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CLASS~LC10 Ver 1,80 SYS=] Chsl RCPORF.NO-36 PALA=T0LLYV PO) 98/12/24 14 34 50

Sawple . 1015
Iin - BLANK
Type Unknown Sertralime RS method
betector * SPD-10A Single
Operator . NRP
Melhod Nae 701L5GR 1101}
‘A Lhromatogram ** & MOBILE PHASE

nAbSs

107

20
_’/«f//ﬂ,-w_—r‘QQMN ™
~———""‘"M
[ (U — e S
] 10 2¢ 30 40

mue

=w> pezk Report »~«
t Ho reak !

Figure -82
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CLASS-LCLO Ver =1.60 SYS=1 Ch=1 RLPORT MO=39 BAIA=1015V D20

Sample + 7015

Ib SYS.PRE.

Type Unkn i -
Datector SPD- RESOLUT; ON SOLU “ON
QOperator NRP

¥athed ‘lame TOISGR MOL

*#*+ Chromatogram *** '3 lename.701%V C20

mADSs e
¥ -0
i i
&
ot
e els] L
Sertr aline
| %
50 i
Mandelic acxd sertraline/stage-1
mnpurity A
& )
(Xad o~
< -
2 .
- i
Impuri B 9 | &
@ w
2 \ {
-« -t \ N
P N [
B T SO | M S N
D 10 20 30 40
N

**= teak Reporl ***

PENO TIMB ARER conC (2]

M 2 439 11534 ¢ 0845
2 11 589 43584 0.3194
3 12 118 13440051 98,4915
4 28 556 62457 0 4577
5 31 472 88275 0 6469

13645900 10¢.0000

Figure-83
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CBASS-LC10 Ver.=] 60 S8YS=1 Ch=1 REPORT.NO=6

DATA=7015V.D04 98/12/24 17:17:10

serple . 7015
In © 5.5.30LN
Type : Unknown
Detector . 5PD-10A Single
Operator : NRP
*** Chrowmatogram ** SYSTEM SUITAB}LI '
mAbs
100
50
Sl
o ¥
I
Impurity B {: " Sertraline
\‘k /
J; P
o W N
0 10 20 30 40
min
*** Peak Repori **+*
PKMO TIME AREA CONC %]
1 11.924 459169 50.9613
2 13.566 441845 49.0386
301014 100.0000
4% Column Performance Report ***
PKNO R.TIML Plate # Talling Resolutaon
1 11.%24 12383 1 32
2 13.566 12454 1.44 3.59
Figure-84
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CTASS-LCLY Ver =1.60 SYS=1 Ch=1 REPORF NO=1% OATA=7015V DOS 98/12/21 18-00:38.

Sample 7015
1 - MD ACID150PPM Identsfication
Type Unknown
Detectot : SPD~10N Saingle
Operator MNRP
Method Name . T015GR MO
*** Caromakogram *** Filename-70 MANDELIC ACID
mAbLSs ~
7
o
160
50 Mandelie acid
P
/MM
s} e e \.q
0 10 20 39 10
man
%> Ppeak Report *=*
Iagtie] TIME AREA CONC {8}
1 2.462 537527 100 0000
637524 100 0000
Figure-85
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IDENTIFICATION
CLASS-LC1O Ver =1.60 SYS=1 Ch=1 RCPORT.MO=28 DATA=7015V D09

Sample . 7015

D . IMP.B-150PPM

Type . Unknown

Detector . 5fD-~10A Single

Operator NRE

Method Name . 7015GR.MO1

*** Chromatogram *** [ilename IMPURUTY-B

mhbs
T
y
100 | Impurity B
50
~
o
<)
4t
™
,«f,/ “J\AN\““-““—‘—\‘
[
] e a1 e 2 S—
0 10 20 30 10

*=* Peak Report ***

PKNO TINME AREA CONC (8]
i 11.467 25417586 28,1500
2 31.537 21584 0.8420
25633490 160 0000

Figure-86
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CLASS~LCI0 Ver.=l 6@

IDENTIFICATION

§Y8=1 Ch=] RLPORT NO=33 DATA=T0L5V.D14

Sample 7015
b . 7013150PPM
Type Unknown
Belector . SPD~10A Sangle
Operator . HRP
Method Hame TOL5GR MOY
Sertraline
*>* Chromatogram *** Uile
wAbs
WE
-
[+23
I3
i
100
L
t 2
Seitraline f
50 /////
i
! e
x e
0 e e adn S ~—
) 10 20 30 40
m.n
¥+ Peak PFeport v+
&0 TIME ARED Cone 4]
1 12.946 2181301 100 0000
2181301 160 0000
Figure-87 ,
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IDENTIFICATION

ZLASE-LCIC Ver =1 60 SYS=1 Ch=1 ROPORT MO=30 DATA=7015V Dil

Sample 70135

in STAGE~1, 150PEM
I'ype - Unknown
Detector SPD-10A Single
Operator NRP

Method Hame TO015GR MO}

SERTRALINESTAGE-1

**= Chromatogram *** [1len.
Abs
%
(&
100 ;
|
STAGE-L
50
/M,,ﬁ‘_lk\__NNﬁwM‘*\\\Nh»
0 U
f 10 20 a0 40
min
“*< Peak Report *»
ERNO TIME AREA CONC [3]
1 31.659 1954348 160.0000
4954346 100 0000
Figure-88
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CLASE-LCLD Ver =l 60 S5Y5+]1 Ch=l RGPORT.MO=?
Sample + TOLSREG

0 = MIISRUGG-~1

Type » Unknown

Detector - SPD-10A Sangle

Operatorx T NRP ‘

Method Mame 1015GR.MOL

s> Chromatogram

» RUGGEDNESS -1

DATA /DLSR. DY

mAba
8
1
ivo
50
©
=
o
«
» /,,/\-W\—‘M*
o e
0} ~— - LS e -7 «\___
< 10 20 3o 10
LI
*44 pPeak Report T4
PKNO TIME AREA conc [}
1 7.99% 3193 0 2246
2 8 570 7469 0.0576
- 3 11 985 12957972 99 9179
129666342 190 QLo
CLASS-LCI0 Ver =1L 60 £Y$=1 Ch=1 REPORT NO=0 DATT0I5RG DO7
Sampic T0lSrug--a. -
e . rug—smp-1
Type . Unvnoasn
Detector SP0-10A Szingle
Operator yo
Method Hawma - J015GR.M01
*+4 Chromatogram RUGGEDNESS -2
mAbs -
&
En
3
- 100
s0
-
-
b .
- .
et
- I
2} FSUURURUUTUE - FU NS e = = et = e /WN—\_‘
o 10 20 30 10
marn
=** Peak Report *+** .
PENO TLIHE RPER CONC (%)
) 7.4280 3136 o 0231
2z F.842 ¥878 O 0580
3 19.891 13583593 %8 5180
13274606 100.00060

Figure-89

389



Mandelic acid Linearity plot

Figure-90

Impurity B Linearity Plot

Figure-91
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Sertraline Linearity plot

Figure-92
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CLASBE-LC10 Ver.=1,60 5¥S=1 Ch=1 REPORT.NO=251 DATA=SETRA.DO3

Sample : SERTRALINE
D T M.P.
Type : Unknown
Detector r SPD-10A Single
Operator t Yoo
Method Name ¢ SETR.MET
ww* Chromatogram *** Filename:SETRA.C03 **+ Deak Report ***
mAbs 1! No Peak !}
4004
Sertraline assay method
Blank clromategram
Lad
2004
]
0 5 10 15 20
min
Figure -95
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CLASS~LC10 Ver.=1.60 SYS=2 Chx=l REPORT.NO=240 DATA=SETRA.DO4

Sample

D

Type
Detector
Operator
Method Name

*+* Chromatogram **v

AN es s ks e

SERTRALINE
SYST.PRE.
Unknown
SPD~10A Single
¥BC

SETR.MET

Filename:SETRA.CC4

mAbs
i
[l
-
iV )
400
— Seriraline
200
o
o 5 10 15

Figure -96
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**4% Paglk Report *+¥

PKNO TIME AREA
1 6.405 74668572
T468572

HEIGHT MX
402374

409374

System precision chromatogram



CLASS~LC10 Ver.=1.60 3Y¥S=1 Ch=1 REPORT.NG=25 DATA=SETRA.D13

Sample ¢ SERTRALINE
Ib : L1
Type : Unknown
Detector : SPD~10A 8ingle
Operator r YDC
Method Name : SETR.MET
»** Chromatogram ***  Filename: SETRA.C13 *** Peak Report **+
mhbs PENO TIME HEIGHT MK
1 6,531 4037492 264754
40374892 264754
400
Linearity chromatogram level 1

