name: 1591-066-5

Injection Date : 12/08/1999 7:23:25 PM Seq. Line : 5

Sample Name : 1591-066-5 vial : 86

Acg. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 7:21:42 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916605.0) API-ES Positive

5000000 -]
4000000 ]

3000000 -

0 2 4 6 8 10 12 14 16 min

*ADC1 A, ELSD (EES\15916605.D)

mV
5ol

E AN
120 \\/«-y\/\\ 0

N
100 Y\Yv\\/\(\‘\)\ L(j
80 0 Y
60 O -
40 L
20 e
8

—— T T T T
0 2 4 6 10 12 14 16 minY

*DAD1 B, Sig=254,16 Ref=360,100 (EES\15816605.D)

mAU 1
500 -}

666

7667

400 -
300
200 -]
100 -

+5.221

—‘fa‘.ou

0-
0

N -
| Lz.sag

4 6 8 10 12 14 16 min?

MS Signal: MSDl TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Instrument 1 12/08/1999 7:40:19 PM ees Page 1 of 2



Data File d:\EES\15916605.D Sample Name: 1591-066-5
Retention Retention Mol. Weight
Time (LC) L.C Area Time (MS) MS Area or Ion

7.666 597 7.676 33319232 412.16 I
- - 8.029 12358534 305.16 I
283.17 I
157.15 I
128.09 I
- - 10.542 5059912 590.22 1
569.25 1
568.29 I
“MSD1 SPC, time=7.649.7.734 of EES\15916605.0 APL-ES] *MSD1 SPC, time=7.999:8.077 of EES\15916605.D0 API-ES
N I
100 g; Max: 444117 2] &
80 - 20 -]
60; 15~~ N
1 o
1 B
40 - 104 |+
J & ]
o A
] ¥ ]
20 - 5-1 < N
1 L % 1 & &
™~ ] - N
0 - h L 0; V|1 m ,l
' | S LA S R AL R AL | L N T T T
250 500 750 m/2 250 500 750 m/z

*MSD1 SPC, time=10.507:10.593 of EES\15916605.0 API-
©«

26
200

12 -]

10 -1

o N B
| | J
b
4121
| ——5912——590.2

T T T T
250 500 750 m/.

*%*% End of Report ***

Instrument 1 12/08/1999 7:40:19 PM ees
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Data File d:\EES\15916602.D Sample Name: 1591-066-2

Injection Date : 12/08/1999 6:19:16 PM Seq. Line

Sample Name : 1591-066-2 Vial

Acg. Operator : ees Inj
Inj Volume

Sequence File . C:\HPCHEM\1\SEQUENCE\1591-066.S5

Method : C:\HPCHEM\l\METHODS\ES—LCl.M

Last changed : 12/08/1999 6:17:35 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40OAc/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min

MSD1 TIC, MS File (EESV15916602.D) API-ES Posttive

8000000
7000000 -
6000000 -
5000000

=8-526

14 16 min

*ADC1 A, ELSD (EES\15916602.D)

mv j
300—;

150 o H
100 ]

O
8495

— g T T T T T T T ¥ T T T T l T T T I

0 2 4 6 8 10 12

14 16 minY

“DAD1 B, Sig=254,16 Ref=360,100 (EESV15916602.0)
mAU -
250

8499

200
150 4

5.280

100 -
50

|

0 —:L
A T T IAI T T T I T T T l T T T ‘ T T T I T T T l

0 2 4 6 8 10 12

T
14 16___minY

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noige Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Instrument 1 12/08/1999 6:36:08 PM ees
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data File d:\EES\15916602.D Sample Name: 1591-066-2

Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
- - 5.304 4662457 353.13 I
- - 7.234 5804504 250.99 I
- - 7.740 8831005 222.12 I
121.08 T
8.495 1113 8.526 45658892 351.13 I
*MSD1 SPC, time=5.2755.353 of EES\15916602.D API-ES *MSD1 SPC, time=7.199:7.261 of EES\15916602.D API-ES]
- 1 = -
j B Max: 73597 16 ] 5
(3] 4 N
1 14
8 ]
9 12*~
6 - 10
8-
47 6]
] % 4- .
2 ® ] di
_ 2] iy
O; foul A 1 O; L |
LN I AL B SR L AL AU L -"'I""l"?"l""l
250 500 750 m/z 250 500 750 m/2
*MSD1 SPC, time=7.713:7.791 of EES\15916602.D API-ES *MSD1 SPC, time=8.492:8.570 of EES\15916602.D API-ES
] o 100 - N
14 §§ ] B
127 80
18 1
109 7 |
] 607
8 ]
6 40;
90 & ~
: iy 20 -
. &l ] &
4 E%
0- | l o-
A IR A AL EL L A R I A | LA R A S A R R A AL L |
250 500 750 m/z 250 500 750 m/z

x** End of Report =***

Instrument 1 12/08/1999 6:36:08 PM ees Page 2 of 2



b
1

Data File d:\EES\15916603.D Sample Name: 1591-066-3
Injection Date : 12/08/1999 6:40:39 PM Seqg. Line 3
Sample Name : 1591-066-3 Vial 84
Acg. Operator : ees Inj 1
Inj Volume 5 ul
Sequence File . C:\HPCHEM\1\SEQUENCE\1591-066.S
Method : C:\HPCHEM\1\METHODS\ES-LC1.M
Last changed : 12/08/1999 6:38:55 PM by ees
(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916603.D) API-ES Posttive
12000000 ] 3
10000000 3
Booooooé
6000000
4000000
2000000 -
0
N S S L S | T T T T 7
0 2 4 6 8 10 12 14 16 min
*ADC1 A, ELSD (EES\15916603.D)
mvj 0O g
R N &
800 @_N%N/\
600 N= %/¥\/N O
E o H
400 7
200 -}
O_F"'1"'1"'1‘1\"1ﬁ'"1"'| T "
0 2 4 6 8 10 12 14 16 minf
*DADI1 B, Sig=254,16 Ref=360,100 (EES5\15916603.D)
mAU ] 8
800 &
600 -
400 -
«
200 g% )
] 0 ©
0- o)
T T T LR | T T T T LN
0 2 4 6 8 10 12 14 16 _min*

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Instrument 1 12/08/1999 6:57:31 PM ees

Page 1 of 3



Jata File d:\EES\15916603.D Sample Name: 1591-066-3

Retention Retention Mol. Weight
Time (LC) L.C Area Time (MS) MS Area or Ion
- - 5.618 5196830 377.05 I
355.11 T
234.08 I
- - 6.608 11408926 352.13 T
- - 7.236 5032685 250.99 1
207.07 I
8.153 3649 8.190 72069992 .~ 352.14 T
- - 9.391 7604212 223.13 I
128.11 I
“MSD1 SPC, time=5.570:5.663 of EES\15916603.D API-ES| *MSD1 SPC, time=6.583:6.660 of EES15916603.D API-ES
et 1 -
4j ﬁ Max: 41310 141 %
5 % E
35 12
3 ]
] - 10 4
] ~ i
2.5 P 1
] 8 B
2] 1
z 6-
1.5 ]
] o &
' ] g B
05- 2]
O_::L':LJ. i J. | 0_2 ‘l. lJ 1_4 A‘.

