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CLASS-I.C10 Vrjr
Sample
ID
Type 
UeLectoE 
Operator 
Method Name

***>0 SYS* l Ch*i Rf'ponr.NO--36 PAIA=*7 01S>V »0J 98/12/24 14 34 50
?015
DLANh
Unknown Sertraline RS method
SPD-10A Single
NRP
7015GR HOI

- ‘ - ChromaCogra.n * . • MOBILE PHASE
inAbs

-v.w peek Report ’"■r-r 
' No Feak 1

Figure -82
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CLASS-LC10 Ver =1.60 5Y5=1 Cli=l REPORT NO=39 BATA=?015V D20
Sample • 7015
10 SYS.PRE.
Type 
Detector 
Operator 
Method 'lame

spd- Resolution solution
NRP
70356R HOI

*** Chromatogram *** Tjlename. 70J5V C20 
mAns

**’■ Eeak. ReoorL
PKJsO

2
3-
4
5

TIME 
2 439

11 569
12 178 
20 5S6 
31 472

AREA
11534
43S84

13440051
62457
88275

COnC (Si
0 0B45 
0.3194 

98.4915 
0 4577 
0 64 69

13645900 100.0000

Figure-83
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CIsASS-LCIO Ver.=l
s.’nple
ID
Type :
Detector 
Operator :

GO SYS=1 Ch=i 
7015
5.1.SOLN 
Unknown 
SPU-10A Single 
NRP

REPORT.NO=6 DATA=70I5V.D04 98/17/24 17:17:10

*** Chromatogram ** 
mAbs

SYSTEM SUITABILITY

*** Peak Report ***
PKNO TIME AREA

1 11.924 459169
2 13.566 441845

conc m
50.9613
49.0386

901014 J00.0000

*** Column Performance Report
PKNO R.TIME Plate II Tailing Resolution

1 11.924 12383 1 32
2 13.566 124 54 1.44 3.59

Figure-84

384



CWSS-LC10 Ver =1.60 SYS-l Ch=l
Sample 
ID
Type 
Detectot 
Operator 
Method Marne

7015 
• MD ACID150PPM 
Unknown

: SPD-10\ Sxngle 
NRP

- 7015GR M01

REPOP1 NO-19 DATA—7015V DOS 90/12/21
Identification

"** Cnromafcogram ename*70 MAJNDELIC ACID
mAbs

**” Peak Report *'r*
?'UO TIME AREA CONC [%}

1 2-162 63752' 100 0000

637524 100 0000

Figure-85
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IDENTIFICATION
CLASS-LC10 Ver
Sample
ID
Type 
Detector 
Operator 
Method Name

-1.60 SYS=1 Ch=l REPORT.00=28 DATA-=7015V D09 
. 7015
. IMP.B*~ 150PPM 
. Unknown 
. SPD-10A Single 
NRP

. 7015GR.M01

*** Chromatogram filename IMPURUTY-BmAbs

*""* Peak Report ***
PKNO TIME AREA CONC (5}

1 11.467 2541756 99.1500
2 31.537 21584 0.8420

2563340 100 0000

Figure-86
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CLASS-LC10 Ver.«
Sample
ID
T/pe 
Detector 
Operator 
Method Uame

Chromatogram
rrAbs

100

50

0

~0

***■ Peak Report 
PrOiO TIME 

1 12.946

IDENTIFICATION
. 60 SYS^l Ch”l REPORT NO=33 DATA-7015V.D14 
7015
7015150PPM 
Unknown 
SPD-lO’t Srngle 
NRP
7015GR MOl

Sertraline
Tile

fl

10 20

are? cone r<]
2181301 100 0000

2181303 100 0000

Figure-87
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IDENTIFICATION
OASS-iClO Ver =1 60 SYS~1 Ch-1 REPORT NO-=30 DVrA=701SV 011 
Sample 7015
ID STAGR-1,1S0PPM
i'ype
Detector 
Operator 
Method flame

Unknown 
SPD-10A Single 
NRP
7015GR M01 SERTRALINE' STAGE-1

Chromatogram *** filen. 
nAbs

Peak. Report * -'
cKNO TIME AREA CONC [a]

X 31.659 1954346 100.0000

*195434 6 100 0000

Figure-88
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CLASS-LC10 Ver
Sample
ID
Type 
Detectoi 
Operator 
Method Home

‘1 60 SI3«*1 Ch«l REPORT.HO-7 DATA /01SR-D28
7015REG 
7U1SRUGG—1 

Unknown
SPD-10A Single 
NRP
7015GR.MOI

**’*' Chromatogram * RUGGEDNESS -1
mAba

mrn
•**■* Peak Repoi c 
PKNO TIME

1 7.999
2 8 570
3 11 965

AREA COHG [?J
3193 0 0246
7469 0.0576

1295797? 99 9178

12966634 100 OOOO

CLASS —LC10 Vcc
Samp}e
ID
Type
Detector
Operator
Method Ha in a

1 60 SYS-1 Ch®-1 W?PORT NO=0 DAT\~701SRG D07 
70lSrug—i. 
cu<g—->mp-1 
Unknown 
SPO-10A Single 
yc
V03SGA-MO1
RUGGEDNESS -2

*•* Peak Report 
PKHO TIME 

*1 7.420
2 7.942
3 10.061

APJEA CONG tS)
3136 0 0231
7878 O Q5UO

13583591 99 9190

13574606 100.0000

Figure-89
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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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CLASS-LC1G Ver.=1.60 SYS=1 Ch=l REPORT-NO—251 DATA=SETRA.D03 
Sample : SERTRALINE
ID ; M.P.
Type
Detector 
Operator 
Method Name

unknown 
SPD-1QA Single 
YBC
SETR.MET

*** Chromatogram *** Filename:SETRA.C03 
mAfos

**•*• Peak Report *** 
!! No Peak !I

Sertraline assay method 
Blank chromatogram

Figure -95
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CLASS-LCIO
Sample 
ID

Ver.=1.60 SYS=2 Ch=l REPORT.NO=240 DATA=S ET RA. DO 4 
! SERTRALINE 
: SYST.PRE.