~i

o™

wy

w 3

Sertraline
L
200+
0 L
o 5 10 15
rin
**¥ Column Performance Report »++
R.TIME Blate # Tailing
6.531 4626 2.28
Figure-97
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Sertraline assay linearity plot

Figure-98
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CLASS-M10A Ver.~1,60 5Y¥Y8=1 REPORT.NO~45 DATA~SETRL.K22

Sample ¢ SERTRA
10 ¢t 1050C
Type ¢+ Unknown
Detector ¢ SED-M10Avp
Operator i YDC
Method Mame t SER.MET
**+ Chromatogram *** % peak Report +**
TIME AREA MK
6.337 6930454
nibs
Chi 235nm £930454
soof
Sertraline heated as such at 108
deg C
200
100
1] LAl
0 5 10 20
min
Figure-99

397



CLASS-M10A Ver.=1.60 SYS=1 REPORT.NO=47 DATAmSETRL.K24

Sample : BERTRA
D 1 U.V.DEG.
Type : Unknown
Detector : SPD-M10Avp
Opexator : ¥DC
Method Name : SER.MET
et Chromatogram *he #*+ Peak Report **+*
TIME ARER MK
6,318 €331898
mAbs -—— -
Chl 23%nm £931858
300 :
UV light degration chromatogram
2004
160
0
¢ 5 10 15 20
min
Figure-100
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CLASS~M10A Ver.=1.60 35YSw1 REPORT.NO=49

Sample s SERTRA
1D : NORMAL LIGHT
Type : Unknown
Detector : SPD-M10Avp
Opezator + ¥DC
Mathod Name t SER.MET
*#+ Chyomatogram *++
®AbLS
Chl 235nm
3094 N
200
100
F1}
9 s 10 15 20
mn

DATA=SETRL.K26

##+* Peak Report **+

TIME AREA MK
6 320 6376680
6376680

Sun light degradation

Figure-101
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CLASS-MI1OA Ver.=1l.80 SYS=1 REPORY.NO=52 DATA=SETRL.KZ9

Sample
1o

Type

Detector
Cperator
Method Name

N
:
H
»
.
H
.

»** Chromatogram

mhbs

SERTRA
KMNO4
Unknown
SPD-M10Avp
¥DC
SER.MET?

e

3004

200

1004

Chl 235nm

+*% Paak Report *é&*

TIME AREA MK
5.498 173271
€.335 47178904 Vv
7.375 841245 Vv
8.692 243411 v
9.371 350141 Vv
10.239 56024 V
14.086 1242056
7791053

KMNO4 degradation

Figure-102
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CLASS-VP V5.02 Area % Report

Method Name: CiACLASS-VPAMETHOBS\HPLUMET-11\8009LRSVE. met
Data Name: CACLASS-VIADATA\HPLC-11\138009L.008. dat
User: SYSTEM :

Acquired: 513799 11:53:2 PM
Printed: 5115799 11:51:15 AM
Losartan RS wahdation
’ §renkef s
L Sraraf phae 'STEM PRECISIO
Re#eﬂ!imﬂrrip SYST NL«
0.4
0a ] Losartan
o2 | Tmpunty-4 \
I g Impurity-C Impurity-B
§
[+5 1 b
— : b= 8 [
| §; é} é’ H §l)/ % gl
oo N I : I
G 10 ] x 40 1]
Meutes
Pk Retention Time Arca  Area Percent
1 4.207 68555 0.225
2 6.530 6499 0,021
3 9,280 30289558 99,249
4 14.347 70266 0.230
5 26,180 15786 0052
6 35,387 63110 0,223
“Totals e =L : I & C e
30518774 | - 100.000
Figure-103
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CLASS-VP V5,02 Area % Report

Mcthod Name: C:YCLASS-VAMETHODS\S009L.met
Data Name: CACLASS-YRB009va.000

User ALPrasad
Acguived; 5/1/99 5:49:29 PM
Printed; 513199 1:44:10 PM
Diluent blank
__ rels «;
BAERT
Retertion Time
400 . 400
200 - - 200
0l tz -0
o 10 20 3 40 5
Wiradtey
Pk# Retention Time Ares _ Arca Percent
1 1.967 7930 100.000
3 o301 - 100.000
Figure-104
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SYSTEM SUITABILITY

CLASS-VP VS5.02 Area % Report
SYSTEM SUFTABILITY CHROMATOGRAM

Methot Name: C:WCLASS-VPAAMETHODSHPLCMET-11\8009LRS VL. met
Data Name: CACLASS-VPADATA\HPLC-11'8009VLD-Rep2.004
User: SYSTEM
Acquired: 5/6/99 11:09: 22 PM
Printed: 5/15/99 2:49:35 PM  Sample name: S.5.50LN
0 - DU T - 300
LR £+ npmty_ A
7 Losartan
200 ] % Impurty-C Impurty-B - 200
v/
2 2/ |
100 4 8 - 100
j H
. ;\
0 %. }} g‘r — !j L .
o ’ 10 » » 4 50
Minutes
Pk# Name Retention Time Resolntion  Asymmetry  Theoretical
plates

i 4.647 0.00 1.02 5205.4%

2 9,863 i5.78 0.96 9559.27

3 17.537 1522 1.00 13445.81

4 39.907 23.5¢% 0.97 15264.90

- Totals ¥ ’ o E
Figure-105
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IDENTIFICATION
CLASS-VP V5,02 Area % Report

Method Namve:  CACLASS-VRMETHODS\80091L.met
Data Name: CACLASS-VPS8009VA-Rep1.003

User: ALPrasad
Acqguired: 51199 10:08:46 PM
Printed: 8/3/99 1:54:14 PM
IO b =yt
Bhapy S 8-%,
Retention Time
400 £00
. L
8
-+
200 - /Impunty— A - 200
.
8 3
- @

@ —p— L — . 0
o 10 el 30 45 £
Munats

Pk# Retention Time Arca  Area Percent

1 1.967 10343 0.431

2 4.627 2383497 99251

3 99)3 7647 0318 (

Towls| - RS IR

TRIETNN IR . 2401487 1 .- 100000
Figure-106
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IDENTIFICATION
CLASS-VP V5.02 Area % Report

Method Name:  C:\CLASS-VYPMETHODS\SMHOL. met
Data Name: CACLASS-VP\S9VA-Repl. 002
User: AL Prasad
Acquired: S/1799 8:25:02 PM
Printed: 573/99 1:50:%2 PM
T He AR
pX <2 O
Ratention Time
4001 L 400
200 g - 200
o
Losartan )
. |
0| it S
o 1 20 i » 40 50
Norrtes

Pk # Retention Time

Ara  Area Percent

1 1.967 8378 0.385

2 9.900 2166947 99.615
_TD}alg . E A
’ . 2475325 . 100,000

Frigure-107
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IDENTIFICATION
CLASS-VP V5.02 Area % Report

Method Name: CACLASS-VPMETHODS\B009L.met
Data Name: CACLASS-VMRIGOVA-Rep2,.005

User: A.L.Prasad
Acquired: 52199 2:28:10 AM
Printed: 5/3/99 2:04:36 PM .
J— iR, S
IR et
Retenton Tire
400 1 - 400
200 ~ 200
B
fivg
04— fi“!“ - °
[+ 10 210 ‘ 3'6 40 &
Yhinades
Pk # Retention Tims Area  Area Percent
1 1.967 9444 0.362
2 17.627 2599016 99,638
Totals <y " 1 L
‘ K ] 260846071 100000
Figure-108
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IDENTIFICATION
CLASS-VP V5.02 Arez % Report

407

Method Name: C:\CLASS-YPMMETHODS\S009L, met
Data Name: CACLASS-YMS009VA-Rep2.004
User: A.LPrasad
Acquired: S/2/99 12:44:27 AM
Printed: 5/3/99 3:04:07 PM
—— Gadruar &
AN 1
Retentlon Tine
. 400 {m
200 Impunty-B - 200
;
13
; ; -.i
A ]
g S - ! °
o 10 20 e <0 50
_ Ainutem,
Pk # Retention Time Arca  Arvea Percent
1 1.967 9396 0.355
2 17.653 15089 0.570
3 40.330 2622972 99,075
-~ LT T 26457, - 100000
Figure-109
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CLASS-VP V502 Area % Report