T B e e e I U AN L B S e e S L A
250 500 750 m/Z 250 500 750 _m/2

*MSD1 SPC, time=7.206:7.284 of EES\15916603.D API-ES *MSD1 SPC, time=8.140:8.234 of EES\15916603.D API-ES]
e -
] % 100 ] %
7 N B o
6 80 |
5 ]
] 60
4] ]
3 —: 40 -
p ra 1 ot
4 o
24 ¢ - i
20+ o
1] ] >
N %
0 - “uL [ i 1 b 1 0 I l
——— T T T T T T T T S e e ) ML
250 500 750 m/2 250 500 750 m/2

Tngtriment 1 12/08/1999 6£:57:31 PM ees Page 2 of 3



dJata File d:\EES\15916603.D Sample Name: 1591-066-3

*MSD1 SPC, time=9.363:9.441 of EES\153916603.D API-ES]
o] 8§
8_~
6_
o
44 «
2- 3
4 N
L
o
250 500 750 m/2

**% End of Report ***

Instrument 1 12/08/1999 6:57:31 PM ees Page 3 of 3
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Data File d:\EES\15916607.D Sample Name: 1591-066-7

Injection Date : 12/08/1999 8:06:09 PM Seq. Line : 7

Sample Name : 1591-066-7 vial : 88

Acg. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\l\SEQUENCE\159l—066.S

Method . C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed . 12/08/1999 8:04:24 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40OAc/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916607.D) API-ES Positive

—

eoooooo%_ n

5000000 -] P
4000000 -}
2000000 -
1000000 -
A
8

Aod

OLW“’WW

0 2 4 6
*ADC1 A, ELSD (EES\15916607.D)

mV%

200 4

175 O NmN o
E H
] HOL & “/<§©
150 4 )
E N :
125_; HOZ(?\/ ﬁ—/
0

100
75
50
254 , I

l T T T I T T T l — T T ,!r——r-_—r_—l’_-ﬁ—_“v—' T | T T T I T T

0 2 4 6 8 10 12 14 16 _minf

*“DAD1 B, 5ig=254,16 Ref=360,100 (EES\15916607.D)

mAU % %

10 12 14 16 min

6369

o]
o]
20 4
10
0 : Aﬂ//ﬂ/gﬂ/ﬁﬂ,/,,fzi/’///

0 2 4 6 8 10 12 14 16 min?

\

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 wmin

Retention Retention Mol. Weilght
Time (LC) L.C Area Time (MS) MS Area or Ion
6.309 887 6.341 40543476 362.12 I
316.11 T

Instrument 1 12/08/1999 8:23:01 PM ees pPage 1 of 2



Jata File d:\EES\15916607.D Sample Name: 1591-066-7

*MSD1 SPC, time=6.288:6.389 of EES\15916607.D API-ES]

1OOJ_ éé Max: 424786
80

60

2pn 4
SO

20 -

—244.0

1 —84F+— 3161
—385:1

— — ——— T
250 500 750 m/Z

*** End of Report ***

Instrument 1 12/08/1999 8:23:01 PM ees Page 2 of 2



Data File d:\EES\15916601.D

Injection Date
Sample Name
Acq. Operator

Sequence File
Metheod

Last changed
ES-pos lcms with

Sample Name: 1591-066-1
12/08/1999 5:57:57 PM Seqg. Line 1
1591-066-1 vVial 82
ees Inj 1
Inj Volume 5 ul

C:\HPCHEM\l\SEQUENCE\1591—066.S
C:\HPCHEM\l\METHODS\ES—LCl.M
12/08/1999 5:55:40 PM by ees

ELSD; NH40Ac/MeCN; 110-1000 MW

1 mL/min 5-100% org in 16 min

4000000
3500000
3000000 -
2500000
2000000
1500000 =
1000000
500000 3

MSD1 TIC, MS File (EES\15316601.D) API-ES Positive

8065

6.276

0
0 2

T
4

mvV 1
140 3
120
100
80
60 -]
40

*ADC1 A, ELSD (EES\15916601.D)

@Ni%:‘»l O

20 _5._,

hw T T T
0 2

T
4 6

mAU 3

150 -
125 3
100
75
50 -
25 5
0-;

“DAD1 B, Sig=254,16 Ref=360,100 (EES\15916601.D)

25 4y
0

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.

Noise Cutoff

Reportable Ion Abundance: > 25

1000 counts.