Type 
Detector 
Operator 
Method Name

Unknown 
SPD-10A Single 
YBC
SETR.MET

* Chromatogram 
mAbs ____

4 00

filename tS ETRA.CO 4

200

*** Peak Report ***
PKNO TIME AREA HEIGHT

1 6.405 7468572 409374
7468572 409374

System precision chromatogram

mxii

Figure -96

MK
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CLASS-LC10 Ver
Sample
ID
Type
Detector 
Operator 
Method. Name

-1,60 SYS=1 Ch"l REPORT. NO-25 DATA-SETRA. D13 
* SERTRALINE 
; LI
s Unknown 
s SPD-10A Single 
I YDC
: SETR.MET

*** Chromatogram *** Filename: SETRA.C13 
mAbs

*** Peak Report ***
PKNO TIME AREA HEIGHT

1 6.531 4037492 2647S4
4037492 264754

Lineality cliromatogram level 1

mn
'*■** Column Performance Report *** 
R.TXME Elate # Tailing 
6.531 4626 2.28

Figure-97

MK
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Sertraline assay linearity plot

Figure-98
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C1ASS-M10A Ver
Sample
ID
Type 
Detector 
Operator 
Method Name

-•1,60 SYS-1 REPORT.NO-4S DATA-SETRL,K22 
! SEPTRA 
: 105oC 
: Unknown 
: SPD-MlOAvp 
: YDC 
! SER.MET

*’* Chromatogram ***

nAbs

*** Peak Report ***
TIME AREA MK 
6.337 6930454

6930454

Sertraline heated as such at 105 
deg C

Figure-99
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CXASS-K10A Ver
Sample
ID
Type 
Detector 
Operator 
Method Name

a.60 SYS=1 REPORT.NO—47 DATA^SETRL.K24 S£RTRA 
U.V.DEG.
Unknown
SPD-MlOAvp
YDC
SER.MET

*** Chromatogram **♦

mAbs

*** Peak Report ***
TIME AREA MK
6.318 6931898

69318^8

TJV light (legratiou chromatogram

Figure-100
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CLASS-MIOA Ver
Sample
ID
Typo 
Detector 
Operator 
Method Name

-1.60 SYS-1 REPORT.NOM9 DATA^SETRL.K26 
: SERTRA 
: NORMAL LIGHT 
: Unknown 
: SPD-M10Avp 
J YDC 
: SER.MET

***■ Chromatogram *** 

xaAbs

**■* Peak Report 
TIME AREA 
6 320 6376680

6376680

Sun light degradation

Figure-101

MK
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CLASS-MIOA Ver,°I.60 SYS=1 REPORT.NO=52 BATA=SETRL.K29 
Sample i SERTRA
ID : KMNQ4
Type
Detector 
Operator 
Method Name

Unknown
SPD-MlOAvp
YDC
SER.MET

»** Chromatogram ***

mAbs

** Peak Report
TIME
5.498
6.335
7.375
8.692
9.371

10.239
14.086

AREA
179271

4778904
941245
243411
350141
56024

1242056

MK

V
V
V
V
V

7791053

KMN04 degradation

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

Impunty-C Impunty-B

K t
ti
til

Losartan

SYSTEM PRECISION

-04

03

02

0.1

0,4

00

02

0.1

AA

Z,J&r&SL
Retention Tin*

Impunty-A

s iNf §

. i I
'.-,,1-----------------1----------•••mi. m-it--*1 .. ................ ' f i i '"'I .......'.............. *'--------- ----------- ' ■ '1

0 10 20 30 40 §0
Mbytes

Pk# Retention Tima Area Area Percent
1 4.207 68555 0.225
2 6.530 6499 0.021
3 9.2S0 30289558 99.249
4 14.347 70266 0.230
5 26.180 15786 0.052
6 35,387 68110 0.223

Totals
, ' 30518774 100.000

Figure-103

Method Nome: C:\CLASS-VP\METHO0S\HPLCMET-ll\SOO9LRSVL.met
Data Nome: C:\CLASS-VFWATAVHPLC-ll\138009L.IM».dat
User: SYSTEM
Acquired: 5/J 3/9911:53:02 PM
Printed: 5/15/99 11:51:15 AM

Losartan RS validation

(26
,1

60

14
,3

47
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CLASS-VP VS.02 Arm % Report

Method Name: 
Data Name: 
User: 
Acquired; 
Printed;

C:\CLASS-VPVMETHODS\80O9L. met 
C:\CLASS*VF\8009va. 000 
AJLPrasad 

mm 5:49:29 PM 
mm 1:44:10 PM

Diluent blank

4»

Pic# Retention Time Area Area Percent
1 1.967 7930 100.000

• /Totals ' / ,V"'; 7930 100.000

Figure-104
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SYSTEM SUITABILITY
CLASS-VP VS.02 Area % Report 

SYSTEM SUITABILITY CHROMATOGRAM 
Method Name: C:\CLASS-VmMETHODSTIPLCMET-ll\80«9LRSVI>met
Data Name: C:\CI^SS-VP\»ATA\H1^4I\M<»VL»-itep2.004
User. SYSTEM
Acquired: S/6/9911:09:22 PM
Printed: StlS/99 2:49:35 PM Sample name: S.S.SOLN

Pk# Name Retention Time Resolution Asymmetry Theoretical
plates

I 4.647 0.00 1.02 5205.49
2 9.863 15.78 0.96 9559.27
3 17.537 15.22 1.00 J3445.8I
4 39.907 23.59 0.97 15264.90

' Totals * -■ - „ ' - ~ ~ „ /
' J ", X % -s -i. - v

Figure-105
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IDENTIFICATION
CLASS-VP V5.02 Area % Report

Method Name: 
Data Name: 
User: 
Acquired: 
Printed;

C:\CLASS-WMETHO0S\8OO9I-nict
C:\CLASS-VJ\B009VA-RepI.003
AJLPrasad
5/1799 10:08:46 PM
5/3/991:54:14 PM

Pk# Retention Time Area Area Percent
1 L967 10343 0.431
2 4.627 23*3497 99.251
3 9 913 7647 0.318

. Totals - ^ k ''
- -' , 2401487 . too.oco

Figure-106
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IDENTIFICATION
CLASS-VP V5.02 Arm % Report

Method Name:
Data Name;
User;
Acquired:
Printed:

C:\CLASS-VPVMETHODS\8009Lniet 
C:\CLASS-VP\8tKJ9VA-RepL002 
A. L. Prasad

mmtotsmm5/3/99 l:5tfc52 PM

Pk# Retention Time Area Area Percent
1 1.967 8378 0.385
2 9.900 2166947 99.615

.Totals * . s.
' - \ „ „ •’

' 2175325 100.000

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

Method Name: C:\ClJiSS-VPWETHODStf009Linet 
Data Name C:\CLASS-VFC8009VA-Rep2.005
Usen A. L. Prasad
Acquired: 5(2199 2:28:10 AM
Printed: 5/AOT 2:04:36 PM .