Method Name:  CVCLASS-VRWMETHODS\HPLCMET-11W009LRSVL.met

Data Name: CACLASS-VINSM9V-Repl.026
User: SYSTEM
Acquired: 5599 5:12:16 PM
Printed: 510799 10:30:09 AM
Recovery
— iz“'a’v;j
Retention T
#00- - 400
RECOVERY SAMPLE
200 - 200
I}
o
S §
o i - : —— ! o
] 10 20 o 0 50
Bt
Pk # Retention Time Arca  Area Percent
1 1.927 15260 0.071
2 4,650 47311 0.219
3 9.530 21468136 99286
4 17.423 483%3 0224
5 37427 43469 0,201
. Tolals . e
P s e 21622559 | - - 100000
Figure-110
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Losartan Impurity A Linearity plot

Figure-51

Losartan Impurity B Linearity plot

Concentration ug/mi

Figure-! 12
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Losartan impurity ¢ Linearity plot

Figure-1 13
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CLASS~LCLY Ver.=1.60 SYS=1 Chel REPORT.NO=216 DATA=8003L.DG2

Sample : BOOSL

b s DILUENT

Type t Unknown
Detactor : SPD~10A Single
Operator ¥DC

Method Name

*4% Chromatogram ¥

mibs

80098L.MET

Filename:8009L.C02

4004

200

1,767 519

10

15

Losartan Assay validation

+w% pPaak Report ***

PKNO TIME AREA CONC {3}
1 1,767 2510 30.7801
2 2 019 5645 69.2199
8156 100.00060
min
Figure-114
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CLASSLLC%0 Ver.=1.60 8%8=1 Che=l REPORT.NO=217 DATA=80051L.D03

Sample

p2)

Type
Deteckor
Operator
Mathod Name

wRd Chromatogram

.

14
.
3
Y
<
7

B8009L

SYS.PRE.
Unknown
SPD~10A Saingle

Yoo
BOOSL, MED

*ed Pilename:8009L.CO3

System Precision

#+» Peak Report *++

mAbs PKNO  TIME ARER CONC {B]
1 1,767 2878 0.0651
Z  1.957 7112 £.1609
3 8.037 4409189 99.7739
4004 Losartan -
4419180 100, 0000
~
e
©
s
200
?
. |
o
s |
tasd
~
W
o~
oo J —
0 5 10 15 20
min
Figure-115
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CLASS-LCLD Ver.=1.60 SY8=1 Ch»1 REPDRT.NO=223 DATA=H002L.DOS

SPD-10A Sangle
YDC

Kample : 800SL

in ¢ SOLN,.STSBIL. Solution stability study
Type : Unknown ) *
Detectox £

Operator
Method Name 8009L.MET
*w¥ Chromatogram *++ PFilename:8009L.C09 **» Peak Report ***
mhbs PENO TIME AREA CONC [%]
1 1.983 89525 0.2031
2 8.540 4385612 89,7969
4001 . 4334537 100.0000
=]
-
o
ﬁ; .
200
P
a
04t it
0 5 10 is 20
mn
Figure-116
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CLASS~LCLD Ver.=1.60 S5YS=1 Ch=1 REPORT.NO=224 DATA=8008L.D10

Sarple 3
1) H
Type H
Detector H
Operator $
Method Name H

800%L

MET. PRE. 5TD
Unknown
SPD-10A Singla
¥YDC

2009 . MET

Method precision

‘

*¥+ Chromatogram “** Filename:800SL.C10 *i+ pPeak Report *w*x
wAbs PKNO TIME AREX CONC (%]
1 1.750 1718 ©.0391
2 1.949 6098 0,1389
3 8.927 4383074 83,8220
400 Losgrtan e
4390880 100.0000
-
o3
=21
=
2004
o
e
L33
e
<
=
o st L .
0 5 10 15 20
min
Figure-117
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CLASS-1LL10 Ver.=1.60

§YS=1 Ch=l REFORT.NO=253 DATA~8009L.D39 99/01/08 03:49:4%¢

Sample 1 800%L
D : RUGG.SPL. A
Type : Unknown Ruggedness experimnent
Detector + SPD-10A Single
Uperator $ ¥YDC
Method Name : 8009L.MET
%4 Chromatogram **¥% Filemame:8009L.C38 **¥ Ppak Report *«+
mAbs BRNO TIME CORC [3}
b8 1.972 11075 0.2485%5
2 8.9216 4445604 9%.7515
300] 2456680 100.0000
0wy
-3
0
©
200
i
T~
o
ol =
0 5 10 15 20
min
Figure-118
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CLASS~LC10 Ver.=1.80 3YS»1l Chwl REPORT.NC=300 DATA=800SN.D10

Sataple

ip

Type
Detector
Operator
Method Name

v e se oW

*+d Chromatogram
mAbs

8008L

LIN~1

Unknown
3PD-10A Single
Yoe

80D9L.MET

*+%  Filename:B8009N.CL0

4004
2004 <
o
o
:[
o |
£
o
"; I
<Q
H
ol o I
o S 10 15

man

Linearity level 1

**% Peak Report ***

416

PKRO TIME CONC %}
1 1.750 2018 ¢.0523
2 1,885 6377 6.2837
3 8.890 2239500 29,6240
2247953 1006 00600
Figure-119



Area

7000000 s

Losartan assay linearity plot

6000000 {
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. B oF .
B )
.
*
2
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- ® et
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+ : B
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. - .. ‘{“ Sy 24 DU
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Concentration ug/ml

Figure-120
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Shimadzn CLASS-VP Y503  Area % Report

Method Name: CACLASS-VP-verS.03METHODS\HPLC-11\Pentoxy.met
Data Name:  CAYDCloxypent.doi6
Acquired: 777199 3:17:32 PM

Sample name: Blank
Blank- Pentoxifylline

0.2 Detector A [220nm} bz
4 e ESNANK
4 FRYPRIEA008
| Retention Time i
.01 Lo.ot
>
o900 f‘w", {‘L e 000
001 T oy ey s ST —- . e ”.o,m
Y 10 20 30 49 50
Misariss
Pk & Retention Time Area Area Percent
1 30.350 6954 , 100.00
Totals
6954 100.00
Figure-121
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Shimadzu CLASS-VP V5.03  Area % Report

Method Name: C:\CLASS-VP-verS,03\METHODS\HPLC-11\Pentoxy. met
Data Name:  C:A\YDCloxypent.doil
Acquired: T7199 T:37:07 PM
Samplc namet sys.pre-
System precision chromatogram

ooz ooz
Dutactor A [280am)
T et 8 8
] Retention Time & g@ 3
g

001 5 g FOB1

_ : ﬁ 8 ,

h /

000 s ;E’ ool gﬁi e L
001 v : . . . po1
1 1% 20 ] 40 30
Mruden

Pk # Retention Time Area Area Percent
1 12,533 125831 0.34
2 14 608 129895 0.35
3 17325 118458 0.32
4 19792 96343 026
5 20.275 126021 0.34
6 25425 70323 019
7 26.017 7615 002
8 28,792 97134 0.26
9 30.325 36730516 97 82

10 30,967 32611 0l
11 33208 5633 0.02
Totals
37550380 16000
‘ Figure-122
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Shimadz CLASS-VP V5.03  Area % Report
Method Name: CACLASS-VP-verS.03\METHODS\HPLC-11\Pentoxy.met
Data Name:  C\YDCwxypent.3018
Acquired: 778199 1:39:20 AM
Sample name:  3-methyl xanthine

Tdentification
ooz Detector A 2800} oo
——  4eathys xsnthing
exypent.dots . i
Retention Tims /S-Methyl xanthine .
oM 3113
R 88 g 1
z R B |
S T Y S - o
-001 htannd ) T v T - ¥ - T AT -0.01
1] 10 20 30 40 50
Minsutes
Pk# Retention Time Area Area Percent
1 12.567 6113675 9931
2 18.908 8786 0.14
3 20.925 13414 0.22
4 28.542 15582 0.25
5 30.408 5004 0.08
Totals
5156461 100.60
Figure-123
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Shimadzu CLASS-VP V5.03  Area % Report

Method Name: CACLASS-VP-verS.03\METHODS\HPLC-1 '\Pentoxy.met
Data Name:  C\YDCwxypent.d020
Acquired; 718199 3:23:05 AM
Sample name: theobromine