0

G .

I.C Signal: ADC1 A, ELSD

Peak matching window:

Retention
Time (LC)

Instrument 1 12/08/1999 6:14

I.C Area

0.1 min

Mol.

or lIon
403.14 I
381.14 I

Retention
Time (MS)
6.276

MS Area
3519365

:48 PM ees Page

Weight

1 of 2



Jata File d:\EES\15916601.D

8.947

553 8.965

- 11.255

27282768

6612521

Sample Name:

365.15

483.07
462.13
461.15

H =

1591-066-1

*MSD1 SPC, time=6.250:6.336 of EES\15916601.D API-ES

*MSD1 SPC, time=8.930:9.031 of EES\15916601.D API-ES

- o
% Max: 35905 1004 @

10 @® 1 ®

4 80__

8- |

B 60._

6 ]

.~ é ]

4 407

4 ~= h c-

| :

® ] &

) (=] ™~

2 ~ o 201 -

] & ¢ . ~ q

A < EIN

1 M—M | | 0%

O_L Oﬁ { | "

h — 1 v T 1T T L | 1 7 1 T

250 500 750 m/z 250 500 750 m/z

]

20 |

*“MSD1 SPC, time=11.212:11.306 of EES\15916601.D API-

™

b
2

Lad

—
750 m/2

Instrument 1 12/08/1999 6:14:48 PM ees

*+* End of Report ***
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Data File D:\HPCHEM\1\DATA\IBIS\06140009.D Sample Name: 1515-196-C

Injection Date : 6/14/2000 5:04:18 PM Seqg. Line 1
Sample Name : 1515-19%96-C12 Vial 2
Acqg. Operator : mtm Inj 1
Inj Volume Inj prog
Sequence File : D:\HPCHEM\ 1\ SEQUENCE\JBS.S
Method : D:\HPCHEM\1\METHODS\IBS-1G.M
Last changed : 6/2/2000 2:30:48 PM by ees
ES-pos LC/MS with ELSD; MW 105-1000
NH40Ac/MeCN; 1 mL/min; 5-100% org in 16 min
4.6 x 150 3.5 uM XDB C-18
—T MSDTTICMS File (IBISW6T40009.0) APIFES, PGs, Scan, Frag: 70~ —
12000000 - ;c"; .
10000000 -} i
8000000 -|
6000000
] o
4000000 3 © o
2000000 - T B 3 |
0 * ,,,,,, /\K\,‘M,_A,A-VHAW_./\,J\AA‘ ...... i_r\m\m\/fkv»"vwh.;/L\*,ww,\ﬂﬁ — /\A,TNWM_\,,,,M_,VM,W\,,N, ~~~~~~~~~~~~~~ Mo g e
I T T R 14
"ADCT A, ELSD (IBISW06T40009.0)
mV *
800 3 3
700 4
600 - : oo
Mt
400 N NH -
300 4 .\VN \\< c
200 - & \ O E
100 ] o - . ) I
o R T e 12 14 e
T T DADTB, Sig=254,16 Ref=360, 100 (BISWE140009.0) o
mAU - gé
15 4 -
10
5
0 4 B
5] | T -
i Y B
ol e
20 1~ '
T O 14 m

Instrument 1 6/14/2000 5:21:14 PM mtm
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Data File D:\HPCHEM\1\DATA\IBIS\06140009.D Sample Name: 1515-196-C12

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 10%.
LC Signal: ADC1 A, ELSD
Peak matching window: 0.1 min