Pk# Retention Time Area Area Percent
1 1.967 9444 0,362
2 17.627 2599016 99.638

- Totals * ' f S*’ * '
- . ' ■ . "V ■ ", ■' , , 2608460' - . 100.000

Figure-108
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IDENTIFICATION
CLASS-VP V5JB2 Arm % Report

Method Name: 
Data Name: 
User. 
Acquired: 
Printed:

C:\CLASS-VF\METHOM\8W)91*iBrt
C:\C3LASS-WW009VA-ReiiZfHM
ALPnuad
mm 12:44:27 AM
5/3/99 2:04:07 PM

Be# Retention Time Area Area Percent
1 1.967 9396 0.355
2 17.653 15089 0.570
3 40.330 2622972 99,075

' 'Totals
• - ' 2647457. , 100.000

Figure-109
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CLASS-VP V5.02 Area % Report

Method Name: 
Data Name: 
User: 
Acquired: 
Printed:

C:\CLASS-VP\METHODS\HPLCMET-ll'*CK)9LRSVLjn«t
C:\CLASS-VT\8009V-Rcpl.026
SYSTEM
5/5/99 5:12:16 PM
5/10/9910:30:09 AM

Recovery

Mirerfc*

Fk# Retention Tunc Area Area Percent
I 1.927 15260 0.071
2 4.650 473 U 0,219
3 9.530 21468136 99,286
4 17.423 48383 0,224
5 37.427 43469 0,201

Totals
21622559 , 100.000

Figure-110
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Losartan Impurity A Linearity plot

Figure-51

Losartan Impurity B Linearity plot

Concentration ug/ml

Figure-1 12
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Losartan impurity c Linearity plot

Figure-1 13
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TIME 
1.767 
2 019

AREA
2510
5645

CONC £%}
30.7801
69.2199

+■*■* Chromatogram *** Filename:8009L.C02 
mAbs

CLASS JLCIQ Ver. 
Sampleib
Type 
Detector 
Operator 
Method. Name

1.60 5YS«1 Ch«l REPORT.NO*216 DATA“8O09L.BQ2
B009L
diluemt Losartan Assay validationUnknown 
SPD-10A Single 
YDC
8009L.MET

400 6156 100.0000

10 15
min

Figure-114
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CIASS^-LCIO Ver.
Santole
ID
Type
Detector
Operator
Method Name

*1.60 3YS»1 Ch«l REPORT. *10=217 BATA=8009L.DG3
; 80091*
: sys.pee. System Precision: Unknown 
; SPD-1GA Single 
; YDC
t 8G09L.MET

*** Chromatogram *** Filename:8Q09L.C03 
mAbs

*'** Peak Report ** +
PKNO TIME AREA CONC t*l

1 1.761 2878 0.0651
2 1.957 7112 0.1609
3 9.037 4409189 99.7739

4419180 100.0000

Figure-115
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CIA$S-LClp Ver
SampleIDTypeDetector
Operator
Method Name

*1.60 SYS«I Ch»l REPORT.NO~223 DATA»80091.DOS 
: 8Q09L
! soln.stsbii,. Solution stability study
j Unknown 
t 3PD-10A Single 
: YDC
s 8QQ9D.MET

*** Chromatogram *** Filename:8009L.CQ9 
taAba

*** Peak Report ***PKNO TIME AREA. CONC [%}
1 1.953 8925 0.2031
2 S.940 4385612 99.7969

4394537 100.0000

Figure-116
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CLASS~i»C10 Ver
Sampleid
type
Detector
Operator
Method Name

“1-60 SYS-I Ch«l REPORT.N0—224 BATA«80Q9L.D10 
s 8009L
: MET.PRE. STD Method precision
s Unknown *
: SPD-10A Single 
3 YDC
S 8009I*«MET

*+* Chromatogram ***■ Pllename:8009L.C10 
mAbs

*** Peak Report 
PKNO TIME

1 1.750
2 1.949
3 8.927

AREA
i7ie
6098

4883074

COMC t%J 
0. 
0. 99,

4390890 100.

i

Figure-117

0391
1389
8220
0000
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CLASS-hClO Ver«~1.60 SYS»1 Ch~l REPORT.NO»253 DATA^SOOSl.D39 99/01/08 03:49s48
Sample
IDType
Detector 
Operator 
Method Name

; 8009D 
; miGO.SPL.
: unknown Ruggedness experiment
t SPD-1QA Single 
S YDC
i 80091. MET

*** Chromatogram *** Filename s8009I««C39 
mAbs

*** Peak Report 
PKNO TIME

1 1.972
2 8.916

AREA COKC [%\
11075 0.2485

4445604 99.7515
4456680 100.0000

Figure-118
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*** Chromatogram *** Filenamei80G9N.C10 
mAbs AREA. CONC I%J

2075 0.0923
6377 0.2837

2239500 99.6240

CLASS-LC10 Ver.**1.60 SYS»1 Ch»l REPORT.NO~300 DATA»8009N.D10 
Safaris : 8009L
id : lin-1 Linearity level 1
Type : Unknown
Detector : SPD-10A Single
Operator s YDC
Method Name t 8009L.MET

A DO-
2247953 100 oooo

15

200

Figure-119
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Losartan assay linearity plot

Figure-120
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Shimadzu CLASS-VP V5.03 Area % Report
Method Name: C:\CLASS-VF-verS.O3VMlTHO0SWLC-l!\Peotoiy.m« 
Data Name: C:\YI30oxypentd006
Acquired: 7/7/99 3:17:32 PM
Sample name: Blank

Blank- Pentoxifylline

QJK

0.01-

000

-0.01

Det*ctw A {2B6nm)
— Blank

PjQfpfttT&tlOOft
; Retention Time

§
8

fr(

j '

0.02

0.01

0,00

-0.01
10 20 30 40 50

Fk# Retention Time Area Area Percent

1 30.350 6954 100.00

Totals
6954 100.00

Figure-121
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L

D*t*ctorAp»ei»)
------- sy»pm.

oxyptftidOII 
Retention Time

-001

I ) ■ • ■■ ■ .................- - -■ f ------— i i ' | ■ ■*1 - ■ ■ T ■ •~T' | ■ ' "■
0 10 20 30 <40 SO

Mnutea

Pk # Retention Time Area Area Percent

1 12,533 125831 0.34
2 14 608 129895 0.35
3 17 325 118458 0.32
4 19 792 96343 0 26
5 20.275 126021 0.34
6 25 425 70323 0 19
7 26.017 7615 002
8 28,792 97134 0226
9 30.325 36730516 97 82
10 30,967 42611 Oil
II 33 208 5633 0.02

Totals
37550380 100 00

Figure-122

Shimadzu CLASS-VP V5.03 Area % Report
Method Name: C:\CL.ASS-VP-verS.03\METHODStHPLC-11\Pento*>.niet 
Data Name: C:\YDC\Mjrpeutd011
Acquired: 7/7/99 7:37:07 PM
Sample name: syfcpre.