082 ry y ¢
s thacdroteing
oxypent sQ20
Retention Tima
Theaobromine
3 e e
0014 P8
200 - - 000
- 5]
i 3 j
{ I
o014 : . . , ' E o0
[\ 10 20 30 40
Manies
Pk # Retention Time Area Arca Percent
1 14.642 6267350 16900
Totals
6267350 106 0D
Figure-124
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Shimadzu CLASS-VP V503  Adrea % Report

Method Name; C:ACLASS-VP-verS.03\ME THODS\HPLC-11\Pestoxy.met

Data Name:  CAYDCloxypent.dddl
Acquired: 1710799 6:00:40 PM
Sample name: I pentoxyfylline

100 e 100
——— 10 pestoxyfiing
ocaypentioss
Retention Time
075~ FOTS
Pentoxifylline
50 050
|
”
8
0.25 025
oo - }( ! - 600
] w 20 0 40 s
Mansgek
Pk # Retention Time Area Arca Percent
1 30317 3848851 100.00
Totals
3348851 100.00
Figure-125
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Shimadas CLASS-VP V5,03  Area % Report
Method Name: C:\CLASS-VP-verS.0\METHODS\BPLC-11\Pentoxy.met

Data Nawe;  C:A\YDCuoxypent. 4051
Acquired: 199 12:54:46 AM
Sample names method precision-1

100 Py 100
o NG ponciion-$
sxypace e
Retention Time
075 . Lors
Method precision
050 Laso
0254 025
F3 88 B8
9T xR ® 8
00 - gl : a0
0 10, » Y ® 50
Lo
Pk Rotention Time Area Area Percent
H 12.467 121337 031
2 14542 126375 0.33
3 17.283 114432 030
4 19.767 90703 0.23
5 20,250 115606 0.30
6 2547 74392 0.1%
7 26.600 10628 0.03
8 8792 93120 0.24
9 30308 37853050 91.83
10 30925 84782 022
Totals
33684645 100,00

Figure-126
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Shimadzu CLASS-YP V5,03  Area % Report
Method Name: C:ACLASS-VP-verS. 0METHODS\HPI C-11\Pentoxy.met
Data Name:  CAYDCuwaypent.diBi
Acquired: 71399 7:18:24 PM
Sample name: L1

Linearity level-1

1.0 > s 3 1.00
axypem. 0Nt
Reterdion Time
075 078
050 L 050
025 Lo2s
2 g
HI1EL
ow S Y TS | S £ E— o
o W . 2 £ 1 %
HMonvies

Pk # Retention Time Arca Arca Percent

1 12 150 62500 1376

? 14,383 63618 14.00

3 16,992 58357 12.84

4 19,550 46151 1016

5 19.992 56138 12.36

[ 25267 2619 7.05

7 25,867 3707 082

8 28.542 50754 1147

9 30067 41390 9.11

10 30.742 39738 $75

Totals
454372 100.00
Figure-127
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Shimadzu CLASS-VP V5.03  Area % Report

Method Name: C:\CLASS-VP-verS.03METHODS\HPLC.11\Pentoxy.

Data Name:  C:\YDO\xypent.d106 ’
Acquired: 72199 3:53:48 AM

y R Recovery 1 chromatogram
100 o 100
orypact 08
Retention Time
075 Lo
050 -0.50
025 4 1025
28 P
;188 B
0ol - ; ll IJ, Jl fgal x'xl a‘; ,fl " —— b0
) [ . 4 £ ® )
Miridee

Pl Retention Tumg Area Areg Percent

1 12 150 84607 022

2 14025 86519 0.2

3 16733 79100 021

4 19292 61394 0,16

5 19.658 74473 0.19

6 24 858 43628 1)

7 25400 5839 0.02

g 28475 67876 0,18

9 29.583 38013351 98 36

10 30292 52976 0.14

Totals
38569763 100 00

Figure-128
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Shimadon CLASS-VI V503  Area % Report

Method Name; CACLASS-VP-verS, 0\METHODS\HPLC-11\Pentozy. met
DataName:  CAYDPCOuoxypeut.di4¥

Acquired: 772299 8:09:17PM

Sample pame; LOD-1

LOD & LOQ level-1
100 B A
orpantaidn
Retenton Time
Q754 LoTs
0504 050
0254 F0.25
i8g 8% B 83
tY¥E @ R 8®
om - - 1{ ,.lx rg‘! ”l, I}S L‘X%’ - 400
0 n 20 » 4 %
edee

Pk i Retention Tune Area Area Peroent

i 11542 55395 13.72

2 14 008 56140 13.9

3 15950 1173 0,29

4 16.558 52681 13,08

s 19 167 40341 299

6 19 542 49369 12.23

7 24858 238148 697

4 25.442 2944 07

b4 18225 42026 10.41

10 29,575 39706 9.84

11 30333 35691 334

Totals
403614 100.00
Figure-129
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Shimadzo CLASS-VP V5.03  Area % Report

Method Name: C:\CLASS-VP-ver5. 0\METHODS\BPLC-11\Peatoxy.met
Data Name:  CAYDCwxypent.d022

Acquined: /8199 5:06:47 AM
Sample name: theofylline
Hdentification
100 G » ponm 100
- theotytlne
cXypen I
Retention Time
078 2 Lo
o
0604 T
—THEOPHYLLINE
025 Lg28
3
o0 , ' a0
0 o 0 30 “ 50
Mingtes
Pk # Retentsion Tune Area Area Percent
1 17350 5499819 100 00
Totals
5499819 10000

Figure-130
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Shimadm CLASS-VP V5.03  Area % Report

Method Name: CACLASS-VP-verS.0NMETHODS\HPLC-11\Pentoxy.met
Data Name:  CAYDCloxypent.d026
Acqguired: 718199 8:33:52 AM
Sample name; Imp-A

Pentoxifylline/ Impurity A
o Detectnr A (260nm) 100
e {mpA
<otypent 028
Relention Thne
0.75 078
:
050+ 050
——PNT/IMP A
0.25 Lo2s
8| ot
w
R W 8
0.00 ‘ - - | Wl - — Lo
6 1 2 ® @ 0
Hiwms
Pk # Retention Time Area Area Percent
1 19792 4841939 98.97
2 20,267 21831 0.45
3 24 692 7159 0.15
} 25425 10178 0.21
5 28,817 11224 0.23
Totals
4892331 100 60

Figure-131
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Method Name: C:ACLASS-VP-verS03METHODS\HPLC-11\Pentoxy. et

Shimadza CLASS-VP V5,03 Area % Report

Data Name:  C:\YDPCuxypent.d024

Acquired:

718199 6:50:22 AM
Sample name: caffeln (o p3)e jdentification

100 AT 100
e caffelt
cxypent.oti4
Retenton Time
078 8 0T
8
8504 ros0
| . CAFFINE
D254 +025
0 e — 00
L] 1% 20 X L] ]
Mzites
Pk # Retention Time Arca Area Percent
1 20292 5712729 106 00
Totals
5712729 100 00
Figure-132
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Shimadas CLASS-VP V503  Area % Report

Method Name: CACLASS-VYP-verS.0\METHODS\HPLC-11\Penfoxy.met
Data Name:  C\YDQwoxypent.d030
Acquoired: 718199 12:06:49 PM

Sumple name: imp-C  PNT/Impurity A

100 ry 1.00
e WG
SRYPILIIN
Retention Time
X - T L0 78
656 %‘ - 0.50
ﬂ/ PNT/IMP C
625 L0235
28 ‘

: re
e e 00
] 10 20 3 4D 50
Mgy
Pk # Retention Time Area Arca Percent

i 14.658 12061 0.28
2 16.438% 40775 0.96
3 25.442 3781965 88,93
4 26.033 417962 983
Totals
! 4252763 100.00
Figure-133
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Shimadzu CLASS-VP V503  Area % Report
Method Name; CACLASS-YP-ser5.0PMETHODS\HPLC-11\Pentoxy.met
DataName:  CAYDCloxypent.d02s
Acquired: 7/8/99 10:17:32 AM
Sample name: imp-B