Retention Retention Mol. Weight
Time (LC) 1.C Area Time (MS) MS Area or Ion
0.931 70 0.930 7613351 366.19 I
365.19 I
- 183.19 I
- - 3.595 6106721 376.15 T
375.14 I
4.411 3439 4,408 71617672 358.15 I
357.12 I
- - 9.335 4616048 280.05 I
279.02 I
16.022 54 - -
16.164 71 - -
16.220 57 - -
16.262 68 - -
WSO SPC, ime=0.9160.947 of IBISWBTA0009.D " APIES] [ *MSDT SPC, time=3.578:3.:625 0f IBISW6140009.D  API-ES]
" ] o Max: 171674 p e
E @ 101 $
12 3 ]
10 ] 8-]
8 6
6 « o~ o 4 hE
4 8 3 1 is
2 2
0 wnlww ML ol L I ] T
T Tk " Usho 7ho T U b0 T T Tebo 150 iz
~ *MSDT SPC, te=4.3774463 of IBIS\06740009.0  API-ES] *MSDTSPC, ime=9.3TT:9.365 of IBIS\06140009.0  API-ES]
100 % ] 2
4 o 8 ; F;
80 | ;
1 6 >
60 | |
40 A N i -
] SE ] ford
20 | T 2 &
0-] ! | - 0] Al
" Tok0 7 Tsbo T 7ho T T k0 T T Tsbol T ko T T

Instrument 1 6/14/2000 5:21:14 PM mtm Page 2 of 2



§ Data File d:\EES\15916604.D Sample Name: 1591-066-4

Injection Date : 12/08/1999 7:02:03 PM Seq. Line : 4

Sample Name : 1591-066-4 vVial : 85

Acqg. Operator : ees Inj : 1
Inj Volume : 5 ul

Sequence File : C:\HPCHEM\1\SEQUENCE\1591-066.8S

Method : C:\HPCHEM\1\METHODS\ES-LC1.M

Last changed : 12/08/1999 7:00:17 PM by ees

(modified after loading)
ES-pos lcms with ELSD; NH40Ac/MeCN; 110-1000 MW
1 mL/min 5-100% org in 16 min
MSD1 TIC, MS File (EES\15916604.0) API-ES Positive

]
5000000

4000000 -
3000000 -

2000000 -

1000000

04
0 2 4 6 8 10 12 14 16 min
*ADC1 A, ELSD (EES\15916604.D)

mv
200 -
175 3

] 0
150 0 N
100 - o \\/N«

75

50 k

25 3

]71 T T T T T ¥ T T T T I T T T T T T T T T T T T T ‘I T T
0 2 4 6 8 10 12 14 16 minY
*DAD1 B, Sig=254,16 Ref=360,100 (EES\15916604.D)

mAU

3462

9:465

250 3

7.610

200 5
150
100
0-

0] R
0 2 4 6 8 10 12 14 16 miny

MS Signal: MSD1 TIC, MS File
Spectra averaged over upper half of peaks.
Noise Cutoff: 1000 counts.
Reportable Ion Abundance: > 25%.
LC Signal: ADC1l A, ELSD
Peak matching window: 0.1 min

Instrument 1 12/08/1999 7:18:56 PM ees Page 1 of 2



yata File d:\EES\15916604.D

Sample Name: 1591-066-4

Retention Retention Mol. Weight
Time (LC) LC Area Time (MS) MS Area or Ion
- 7.220 3699223 250.99 I
- 7.643 3408568 454 .14 T
453.15 I
9.462 731 9.484 35098992 402.13 I
401.14 I
“MSD1 SPC, time=7.198:7.284 of EES\15916604.D API-ES *MSD1 SPC, time=7.595.7.673 of EES\15516604.D API-ES
1 o E N
149 by Max: 65813 B
1 o ] =
12 12
10 10
8; 8{ -
6; G':
4 4 S
] . ]
P ] o
2 N 2—_ g
O; R 1 0; N N ll N
k T T N | T L Y L
250 500 750 m/2 250 500 750 m/z

100
80

60

20

A

A0
jativat

AN A

2230 HOZT

*MSD1 SPC, time=9.449:9.550 of EES\15916604.D API-ES)

—
250

T
500

T
750 m/z

T

*** End of Report ***

Instrument 1 12/08/1999 7:18:56 PM ees
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