System precision chromatogram

-m
at-

c~4-
 33

20
8

zum 
........."i-r~

17
®

aa
®

909
 H

etsu
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Shimadzu C1ASS-VF V5.03 Area % Report 
Method Name: C:\CLASS-VP-wr5.03\METHO»SVHPLC-11\Pentoiy.aiet 
Data Name: C:\YDC\oxypcntd018
Acquired: 7/8/991:39:29 AM
Sample name: 3-methyl xanthine

Identification

0 02 002
OMKtBT A pSOnm)

cxypentdOtB 
Retention Tima ,3 Metliyl xantlilne

Minutes

Pk # Retention Time Area Area Percent

1 12.567 6113675 99.31
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
6156461 100.00

Figure-123
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Shimadzu CLASS-VP V5.03 Arm % Report

Method Name; C:\CLASS-VP-vtr5.03VMETHODSWLC-ltVPen»oi).in« 
Data Name: C;\VDC*>iypent.d020 
Acquired; 7/8/99 3:23:05 AM 
Sample name: theobromine

Pk# Retention Tune Area Area Percent

I 14.642 6267350 100 00

Totals
6267350 100 00

Figure-124
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Sbimadzu CLASS-VP V5.03 Area % Report
Method Names C:\CLASS-VP-vei«,03\METHOI»S\HPLC-l lUPeotoxy.met 
Data Name: C:\VDCVoxjpcat-dlM3
Acquired: 7/10/99 6:00:40 PM
Sample name: ID peutoxyfylline

MKttr*n<n«|------  IOp**tnxyfyCitft*
ooypvatxRHS 

RetonttonTIme
-075

Pentoxifylline

1 30 317 3848851 100.00

Totals
3848851 100.00

Figure-125
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Shiraadzu CLASS-VP V5.03 Area % Report 
Method Names CsXClJKSS-VP-verf.OJVVIETHODSyBDPlC-lt^entoiy.met 
Data Name; C:\YDC\oijpeatd05I 
Acquired: 7/1179912:54:46 AM
Sample name: method precision-1

too

ora

050

OttKtsrApMm] 
' HKflWrf PKCWCO-t

Retention Time

Method precision

too

ora

oso §

Ifi H » 30
Mi/Met

40

Pk# Retention Tune Area Area Percent

I 12.467 121337 0.31
1 14.542 126375 0.33
3 17.283 114452 030
4 19.767 90703 0.23
5 20,250 115606 0.30
6 25 417 74592 0.19
7 26.090 10628 0.03
8 28.792 93120 0.24
9 30 308 37853050 97.85

10 30.925 84782 022

Totals
38684645 100.00

Figure-126
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Sbimadzu CLASS-VP V5.03 Area % Report 
Method Name C:\CLASS-\’P-vwS.03\METHOI>S\m,LC-ll\Pentox).m«
Data Name: 
Acq aired: 
Sample name:

C:\YDDoxnteatd081 
7/13/99 7:18:14 PM 
LI

Linearity level-1

1J»

0.75

D*t*cwAp»»3 
—— L1exyjMAUUH 
Retortion Time

0 10 ^ 20 30 40 60

Pkfl Retention Time Area Area Percent

1 12 150 62500 13 76
7 14.383 63618 14.00
3 16.992 58357 12.84
4 19.550 46151 10 16
5 19.992 56138 12.36
6 25 267 32019 7.05
7 25.867 3707 0.82
8 28.542 50754 11.17
9 30067 41390 9.11
10 30.742 39738 875

Totals
454372 100.00

Figure-127
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Shimadzu CLASS-VP V5.03 Area % Report 
Method Name: C:\CLASS-VP.vert.03y«ETHODSfflPLC.n\Ptiitai).met 
Data Nunc: C:\YDCVnypeiitd 106 
Acquired: 7/21/99 3:53:48 AM
&unpteoamK,U Recovery 1 chromatogram

0 10 „ 20 30 40 SO
MmAM

Pk# Retention Tune Area Area Percent

1 12150 84607 0.22
2 14025 86519 0.22
3 16733 79100 021
4 19.292 61394 0,16
5 19,658 74473 0.19
6 24.858 43628 on
7 25.400 5839 0.02
8 28.475 67876 0.18
9 29.583 38013351 98 56
10 30292 52976 0.14

Totals
38569763 10000

Figure-128
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Shiniadzu CLASS-VP V5.03 Area % Report 
Method Name: C:\CLASS-VP-ver5,03VMEraODSyaj>LC-U\Peatoiy.met 
Dm Name: C:\YDDoiyptatdl4S
Acquired: 7/22/99 8:09:17 PM
Sample name: LOB-1 L0D & LQQ jfV{>11

Pkfl Retention Tune Area Area Percent

1 11942 55395 13.72
2 14008 56140 13.91
3 15 950 1173 0,29
4 16.558 52681 13.05
3 19 167 40341 9.99
6 19 542 49369 12.23
7 24.858 28148 6,97
8 25.442 2944 073
9 28225 42026 10.41
10 29.575 39706 9.84
11 30333 35691 8.84

Totals
403614 100.00

Figure-129
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name; C:\CLASS-VP-ver5.03WETHODS\HPLC-n\Pentojy.met 
Data Name: C:\YDCVtijpentd022
Acquired: 7/8/99 5:06:47 AM
Sample name theofylllne

Identification

025-

000

0«*ctPfAf280fl»}
----8>*oiyai3»ecjp*m,d82I
Retention Time

§
r>♦|

—-THEOPHYLLINE

i »
20 30

k&wtea

oss

Pk# Retention Time Area Area Percent

1 17 330 5499819 100 00

Totals
5499819 100 00

Figure-130
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D«KttirA(7e9RB} 

—— JmM
atyptnttfigs 

Retention Time

-PNT/IMP A

*-w

0.75-

050-

0.JS-

o-oo

IrW

0 75

050

-025

Pk H Retention Time Area Area Percent

1 19 792 4841939 98.97
2 20.267 2183! 0.45
3 24 692 7159 0.15
1 23 425 10178 0.21
5 28,817 11224 0.23