PNT/Tmpwrity B
10 Detector 4 t200nm)
(I . Y
oxypem s
Retentxm Thre
075~
050 §
: 8 PNT/IMP B
1 /
025 j
3
4
oo T T ¥ ,’t - lw + ') T
0 10 20 2 40
Woridey
.
Pk# Retention Tune Arca Area Percent
1 25.442 38073 072
2 28.800 5263705 $9.28
Totals
$301777 100 00
Figure-134
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Shimadn: CLASS-VP V5.03  Area % Report
Method Name: C:\CLASS-VP-ver5.0METHODS\HPLC-11\Pentoxy.met
Data Name:  CAYDCloxypent.d032
Acquired: 778199 1:50:20 PM
Semple name; imp-D

ENT / Impwrity D
100 e 100
et -
coypent sz
Retention Tima
Q754 075
0504 050
8
025 < PNT M D M\ -0.25
|
b
o T R e ] t Y Ty gw
o 10 20 ) 40 50
PAnuses.
Pk & Retention Tune Area Area Percent
1 30933 4535391 100.060
Totals
4535391 100,00

Figure-135
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Shimadm CLASS-VP V5,03  Area % Report
Method Name: CACLASS-VP-verS 0XMETHODS\HPLC-1 1\Pentoxy.met

Data Name:  CAYDC\pento.d03
711199 6:45:44 PM
1 CACLASS-VP-verS.03SEQUENCR\HPLC-11\Pento-stabiscq

Acquired:
Seq.Name

Sample name:

All component mix for identification

8.2 1

0.0

Dataater &ipEby PNT/Imp-A
Taon €33
g L4
PNT/Imp-C ; PNT/mp-B
Caffine
e é
Theofyline
Loz
Ihecbrommne "‘"’"ﬁﬂ,’_—ﬂ i 8 PNT/imp-D
B
3 Me-Zanthine g E !
2 8 8qE
1805 = o
- i e . eo
o s ® 2 2 ® E ] %0
Miutas
Pk # Retention Time Area Name
H 12.492 5724967 3-he-Xanthine
2 14 642 3685816 Theobroming
3 16442 287965
4 17333 5458517 Theopbylline
5 13.950 8469
3 19.833 2839590 Caffein
7 20.317 4749684 Imp-A
-] 2089 7250
9 25467 2333231 tonp-C
10 26075 438208
11 26625 2628
12 287192 4299308 imp-B
13 30475 3443
14 31108 1887679 mp-D
“Totls - T ,
- - 33747755
Figure-136
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3-Methyl xanthine linearity plot
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Figure-137

Theobromine linearity plot

Figure-138
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Theofylline linearity plot

Figure-139

Caffiene linearity plot

Figure-140
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Impurity A linearity plot

Figure-141

Impurity B linearity plot

160000
140000
120000
100000
80000
60000
40000
20000

0
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Concentration ug/ml

Figure-142
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Area

Area

Impurity C linearity plot

Figure-143

Impurity D linearity plot

Figure-144
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Pentoxifylline linearity plot

Figure-145

Pantoprazole related substances method chromatograms

MOBILE PHASE
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SYSTEM SUITABILITY SOLN

160

100 A

50 -

UV-VIS (260nm)

—— Systemn sytabiiity soln

pentprs 0Q2
Retention Time

ngs;

211

L

10

T T Y R T ¥ T

20 30 40 50 60 ' 70
Minutes
Figure-147
IDENIFICATION
PANTOPRAZOLE IMPURITY B
UV-VIS (2p0nm)

150 - - ldantificatthn of impurity B

i peniprs 006

fetention Tiume

100 ]

]
50

. &)
0 ’ 10 ) 20 ' a0 ' 8 50 ' 50 70
Minutes
Figure-148
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PANTOPRAZOLE

4 UV.VIS {290nm)
1606 ~— 1Dof Pentoprazoie (Sgmpl B No 1370/F/518/37)
pentiprs 008
Retention Time
750 4
500
250
0 I,
0 | 10 ' 20 i 30 ' 40 ' 50 ' 60
Minules
Figure-149
PANTOPRAZOLE IMPURITY A
- UV-VIS (290nm})
~—— {dentification of impurity A
pentprs 611
Retention Time
40 ~
20 -
™
3 : - A—-
[ 10 20 a0 40 50 80
Minttes
Figure-150
LINEARITY PLOT OF PANTOPRAZOLE
\
60000 ~
50000 -‘
40000 -+
s 30000 A
g 20000 -
10000 -
o] T ¥ v 7
O.PO 0.50 1.00 1.50 2.00
-10000 -~
Concentration (ug/ml)
A
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Figure-151

PANTOPRAZOLE IMPURITY A

AeaCorts

140000 -
120000 -+
100000 -~
80000 -
60000 -
40000 ~
20000 -~

O ¥ T T

__200000;30 1.00 2.00 3.00

Concentration (ug/mi)

4.00

Figure-152

PANTOPRAZOLE IMPURITY B

AreaCounts

)

100000

80000

1

60000 -

40000 -

20000

0 ¥ 1 1
0.p0 1 00 2.00 3.00
-20000 -

Concentration (ug/mi)

4 .00
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DEGRADATION STUDY

PANTOPRAZOLE STANDARD
PDA-240 nm
~—— Pentoprazoie WRS
pentorsdeg 004
2009 petention Time 200
100 - 100
[ . ‘g [ o
<3
&
o 1‘0 2Io 3'() 4‘0 5‘0 6'0 70
Minutes
Figure-154
ACID DEGRADATION
PDA-240 nm
-—— Acid degradation stully
] peniorsdeg 006 -
200 Hetention Time 200
100 © =100
<
o
PG B g
2 3 3 A
~ k ©
™~ ~
] 1
O*MMI “{t‘: T 1]
=
(3
] 10 20 30 ) 40 50 60 70
Mmutas
Figure-155
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ALKALI DEGRADATION

PDA-240 nm
~ Alkal degradation stidy
E pentorsdeg 008 a
200 Retention Time 200
100 F100
o
g g
&5 o be 3 .
<+ q B &
L ~ £ l x4
oM L,.(\f\ IJ% -k 0
W
[
N
0 10 20 36 40 50 60 70
Minates
Figure-156
DEGRADATION STUDY
PEROXIDE DEGRADATION
PDA-240 nm OIL
- Pgroxde degradatiop study
pentorsdeg 011 3
2091 ! Retention Time 200
[
1004 & @ - 100
7 2
N g 2
b o 8
1| R
0+ it e i 0
(2]
()]
N
¥ T T L 7 7
o 10 20 as 40 50 80 70
Minutes
Figure-157
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THERMAL DEGRADATION

PDA-240 nm UL
—— Thetmal degradahon study
] pentorsdeg 013 4
200 Retention Time 200
100 4 100
223
&
b)
O @« - -
e £ T z :
S0 X = k S 8
0 T ] ! R ! ; t : o
! H : jrl
[+
o
T T T T T T
0 10 20 30 40 50 60 70
Minutes
Figure-158
SUN LIGHT DEGRADATION
PDA-240 nm
—— SUN light degradatds study
i pentorsdeg 017 L
200 Retention Time 200
100 -} 100
B @
mm B - -
28 @w J k
o v o= -
4] '%L‘—Tﬁ 0
<
™~
T ¥ ¥ ¥ T
0 10 20 30 40 50 60 70
Minutes
Figure-159
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RUGGEDNESS OF METHOD

ORIGINAL CONDITION

UV-VIS (290nm)
—— Method precision sety6l & Hug of method (ongmal cond }
pentprs 031
40 Retention Time
20 4
3 w
4 < ©
: L N
° b M 1
1 H ¥ f
©
&
T ¥ T v r v T T T T 7 T
[4 10 20 30 40 50 60 70
Minutes
Figure-160
CHANGE IN ANALYST
4 UV-VIS (290nm)
1 e Sample selution (Rug pfthe method change i analysl)
pentprs 061
40 - Aetention Time
20 4
— : h
htl o
o - 2
o3
o ) A J AN ol
i 1 1 I
i~]
&
[} 1'o ' 20 30 40 ' 50 ' 60 70

Minutss

Figure-161
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CHANGE IN MOBILE PHASE

UV-VIS (290nm )
— Sample solutton (Aug pimth change in mobile phase)
potprs 130
40 - Retenton Tine

20

©
-4z
b= 161
570

238

¥ T T T T g t T T ¥ 4

Minules

Figure-162
RUGGEDNESS OF METHOD
CHANGE IN COLUMN

UV-VIS (200nm}

-~ Smp soln {Rug ot mth change in column 260 X 4 6 6mcn Restek)
] pntprs 149

40 - Retention Time

20 3
- ™~
© o
o A w
o <
o | A \u I
I ] ! I
o
&
o I 1‘0 ' 2‘0 ' 3[0 ' 4‘0 ' 5¢
Minutes
Figure-163
CHANGE IN COLUMN OVEN
UV-VIS (280nm)
—— Sample solution { Rug ¢f mth change mn coltemp 45°C)
pantprs 089
Retention Tine
40
20 -
- o
© ©
3 8 2
0l h o 1
i ] e f
T 1 T T T ¥ 7 ™ T T T
0 10 20 30 40 50
Mmutes
Figure-164
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CHANGE IN INSTRUMENT

UV-vis {(280nm)
e Gmp soin (Rug of mih change m Instrument hple-21})
3 pntprs 170
40 - Retention Time
20
- w
N 4 -
N LL N
i Ay I
° i 7 ! ]
o
4
v v 7 T T v T T T T v T
o 10 20 30 48 50 60 76
Minutes
Figure-165
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Shimadeu CLASS-VP V5.03 Area % Report

Method Name: CHCLASS-VAAMETHODS\1315.met
Data Name: C\CLASS-VIADATAM315AS131525007
Acquired; GT11772000 7:04:44 PM
Sample name:  System precision soln.

System precision Assay
Dutwcior ARG 3
— g :
] merestion Time ot
g - 200
' Pantoprazole 1
8 ‘ - 100
o [J 1 °
00 25 S0 15 100 ns 180 s 200 ns 250
Winutes
Detector A
{230nm)
Pk # Retention Area Area % Asymmetry
Time
1 11,900 3306315 100.000 191
Totals N . T
o 1306315 | 100,000 i
Figure-166
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Shimadzn CLASS-VP V5.03 Area % Report

Mcthod Name: C:\CLASS-VPAMETHODS\1318.met
Data Name: CACLASS-VPADATA315AS\1315as008

Acquired: 071772000 7:32:08 PM
Sample name:  Selntion stability siudy
Solution Stability study
Tietactor & (230ven) L
T Plaenne Ty ]
Retention Time
§ T )
% 8] L 100
T A & L e
o 25 50 15 0o 125 150 175 00 ns FETS
Minutes
Petector A
{230nm)
P# Retention Area Area % Asymmetry
Time
1 11.992 3491742 100.000 198
“Totals
3491742 100 000
Figure-167
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: C:ACLASS-VPMETHODS\1315.met
Data Name: CACLASS-VYPADATAII1SAS\131525017

Acquired: 07/1712000 11:38:06 PM
Sample name:  Method precivion Set-1
Method precision set-1

% —— Nathod A S)lld

1 13158017

3 Retentiof Tims
§ E - 300
g1 | 100

ﬁ
a e +a
0o 28 L0 75 100 125 o 178 00wy 250
Minutes
Detector A
{230nm)
P # Retention Area Area % Asymmetry
Time
1 11.933 3413452 100,000 1.94
Totals
- ’ 3413452 100,000
Figure-168
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Shimadru CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VPMETHODS\1315.met
Data Name: CACLASS-YRADATA1I15AS\131524036

Acquired: O7/18/2000 8:17:14 AM
Sample name:  Sample for rggedness-1
Ruggedness
M&Q&Om} \

T 12805008 >

Retanrion Time
&1 - 200
8- 100

4 n& ;
N
hd > [j:: L ]
oe 26 50 75 Too 128 180 115 200 »5 280
Winudsa
Detector A
{230nm)
Pk # Reiention Ares Area % Asymmeiry
Time
1 11.958 3653089 100.000 2,01
. Totals R
3653089 100.000
Figure-169
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Area Counts

8000000 1 o _ 18220x - 2546.7

R? = 09999
5000000 -

4000000 -
3000000 -
2000000 -

1000000 -+

0 3 1 i i 1 ¥ 1
0.0 50.00 10000 150.00 200 00 250.00 300.00 350.00

~1000000 -

Concentration {ug/ml)

Figure-170
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Shimadew CLASS-VP V503 Area % Report

Method Name: CACLASS-VPMETHODS\1315.met
DataName:  C:\CLASS-VPDATAVI315AS\1315as48

Acquired: 01/18/2000 6:50:10 PM
Sample name:  Linearity study Set-1(100ppm)
Linearity set-1
Dotwctor A (230mm)
e Lipaariy sty St-(100pper}
131548048
Ratontion Iime
g1 00
] 5
N
8 f 100
o} S B W 0
T T * T T T t e e (s T T Y
on 25 50 78 100 125 150 75 200 25 250
Minuios
Detector A
{230nm)
Pk # Retention Area Area % Asymmetry
Time
1 12.217 1785714 100,000 1.65
Totals
’ 1785714 100 000
Figure-171
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CLASS-LC10 Ver.=1.63 SYS=2 Ch=2 REPORT.X0=1 DATA=1315RUG.DOLl 00/07/21 10:2

in : mobile phase
Type : Unknown Pantoprazole assay Blank
Detector s SPD-10A Single
Operator : ALP
Method Name ¢ 1315.MET
**% Chromatogram *** Filename:1315RUG.CO1 *«* Peak Report ***
mAbs {t No Peak !t
200
1094
ol 1
0 5 10 13 20 25
min

**¥ Peak Time Table ***
't No Peak 1!

Figure-172
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CLASS-LC10 Ver.=1.63 8Y5=2 Ch=2 REPORT.NO»8 DATA=1315RUG.DCB 00/07/21 13:26:48

i i 1315 sample
e | Uninonm Pantoprazole sampfle
Petector : SPD-10A single Ruggedness experiment
Operator : ALP
Method Name : 1318.MET
*kd Chromatogram *** Filename:1315RUG.CO8 **% Peak Report ***
mhbs TIME AREA
9.954 2466697
2466697
200
Pantoprazole
-
oy
)
@
1004
|
i
ol L AN
0 5 10 15 20 25
min
#*+ paak Time Table ***
PXNO R.TIMS I.TIME F.TIME A/H{zec) RRT NAME

1 9.854 9.583 12,750 19.66

Figure-173
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name:  C:ACLASS-VRAMETHODS\1315asdeg. met
Data Name: CACLASS-VPADATA 3 15deg\1315a3d12
Acquired: V772272000 6:49:40 PM

Sample name:  Alkali degradation Alkali degra dation

g 3 m&mm E 1w
— Iﬂl&m?dzum
FPetention Time H
12 75
81 5o
% L 25
© “w. P b L} o
k
o 5 10 * % 25 30
Mimtes
Detector
A~230 nm
Pk # Retention Arex Area % Total peak
Time purity
] 11.648 3625867 ’ 100 600 100.006000
Totals ,
3625867 100,000
Figure-174
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: CACLASS-VPMETHODS\1315asdegmet
Data Name: CACLASS-VPADATAN1315dep\1315asd14

Acquired: Q77222000 7:55:02 PM
Sample name:  Peroxide degradation
Peroxide degradation

]

- 10

--10

20

— 1y
] Santd ‘ Pantoprazole
Rezegdios Tims |
o !
5 ‘ g
0
3 k.: = ! o
®3 ’!L‘r‘i f A t&l
3
H
o -
w1
1 o
84 e :
g s 10 15 0 % 30
Minutes
Petector
A-230 nm
Pk# Retention Area Area % Total peak
Time purity
1 4.096 12543 388 100.00000
2 5195 8756 0.271 100 60000
3 11 680 3140120 97.135 100.00000
4 21643 71322 2.206 10000000
Totals ~ ) -
- 3232741 100.000
Figure-175

457



Shimadzn CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VPAMETHODS\1315asdeg. met
Data Name: CACLASS-VRADATAV1315deg\ 131505420

Acquired: 07/22/2000 11:11:22 PFM
Sample name: UV Light degradation(48Hrs)
UV light degradation
8 Debecior A0 e
] T Un g degradavonidsivm)
Retention Time
2 -78
&1 50
8 s
3 i
") i °
i — SAS—
o 5 10 15 2 3
Minutex
Detector
A-230 nm
Pk # Retention Arca Area % Total peak
Time purity
1 11723 3225969 100.000 100.00000
Totals
- 3225969 100,000
Figure-176
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Shimada CLASS-VP V¥5.03 Area % Report

Method Name: C:ACLASS-YPAMETHODS\1315asdeg.met
Data Name: CNCLASS-VAADATA315dep 1315282 1