Totals
4892331 10000

Figure-131

Shimadzu CLASS-VP V5J>3 Arm % Report
Method Name: C;\CMSS-VP-m«3»\M£TBODS\HPLC-ll\rentox;.net 
Data Name; C:\YDC\oijpentd026 
Acquired: 7/8/99 8:33:52 AM
Sample name: Imp-A

Peiifoafylliiie/ImpiirMy A

=2
02

57

-M
m

-2
88

17
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Shimadzu CLASS-VP V5.03 Area % Report 
Method Nine: C:\CLASS-VP-veA03VMETBODSWLC-H\Peatosy.attt 
Data Name: CAYDOoiypenUiBM
Acquired: 7/8/99 6:50:22 AM
Sample name: eaffeto CaflIue i(k,ltiric{,ttoll

1 00

0*0-

025

000

PrtuctCfAQaOnwj

eoyp*ntt»24
Retention Time

-C AFFINE

(•on

rOSO

10 20 30
Mnuto*

40

Pk# Retention Time Area Area Percent

1 20 292 5712729 100 00

Totals
5712729 100 00

000

Figure-132

429



PNT/1MP C

D«tlM»rA|3N«a) 
—hBfMS

Retention Tiro®
0 75-

050-

000-

025

000
i—’—>—■—i—t—■—■—■——i—■——■—r-............——■t~—— r^i »■■■—i—>i—i-------- 1—■—i—>—•—j—•—<— -------r—’—i
0 10 20 30 40 50

Pk# Retention Time_______ Area Area Percent

l 14.658 12061 0.28
2 16.458 40776 0.96
3 25.442 3781965 88.93
4 26.033 417962 9 83

Totals ! 4252764
100.00

Figure-133

Sbimadru CLASS-VP V5.03 Area % Report 
Method Maine: C:\CLAS$-VP>verS.03\ME7naODS\HPLC-ltVFentoxy.iaet 
Data Name: C:\VDC\orypentd030
Acquired: 7/8/9912:06:49 PM
Sample name: l«np-C PNT/Iinpiuity A

t_
 1

4.
85

8
4-

16
 4
58
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Sbimadzu CLASS-VP V5.03 Area % Report 
Method Name: C:\CtASS-VP*»er5,03WE‘raODS\HPlC-U\Peato^.B»rt 
Data Name: C:\VDGoijpaiLd028
Acquired: 7/8/9910:17:32 AM
Sample name: imp-B

PNT/Iinpiiiity B

Pk# Retention Tunc Area Area Percent

1 25.442 38073 0 72
2 28.800 5263704 99.28

Totals | 5301777
100 00

Figure-134
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Shimadzu CLASS-VP V5.03 Area % Report
Method Name: C:\CLASS-VP-ver5.03\METHODS\HPLC-Il\Pemoxy.roet 
Data Name; C:\YDCVwypentd032 
Acquired: inm 1:50:20 PM
Sample name; imp-0

PNT / Impurity D

Pk# Retention Time Area Area Percent

1 30 933 4535391 100.00

Totals
4535391 100.00

Figure-135
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Shiirmdai CLASS-VP V5.03 Area % Report
Mettod Name: C:\CLASS-VP->w5.«»METHO0aHPtC-l IWentray-met 
Data Name: C:\YDC\p«rto.c»3
Acquired: 7/1/99 6:46:44 PM
Seq.Name : C:\CI^SS-VP-«»5,03^SEOlIENCE\{tPLC-ll\PeE»o-jtabLs«i 
Sample name: I

All component mix for identification

s

Pkti

10 ts

Retention Time

20 25
Minutes

Area

30 35

Name

1 12.492 5724967 3-Me-Xanthine
2 14642 5685816 Theobromine
3 16.442 287965
4 17333 54S8517 Theophylline
5 18.930 8469
6 19.833 2839590 Caffrin
7 20.317 4749684 Jmp-A

8 20.8% 7250
9 25.467 2343231 [mp4;

10 26075 433208
11 26625 8628
12 28742 4299308 Imp-B
13 30.475 8443
14 31.108 1887679 Imp-D

Totals. * * >' ' * _
' - - - 33747755

Figure-136
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3-Methyl xanthine linearity plot

200000 
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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
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0 0.5 1 1.5 2 2.5 3 3.5

Concentration ug/ml

Figure-142

436



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

438



SYSTEM SUITABILITY SOLN

150 UV-VIS (290nm)
----- System si natality soln

peniprs OC 2
Retention Time T"

100-

50

2010 30 40 50 60 70
Minutes

Figure-147 

IDENIFICATION 

PANTOPRAZOLE IMPURITY B

UV-VIS (2 BOnm)
-------- Identihcati in of impurity B

pentprs oo 6
R etention Tim a

•
il

r
0 10 20 30 40 50 80 70

Minutes

Figure-148
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PANTOPRAZOLE

Minutes

Figure-149

PANTOPRAZOLE IMPURITY A

Minutes

Figure-150

LINEARITY PLOT OF PANTOPRAZOLE
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Figure-151

PANTOPRAZOLE IMPURITY A

Figure-152

PANTOPRAZOLE IMPURITY B

Figure-153
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DEGRADATION STUDY

PANTOPRAZOLE STANDARD

PDA-240 nm
------ Pentoprazole WRS

pentorsdeg 004 
Retention Time

-

I CM'n

CM

0 10 20 30 40 50 60 70
Minutes

Figure-154

ACID DEGRADATION

Figure-155
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ALKALI DEGRADATION

Figure-156

DEGRADATION STUDY 

PEROXIDE DEGRADATION

Figure-157
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THERMAL DEGRADATION

200-

PDA-240 nm
—— Thermal degradation 

pentorsdeg 013 
Retention Time

COD
-i-tD

o>-

study

-100

10 20 30 40 50 60 70

Figure-158

SUN LIGHT DEGRADATION

-200

-100

PDA-240 nm
----- SUN light degradaiicj!

pentorsdeg 017 
Retention Time

<NG0
too
CD-

i study

Figure-159
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RUGGEDNESS OF METHOD

ORIGINAL CONDITION

Figure-160

CHANGE IN ANALYST

UV-VIS (290nm)
——* Sample solution (Ru 

pentprs 061 
Retention Time

>f the method change in analyst)

CO ,
j Ai

i i
OJ
3

r__ ^
o

0 10 20 30 40 50 60 70
Minutes

Figure-161
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CHANGE IN MOBILE PHASE

M mules

Figure-162
RUGGEDNESS OF METHOD 

CHANGE IN COLUMN

Figure-163
CHANGE IN COLUMN OVEN

Minutes

Figure-164
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CHANGE IN INSTRUMENT

UV-VIS (290nm)
------  Snip sofn (Rug of

pntprs 170 
Retention Time

h change m Instrument hplc-21)

5
,/\i.