Acquired: 07/22/2000 11:44:03 PM
Sample game: SUN-Light degradation(8Hrs)
Sun light degradation
8 ] Dotncior A 250 0
- 13156&?‘” Fm
Rerention Tims
K- - 75
i
g | -
Ll 25
H }k
° i e °
0 5 10 15 % 25 Y
Marwites
Detector
A-230 nm
Px# Retention Area Area % Total peak
Tine parity
1 11723 3255304 100,000 160.00000
Totals - )
3255304 100 660
Figure-177
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Shimadzu CLASS-VP ¥5.03 Area % Report

Method Name: CACLASS-VIMMETHODS\315asdeg. met
Data Name: CACLASS-VPADATA13150e2\1315a3423

Acquired: 07723/2000 12:49:23 AM
Sample name:  Oven(105*for $Hre)
Thermal degradation
8 Debactor A-730 vy oo
e Oremn {0500 LHi0G)
I a3

} Retentfon Time
[RE i
2+ s

§
R- H2s
&\

° — M,‘.ﬁ«,xl.%m._ o
[ é 1l0 1’5 o 20 B 20
Sinutes

Detector
A-230 am
Pk# Retention Area Area % Yotal peak
Time pority
1 11,723 3519066 100.000 100 00000
Totals oo -
"3519066 - 100,000
Figure-178
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Shimadra CLASS-VP V5,03 Area % Report

Method Name:

Data Name:

Acquired:
Sample name:

C:\CLASS-VAMETHODS\1315asdeg. met
CACLASS-VPADATAU315deg\1315asd,032
07/24/2000 12:56:26 PM
Acid degradation study

Pantoprazole acid degradation

0

Detacior A-230 nm 100
= ACH Gagrateccn sty

1315084 22
Retertion Timz !

2%
f

y
S N ’ L R S U R
J o
4] 5 1'0 15 2; o 2; - 3'0 s M’w 45
Winisies
Detector A-230
nm
Pk # Reteation Area Area % Total peak
Time purity
1 11.349 1782630 47810 99.71000
2 372.077 1945962 219 10000000
Tetals -
3728618 100.000
Figure-179
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Shimadz CLASS-VP V5.03

Method Name: CACLASS-VPAMETHODS\cephalexin.net
Data Name : CACLASS-VPAV]data\Cepha\cepha. 004
Acquired ¢ 10/09/2000 7:10:35 PM

Smmple name 1 diuent

Area % Report

] Cotectan A Q)

e AT

copha 004

Retention Time
!
1

I WW}"’-
° 5 10 . 2 2% B
Minutea
Detector A
(220am)
Pk # Retention Ares Area Percent
Time
Totals - )
Figure-180
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Shimadas CLASS-VP V503 . Ares % Report

Method Name:  CACLASS-VAAMETHODS cephwcxin.met

Data Name

Sample anme !

? CACLASS-VPAVLdata\Cophateepha 002
Acquired 1 I9/09/2000 S:40:48 PM
Sysitem sultabikity sok.

mnmn‘{m
cophy 2 o

Rotantion Time D2 .7-ADCA

Phenyl acetic acid

|- 3to

iy

iy e
EL LL—‘WM-"“ el 3
o v——-—a:,: r:
g § 1% 20 ™ » % P
Minvtes
Detector A
(220mm)
Pk ¥ Retention Aren Area Percent
Time
1 19.992 7043636 53 1%
2 22228 6190441 46 82
Touls T
Ve 13240077 100 00
Figure-181
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Method Name:  C:\CLASS-VRAMETHODScephalexin.met
3 C:NCLASS-VP\VLdata\Cepha\cepha 007
10/09/2000 9:23:44 PM

Data Name
Acgquired

Shimadm CLASS-VF V5.03 _drea % Report

Sample name :  Alpha-Phenyl glycine (Jdentification)

- 2’); - ge«,e«s’n(uwm)
cofra iy
Retsnfion Tims
g. - 200
Alpha-Phenylglycine
5 =
% 8. L 100
oy
. =
a
1“ -t ot
o L At al ~ ’LA,
[,
o 5 10 18 20 % 2 P
Sinutes
Detector A
{220nm)
Pk# Retemtion Arey Area Pereent
Timec
1 4.500 4016420 98,43
2 19.742 64022 157
Totals } ,
N T 4080442 160.00
Figure-182
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Shimadzu CLASS-VP V503 Area % Report

Method Name:  C:\CLASS-VAAMETHODS\cephalesio.met
DataName : CACLASS-VPA\VLdata\Cepha'cepha. 009
Acquired  :  10/09/2000 10:52:32 PM

Sample nxme :  7-A.D.C.A (Jdentification)

Detnctor A (22080}
e P-ADC & oengticaton)
Cepha 003
,8., Retention l‘frsi
R - 200

7-ADCA

100

[} 5 10 15 2 25 0 35 0
Minutes
Detector A
(220am)
Pe# Relention Area Area Percent
Time
1 8258 S034376 95 32
2 28,425 247154 468
Touls { T F h
5282030 - 100.00
Figure-183
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Shimadzu CLASS-VP V5,03 .4rea % Report

Meihod Name:  C\CLASS-VPMETHODS\cephalexin.met
Dats Name : CACLASS-VAAVLdata\Cepha\cepha.011
Acquired  : 10/10/2000 12:21:11 AM

Sample pame: Deita 2 A.D.C.A(Jdentification)

. m:;}cw’m;
Retontion Tire
& -200
E Delta2-ADCA -
? 8 100
]
e T
PSSR P
P —— o \,
o 5 10 5 » s  » % @
MeEniton
Detector A
(220nm)
Pk # Retention Arca Area Percent
Time
1 19.983 7234961 100,00
“Totals . - R ) ) .
N . 7234961 - . -100,00

Figure-184
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Shimadzu CLASS-VP V5.03  Area % Report '

Method Name:  C;\CLASS-VAMETHODS\cephalexin met
DataName : C)\CLASS-VAVi.data\Cepha\cephn.013
Acquired @ 1071072000 1:50:01 AM

Sample name :  Phenyl Acetic Acid

U
copha 113
§ Aretention Tiive 20
Phenylaceticacid 3
__Pheny »
%§~ 100

] 2.:f:>,' 7

g

o 5 10 5 2 25 ® % '
Meies
Detector A
(220nm)
Pk # Retention Area Area Peroent
Time
i 22517 6391767 100,00
I 6391767 100,00 -
Figure-185
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Shimadza CLASS-VP V5.03  Area % Report

Method Name: CACLASS-VAMETHODS\cephalexin.met
Data Name : CACLASS-VYAVLdata\Cepha\cepha 015
Acquired @ 10/10/2000 3:18:45 AM

Sample name ¢  Cephalexin (Identification)

Deincior A @220y
= Gothaiutn Bewdicatior)
Retentaon Time
8 . i 200
Cephalexin e
{
% g @ - 100
wy X
83
] 2 b 3
ks @ o
> w 1 A
A B
R
0 s 10 18 % % » 3 ®
Mnwtes
Detector A
(22001m)
P# Retention Avea Area Percent
Time
1 4438 75357 162
2 8.525 169584 364
3 29.650 190161 4.08
4 30.450 582966 12.52
] 31.475 3639475 78.14
. Totals ~-
e - 4637543 T 100,00
Figure-186
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Shimadzn CLASS-VP V503  Area % Report

Method Namse:  CACLASS-VPAMETHODS\cephalexin.met
DataNase : CCLASS-VAAVidatas\Cephalcepha0i?
Acquired @ 10/10/2000 4:47:35 AM

Samplename: P.AD.C (Identification)

Ohtaeior A (220073
—— PADC
copha, 017
Retention Time
g - 200
PADC
w -
% 8. 100
] . X 2 :
" S ¥
& }
o ’- ol sl l‘\l g M%\:ﬂ,’,\-—-- [}
i i &
N s 10 1 2 25 % 3 ©
Vanutey
Detector A
(220nm}
Pk Retention Arca Area Percent
Time
1 8317 131612 242
2 22,742 103138 190
3 28.458 86417 159
3 35975 5110137 94.09
TMS : r,' - ; - ‘ i 5
N 4 5431304 100.00
Figure-187
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Shimadau CLASS-VP VS5.03 Area % Report

Method Name: C:ACLASS-VPAMETHODS wephaiexin.met
DataName : CACLASS-VIAVLdata\Cepha\cepha.034
Acquired ¢ 10/11/2000 6:34:02 PM

Samplemame :  Standard solution

Standard solution

S rin
cepha U4 . . .
g Meterties = 10 ug/ml concentration of each impuriy 200
& Cephalexin
1 ;
1) o