30 40
Mmut«s

Figure-165

/
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VP\METHODS\1315.roet 
Data Name: C:\CLASS-VT\DATA\t315AS\131Sas007

Acquired; 07/17/2000 7:04:44 PM
Sample name: System precision solo. System precision Assay

Detector A 
(230m»)

Pk # Retention Area Area % Asymmetry
Time

I 11.900 3306315 100.000 1.91

Totals
3306315 .

\100-000 1

Figure-166
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Shimadzu CLASS-VP VSM Area % Report

Method Name: C:\CI^SS-VP\METHOI>S\1315.met 
Data Name: C:\CLASS-VP\DATAtt313AS\13I5as008

Acquired: 07/17/2000 7:32:08 PM
Sample name: Solution stability study

Solution Stability study

DrtKfcrAQSOlVTi)
------  ScftfitonsiaMitysSHiY

l316»a»
Retention JTijne

200

-too
31

00 2.$ 5.0 tJS 100 125
Minute*

15 0 200 22j5 250

Detector A 
(230nm)

Mi# Retention Area Area % Asymmetry
Time

1 11,992 3491742 100,000 1 98

Totals
3491742

100000 1

Figure-167
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Shimadzu CLASS-VP \S.W> Area % Report

Method Name: C:\CLASS-VJAMETHODS\13l5.met 
Data Name: C:\CLA5S-VFlDATA\1315ASV1315as01?

Acquired: 07/17/200011:30:06 PM
Sample name: Method precision Set-1

Method precision set-1

Oetectw A £230nrn)
------• Method ptecsHn ScA»1

13754*017
JteLeftElzxs Tiit&

200

3L5 10 7.5 ...1" 1100 12.5
Mtaito

15J0 17,0 20-D ”T~!---22.5

*0

250

Detector A 
{230nm)

Vk# Retention
Time

Area Area % Asymmetry

1 11.933 3413452 100.000 1.94

Totals'
3413452 100.000

Figure-168
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Shimadm CLASS-VP \5M Area % Report

Method Nome: C:\CLASS-VF\METHODS\l315.iiiet 
Date Name: C:\CIASS-VF\DATA\1315ASU315as036

Acquired: 07/18/2000 8:17:14 AM
Sample same: Sample for rttggedoess-1

Ruggedness

Detector A 
<230mn)

Mi # Retention Area Area % Asymmetry
_______________ Time____________

1 11.958 3653089 100.000 2,01

. Totals . 5

3653089 * 100,000

Figure-169
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Figure-170
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Shimadzu CLASS-VP VS.03 Area % Report

Method Name: C:\CLASS-VPvMETHODSU315.met 
Data Name: C:\CILASS-VP\DATA\131SASU315astMS

Acquired: 07/18/2000 6:50:10 PM
Sample name: Linearity study Set-l(lOOppm)

Linearity set-1

Detector A 
(230om)

Pfe# Retention
time

Area Area % Asymmetry

1 12.217 1785714 ioo.ooo 1.65

Totals
1785714 100000 '

Figure-171
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CLASS-LCIO Ver.=l.63 SYS---2 Ch-2 REPORT.NO=l DATA=1315RUG.D01 00/07/21 10;2

10
■rjspe
Detector 
Operator 
Method Name

: mobile phase 
i Unknown 
s SFB-10A Single 
s ALP
: 1315.MET

Pantoprazole assay Blank

*** Chromatogram *** Filename:1315RUG.CO1 *** Peak Report ***
mAbs l! No Peak !*

**+ Peak Time Table *** 
!' No Peak !!

Figure-172
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CLASS-LC1Q Ver.«1.63 SYS-2 Ch=2 REPORT.NO»8 DATA=»1315RUG.DOS 00/07/21 13:26:48

Type 
Detector 
Operator 
Method Name

: 1315 Sample 
: Unknown 
: SFD-10A Single 
: ALP
! 1315,MET

Pantoprazole sample 
Ruggedness experiment

*** Chromatogram *** Filename:1315RUG.COS
mAbs

*** Peak Report ***
TIME AREA COHC
9.954 2466697 100.00

2466697 100.00

*** Peak Time Table *** 
PKJIO R.TIMS I.TIME F.TIME A/H(sacJ RRT NAME

1 9,954 9.583 12,750 19.66

Figure-173
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Shimadzu CLASS-VP XSSiiArea % Report

Method Name: 
Data Name: 
Acquired: 
Sample name:

C:\CLASS-VP\METHODS\1315asdeg. met 
C:\CLASS-VpyJATA\13i5deg\1315asdl2 
07/22/2000 6:49:40 PM

Alkali degradation

1

i

Drteetor A-230nm 
------  Altcabdearwlatton

fetention time

s-

a-

a . - ■»

i

75

•50

1105

25

0

0
“I.................. f~ --------------------------------------------------------------------,w~»,---{ -----------
5 10 15 20 7S 30

fcBmife*

Detector 
A~230 am

Pit# Retention
Time

Area Area % Total peak 
purltj

1 11.64$ 3625867 100000 100.00000

Totals
3625867 100.000 . j

Figure-174
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: 
Data Name: 
Acquired: 
Sample name:

C:\CLASS-VP\METHODS\1315asdcg,met 
C:\CLASS-VP\DATA\1315deg\1315asdl4 
07/22/2000 7:55:02 PM 
Peroxide degradation

Peroxide degradation

Detector 
A-230 did 

Fk# Retention
Time

Area Area % Total peak 
purity

1 4.096 12543 0.388 100.00000
2 5 195 8756 0.271 100 00000
3 11680 3140120 97,135 100.00000
4 21.643 71322 2.206 100,00000

Totals -
3232741 100.000 -

Figure-175
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: 
Data Name: 
Acquired: 
Sample name:

C:\CLASS-VP\METHODS\I315asdeg.mct 
C:\CLASS-VP\HATAM3t5degM315asd20 
071220000 11:11:22 PM 
UV Light dcftradafion(48Hrs)

UV light degradation

100

7S

CXeciw A*230 rm 
- - - - - - UV UgWJ tk»gradaacr4{4SHrs}

Retention Time

Mnutet

-50

*25

0

30

Detector 
A-230 uni

Pk# Reteotion
Time

Area Area % Total peak 
purity

1 11.723 3225969 100.000 100.00000

Totals
3225969

100,000 J , .

Figure-176
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-V¥\MeHIO»S\i315asd^.iiiet 
Data Name C:\CLASS-VPSDATA\131Sdeg\131Sasd21
Acquired: 07/22/200011:44:03 PM
Sample name: SUN-Ligbt degrad*ti(Hi(8Hrs)

Sun light degradation

Detector
A-230 nm

Pic# Retention
Time

Area Area % Total peak 
purity

1 11.723 3255304 100.000 100.00000

Totals
3255304

100000 I
Figure-177
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Shitnadzxi CLASS-VP VS.03 Area % Report

Method Name; 
Data Name: 
Acquired: 
Sample name:

C:\CLASS-VP\METHODS\l3lS&sde&met 
C:\CLASS-VP\DATA\1315deg\1315asd23 
07/23/200012:49:23 AM 
Oven(105*for 4Hrs>

Thermal degradation

e-
Retention Tisa»

T1»

-75

50

n

0 B

I
-IS

%Xl

10
Wmrta*

20 75

0

30

Detector
A-230nm

Pk# Retention
Time

Area Area % Total peak 
purity

1 11,723 3519066 100.000 10000000

Totals
3519066 100,000

Figure-178
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Shbnatoi ClASS-W \SMArea % Report

Method Name: 
Data Name: 
Acquired: 
Sample name:

C:\CLASS-VP\METHODS\1315asdeg-iiiet 
C:\CLASS-VP\DATA\l315deg\l3l5asd.032 
07/24/2000 12:56:26 PM 
Acid degradation study

Pantoprazole acid degradation

Detector A-230
nm

Pk# Retention
Time

Area Area % Total peak 
purity

1 11.349 17*2656 47.810 99.71000
2 37.077 1945962 52.190 100,00000

Totals
372*618 100.000 -

Figure-179
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Shimadzn CLASS-VP V5.03 Area % Report

Method Name: C:\(XASS-VF\METHODSkeptMle]iiLitt^ 
Data Name : C:\ajiSS-VPWI.daU\CepbaVttpha-004 

Acquired : 10/09/2000 7:10:35 PM 
Sample name: diluent

WnMJtea

Detector A 
(220tun)

Pfc # Retention Area Area Percent
___Time _______ ____

Totals

Figure-180
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Shimatfau CLASS-VP VS.03 Area % Report

Method Nunc: C:\CnLASS-VP\METHODS\cepliakalii.Be« 
Data Name ; a\CLASS-'VP\>XdataXCcplia\<x|iba.<M>2 

Aetjtuied : H/IW2OO0 3:41:48 PM 
Sample aame: System saitubilty solo.

Detector A
<220imi)

Pk# Retention
Time

Ateo AreaPweeat

1 I9.m 704*3626 53 IS

2 22,225 6199441 4682

Tout*
13240077 100 08

Figure-181
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Shiroa&ai CLASS VF V5.03 Area % Report

Method Name: C:\CLASS-VPyvreraOBS\rcphaieiiB.met 
Data Name ; C:\CLASS-VF\VLdata\Cephakepha.007 

Acquired ; IO/D9/2000 9:23:44 PM 
Sample name: Alpha-Phenyl glycine (Identification)

Detector A 
(220nm>

Ht# Retention
Tittic

Area Area Percent

l 4500 4016420 98,43
2 J 9,742 64022 157

Totals
. - ' 4080442 100.00

Figure-182
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Shimadzu CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VF>METHOI)S\cephaIciiB.mct 
Data Name : C:\CLASS-VPWJ.dita\Cepha\cepha.009 

Acquired : 19/09/2000 10:52:32 PM 
Sample name: 7-A.D.C.A (Identification)

Detector A 
(220nm)

Fk# Retention
Time

Area Area Percent

1 8,258 5034876 95 32
2 28.425 247154 4.68

Totals ^
5282030 moo ■

Figure-183
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Sbimadzu CL ASS-VP VS.03 Area % Report

Method Name: C:\CLASS-VJWETHODSkeplialaiiLmet 
Data Name : C:\CLASS-VJWl.ilati\Cepha\ctpIia.011 

Acquired ; 10/10/200012:21:11 AM 
Sample name: Delta 2 A.D.C.A(Mentificatioa)

Detector A 
(220nm>

He# Retention
Tune

Area Ami Percent

1 19.983 7234961 100.00

Totals | 7234961 „ -100.00

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

Method Name: C;\CLASS-VP\METHODS\ceph*leiitt.niet 
DataName ; C:\tTASS-YTWl,data\Cepha\cepha.013 

Acquired : 10/10/20001:50:01 AM 
Sample name: Phenyl Acetic Add

De!*#ctfA f220tw) 
------- Phenyl kattx: Aad

t*jtfwi!313
nfeetern t-Xoft T-Xtoes

JPhenylac etic acid

»...
0 s id is * ' ' T   » r—r<—| ■    s » r~26 2S 3D

Mourtw

Detector A 
(220ian)

VkM Retention
Time

Area Area Percent

l 22 517 6391767 100,00

•Totefe 1 : | 6391767 moo :

15

-200

Figure-185
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Shimadm CLASS-VP V5.03 Area % Report

Method Name: CACI^SS-VF\M£THODSVcet>hafeiiii.met 
Bata Name : C:\CLASS-VPiVl.d*ta\Cet>h*\ceph».015 
Acquired ; 19/10/2000 3:18:45 AM 
Sample flame; Cephalexin (Identification)

Detector A 
(220nm)

Pk # Retention Area Area Percent
Time

1 4.458 75357 1.62

2 8.525 169584 3 64

3 29.650 190161 4.08
4 30.450 582966 12.52
5 31,475 3639475 78,14

| Totals
4657543 ' 100,00

Figure-186
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Shhnadzu CLASS-VP V5.03 Arm % Report

Method Name C:\CLASS-VP\METHODSktpbalexin.mct 
Data Name : C:\CLASS-VP\Vl.dat8\Cepha\cepba.0i7 

Acquired : 10/10/2000 4:47:35 AM
Sample same: P.AJD.C (Identification)

De tector A 
(220mn)

Fit # Retention Area Area Percent
Time

1 8 317 131612 2 42
2 22.742 103)38 190
3 28.458 86417 1 59
4 35.975 5110137 94.09