4.8%92
3.100

]
e

=

P 20,833

Ei .

pa -

o L 10 1% 20 » ] 28 40
Minutos
Detector A
(220nm)
Pk#¥ Reteation Area Area Percent
Time
1 4,892 220788 13.06
2 9.100 237346 14.04
3 20833 300030 1774
4 23.625 283407 16.76
5 31.917 312742 18.49
3 36.467 336743 15,91
- 1691056 E 10000
Figure-188
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Shimadm CLASS-VP V5.03 Aren % Report

Method Name: C:\CLASS-VPMETHODS\cephalexin. met
Data Name  : CACLASS-VP\VLdata\Cepha\cepha 076
Acquired  :  10/13/2000 12:14:24 PM

Ssmple name: Ruggedness -1

— Roggeness.t
capra O78

i
i
gl Retention Time Ruggedness _1 .
] i
%
% 8 8 100
o " P i~
3 3 ¢! G m
£ "o .
; < g g # g ot
ﬂ ) L_/p/\ -
] ;
e , -
°T T zm T = 0
3
0 5 10 15 5‘9 5 » %
Minisos
Detector A
{220nm)
Pk# Reteption Area Axca Percent
Time
i 4575 226974 117
2 9075 230216 1.1%
3 20667 309212 1.59
3 23.525 299001 1.54
5 30675 142303 0.73
6 31.808 17947015 92,54
7 36.300 240043 124
“Totals : B - -
, 19394766 w0000, -
Figure-189
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Shimadza CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VAAMETHODSwephalexin.met
Data Name @ C:ACLASS-YP\VLdata\Cepha\eepha 026

Acquired : 10/11/2000 12:39:19 PM

Sainple wame :  Solution for Stability Stdy

Typical chromatogram showing solution stability study

R 7P
copiie 000
Rotention Time
§ y
2,!
™
3
g | Q |
0 P ! X H
SRR VI T e N
™
° s " " T2 » ) 3 *©
Minutes
Detecior A
{2200m)
Px# Retention Area Area Pervent
Timg
1 4917 2571330 1278
2 9030 3087482 1534
3 20675 373718) 18.82
4 23330 3638724 18.18
5 29083 154860 0.77
[ 31817 3641737 1809
7 36,317 3225545 16.03
Totals )
. . 20126829 160.00°

Figure-190
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Shimadza CLASS-VP VS8.03  Ares % Report

Method Name:  CACLASS-VPAMETHODS\cephalexin.met
Data Name : CACLASS-VAAVLdata\Cephateepha 028
Acquired @ 10/13/2000 2:08:02 PM

Sample name :  System precizion

__ DemaxA@iom
}ntam%mﬁﬁme ]
2. System precision 700
i
% -3 bl - 100
[ s 4 :
R s 2 "
wd o ;: g R ﬁ_ i -
o] }l 1&1 _lh__,‘}L”‘.,A s "
0 5 10 * 20 » ® » ©
Minutes
Detector A
220nm)
Pk# Retention Area Area Percent
Time
1 4.883 226633 113
2 9117 244669 1.21
3 20.750 308276 154
4 23.533 320093 159
5 30,650 98342 0.49
6 31.817 18597662 92.33
7 36283 345058 7
Totals
. - 20141733 100 00
Figure-191
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Shimadzz CLASS-VP V5.03  Area % Report

Method Name: C\CLASS-VPAMETHODScep!

halesin.met

Data Name : CACLASS-VPWVLdata\Cepha\cepha. 038

Acgnired 1 10/11/2000 9:31:05 FM
Sample name :  Metbod precision Set-1

- 200

- 100

— Detmcnr A WS)&A
. Fotention Tize Method precision set-1
3
tg! -
- ::I
o 3,
S § 2 g X
4 . = . . oy =
] M SR 8 iw JL
< \/
i ) jj}\mwf" 1
o b ﬁf ‘}fh " et \A‘ﬁ"’é:
o s 10 15 20 25 -~
s
Detector A
(220mm)
Pk# Retention Area Area Percent
Time
i 4883 117880 107
2 2117 232841 115
3 20917 298009 147
4 23,700 309067 1.52
5 30.850 103730 05t
[ 31992 18832924 9262
7 36.3517 338059 166
Totals 3
20332510 10000
Figure-192
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Shimadzu CLASS-VF V503  Area % Report

Method Name: C:ACLASS-VPMETHODS\cephalexinmet
Data Nume : C:\CLASS-VP\VL.data\Cepha'cepha 055
Acquired @ 10/12/2000 7:38:21 PM

Sample name :  Linearity Set-1

— &mﬁrg@!
. eapha (s
g Retanbion Time . .

&7 Linearity set-1 200
] 1
z 24 100

@
] & 5
Y b4
: - - A2 N/-—a L.__,-‘V\j\ v\
5 SUSRNUA — Y A AT e o
o 5 10 s 2 2 T s ©
Micisrios
Detettor A
220nmy
PLé Retention Area Area Percent
Time
i 4 875 115309 13.57
2 9,200 123409 14.53
3 20.875 158755 1869
4 23625 153846 1811
5 31.825 160526 18.90
6 36,408 137627 1620
“R49472 jgo oo
Figure-193
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Method Name: CACLASS-VPAMETHODScephalexin.met

Shimadzu CLASS-VP V503  Area % Report

DataName : CACLASS-VPVLdata\Cepha\cepha.08S
Acquired @ 10/13/2000 11:15:48 PM

476

Sample name :  Recovery Set-1
Detoctor A (220rm) t
—— St
] cpaces {
§ ] Reteation Time Recovery Set'l ! 00
: -
g i o0
& g o f:;:
] g . & % 3 A 8 4
. N bug w 2 }
- o o N 2 S \
° — IL IM I .,[ﬁ‘r’:'d\’/\fl‘ 3 o
5 $ 10 s ® 2% »
Minutss
Detector A
(220nm)
Pk # Retention Arca Area Percent
Time
1 4 867 158534 0,81
2 9217 174468 0 8%
3 21.000 211910 1.09
3 23.808 194267 1.00
5 25917 152638 0.78
[ 30,733 77925 040
7 31842 18355296 94 06
8 36333 139148 097
19514186 - 100.00.
Figure-194



Shimadzu CLASS-VP V5.03  Area % Report

Method Name:  C:\CLASS-VPAMETHODS\cephalexin.met
Data Name : CA\CLASS-VAVLdata\Cepha\cepba.104
Acquired  : 1071472000 T:49:57 FPM

Sample name: LOIHLOQ Sei-1

] Delwcior A (2202m}
e LODALOG St
m 104 - P -
g Mroention T Limit of detection & %0
quantitation set-1
e
2 8 |- y00
0 8
N - g St
] £ 8 s 5 i F -
" o ~N <
s ,_,.,J'\-.._,\_\‘, 7&1 e
@ ;}’i £ 1 o
0 5 10 s 20 P % x ©
Dt
Detector A
(220mm)
Pe# Retention Area Area Percent
Time
1 4842 112169 1230
2 8983 123422 13,53
3 20.667 148572 1629
4 23.492 143946 1578
5 31.683 158005 7R
6 33.600 95624 10 49
7 36 167 130243 1428
Totals - ; :
S R . 911981 - 100.00
Figure-195
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: CACLASS-YPAMETHODS\cephalexin, met

Data Name : CACLASS-VRAVLdata\Cepba'cepha,136
Acquired :  10/16/2000 7:12:50 PM

Sample name : Rugpedness -1

Ruggedness experiment-2

Reetention Timg L

3 | 400
g 200
o & o g
2 = § 8 = 2
2 3 o 0 cR! s
= A
¥ i ‘i o o~
R e e e e T
0 5 0 15 20 b3 30 EY 40
Wines
Detector A
(220nm)
Pk# Retention Arca Area Percent
Time
1 4850 225710 Lit
2 9058 22191 11
3 20.842 289609 142
4 23,667 278802 137
5 30.725 122369 060
6 31.842 19038191 93.24
7 36 308 237656 1.46
Totals '
- - 20419528 100 00
Figure-196
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Phenyl glycine Linearity plot

Figure-197
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Area

Area

delta-2-7-ADCA linearity plot

Figure-199

Phenyl acetic acid linearity plot

Figure-200
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Area

Area

PADCA linearity plot

Figure-201

Cephalexin linearity plot

Figure-202
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