Totals ' _ 3

- e 5431304 100.00

Figure-187
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Shimadzu CLASS-VP VS.03 Area % Report

Method Name: C;\Cl^S-VinMETnODS\cepluJeiia.«n« 
Bata Name : C:\CIASS-VFWLdita\Cepti«\cepha.034 
Actjnired : tmwm 6:34:82 PM 
Sample name: Standard sohrtkm

Standard solution

Detector A 
(220nm)

He# Retention
Time

Area Area Percent

1 4.892 2207P 13.06
2 9.100 237346 14.04
3 20 833 300030 1774
4 23.625 283407 16.76
S 31.917 312742 18.49
6 36.467 336743 19.91

Totals „ *

1691056 100.00

Figure-188

470



Shimadzu GLASS-VP V5.03 Area % Report

Method Name: C;\.CLASS-VP\METHODS\ceph*lejin.niet 
Data Name : C:\CGASS-VP\VLd*ta\Cepha\eeph».076 

Acquired : 10/13/200012:14:24 PM 
Sample name: Ruggedness -1

Detector A 
{220nm)

Pk# Retention
Time

Area Area Percent

1 4.875 226974 1.17
2 9075 230216 1.19
3 20667 309212 1.59
4 23.525 299001 1.54
5 30675 142303 0.73
6 31.808 17947015 9234
7 36.300 240045 1.24

Totals | 19394766 100,00.

Figure-189
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Shimadzu CLASS-VT VS.03 Area % Report

Method Name: CACJj^VP\MEIHOI>S'>c«jihalciln,m«
Data Nunc : C:\CLASS-VJnVLdata\Ccpha\wpha-026 

Acquired ; 10/11/200012:39:19 PM 
Sainple aaxne: Solution for Stability Study

Typical chromatogram showing solution stability study

Detector A 
(220nm)

Pk# Retention
Time

Area Area Percent

1 4.917 2571330 1278
2 9050 3087482 15.34
3 20.675 3787151 18.82
4 23.350 3658724 18.18
5 29 083 154860 0.77
6 31.817 3641737 18 09
7 36.317 3225545 16.03

Totals
20J26829 100.00

Figure-190
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SJiimatka CT.ASSVP VS.03 Area % Report

Method Name C;\CXASS-VF\METHO0S\£«phi»leiiiLmet 
Data Name ; C:\CLASS-W\Vtd«a\Cep6a\c<vha.«28 

Acquired : 10/11/2000 2:08:02 PM 
Sample name: System predshm

Detector A 
(220nm)

He# Retention Area Area Percent
Time

1 4.883 226633 1 13
2 9117 244669 1.21
3 20.750 309276 1 54
4 23.533 320093 159
5 30.650 98342 0,49
6 31.817 18597662 92.33
7 36.283 345058 171

Totals
20141733 100 00

Figure-191
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Shnnadzu CLASS-VP VS.03 Area % Report

Method Name; C:\CLASS-VinMF.THODSWcphal«in.met 
Data Name : C:\CLASS-VPWldau\€epha\c«|iha.038 

Acquired : 10/11/20009:31:051%
Sample name: Method precision Set-1

o s 10 15 20 25 30 3S «
JUffmrtes

Detector A 
(220nm)

Pfc# Retention
Time

Area Area Percent

I 4883 217880 1.07
2 9.117 232841 1 15
3 20.917 298009 147
4 23.700 309067 1.52
5 30.850 103730 0 51
6 31.992 18832924 92.62
7 36.517 ' 338059 166

Totals
20332510 | 300.00

Figure-192

474



Shimadtzu CLASS-VP VS.03 Area % Report

Method Name: C:\CLASS-VPVMETHODS\c^>lwI«in.met 
Data Name : C:\CTASS-VP\Vl.data\CepbtkepIta.055 

Acquired : 10/12/2000 7:38:21 PM 
Sample same: linearity Set*l

Detector A 
(220nm)

Pk# Retention
Time

Area Area Percent

i 4875 I1S309 13.57
2 9,200 123409 14.53
3 20.875 158755 1869
4 23 625 153846 18,11
5 31,825 160526 18.90
6 36.408 137627 1620

Totals
849472 10000

Figure-193
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Shimatfxu CLASS-VP V5.G3 Area % Report

Method Name: C:\CLASS-VPvMKTHODS\c«|)haleiin.met 
Data Name : C:\CLASS-VP\VLdata\Cepha\«pha.08S 

Acquired : 10/13/200011:15:48 PM 
Sample name; Recovery Set-1

Detector A 
(220niu)

Pk# Retention
Time

Area Area Percent

1 4867 158534 0,81
2 9 217 174468 0 89
3 21,1500 211910 1,09
4 23.808 194267 1.00
5 25 917 152638 0.78
6 30.733 77925 040
7 31842 18355296 94 06
8 36.333 189148 097

Totals '
19514186 -

| 100.00

Figure-194
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Shimadai CLASS-VP V5.03 Area % Report

Method Name: C:\CLASS-VP\METHODS\cephalexin,met 
Data Name : C:\(XASS-VFYVLd8ta\Cepbakepha404 

Acquired : 10/14/2000 7:49:57 PM 
Sample name: LOD+LOQ SeM

Detector A 
(220nm)

Pi# Retention
Tune

Area Area Percent

1 4842 112169 12 30
2 8 983 123422 13.53
3 20.667 148572 1629
4 23.492 143946 15.78
5 31.683 158005 17 33
6 35.600 95624 10 49
7 36167 130243 14,28

Totals - ■
- 91I98I moo

Figure-195
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Shiroadzu CLASS-V P V5.03 Area % Report

Method Name: C:\CLASS-VP\METHODS\cephaiciin.mct 
Data Name : C:\CLASS-VF\VLdata\Cepba\cepha. 136 

Acquired : 10/16/2009 7:12:50 PM 
Sample name: Rnggeilness -U

Ruggedness experiment-2

Detector A 
{220om)

Fk4 Retention
Time

Area Area Percent

1 4.850 ' 225710 1.11
2 9058 227191 1 U
3 20.842 289609 1 42
4 23.667 278802 137
5 30.725 122369 060
6 31.842 19038191 93.24
7 36 308 237656 1.16

Totals
_ 20419528 100 00

Figure-196
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Phenyl glycine Linearity plot

Figure-197
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delta-2-7-ADCA linearity plot

Figure-199

Phenyl acetic acid linearity plot

Figure-200
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PADCA linearity plot

Figure-201

Cephalexin linearity plot

Figure-202
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