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QbD Research & Development Lab, Pvt. Ltd.

RELATED SUBSTANCE VALIDATION

Product Name: Ramithiazide Tablets
Label 10 mg And 25 mg_
AR No: 181193
Batch No.: 180301
Parameter: Decrease Buffer ol
LNB No./ Page No. 718016
Name RRF
Ramipril Impurity A 115
Ramipril mpurity D 122
Ramipril Impurity E 22.09
Weieht of standard Diluted (mL) C m) Purity (As is Basis)
Preparation of standard 2 250
solution for Ramipril 2.0 1000 2.0 99.64
10 200
Ramipril
Inlection No. Retention Time eak Are [ RetentionTime |
1 16.270 2448932 16278 2435 343
2 16278 2456 892
3 16,280 2453597
] 16280 2439340
s 16.277 2440273
6 16.280 2452475
Average 16278 2448,535 16.27% 2446.694
sD 0,003 7.2658 0.0036 83078
RS 0.02 030 .02 034
[ System Suitability ]
[ YoRSD of Area 030 I NMT 5.0% ]
Preparation of standard | Weieht Dil 2 C (nom) Purity (As Is Basis) |
solution for 253 250
15 1000 15 9924
20 200
Inkction No Eetention Tims Peak Area Retention Tims Area of Bl{ Standard
1 5.17 4143 884 5177 4135650
2 5173 150,561
k] 5173 50489
4 5173 39976
s 5175 40,506
[ 5172 41.728
Average 5473 144,524 5173 4143.256
sD 0.0016 45391 0.0022 55468
*RSD 0.03 012 0.04 [N
| System Suitability |
%RSD of Area 0.12 NMT 5.0%
Sample solution : | Eqlto 20 mg I diluted to [ 200 Tl with Dilucat ]
Average wt. (mg): | 19584 o |
Sample Details Sample wi. (mg) Impurity name RT RRT Area olmpurity Reported impurity Total % Impurity
Usknown Tnpuity 3788 024 100.110 0.01 BOL
Unknown bty 7.867 049 152,150 0.01 BOL
Unknown Impuity 10.533 0.65 262 802 0.02 BOL
Unknewn Impaity 18.045 12 462374 0.04 BOL
5 Soluti 39255 499
pia Jokition Unknown Imputy 117 390.607 .03 BoL,
14.433 0590 436.411 0.79 079
24213 150 41952260 420 420
16.113 1.00 702976744 K
Sample Ramipril mpurity Ramipril Impurity Total % Impurities
Sample (Presision) .85 447 532
e Salution (Dcg ol | 079 4.20 299
% Difference
Sample Ramipril lmpurity E Ramipril Impurity D Total % Impurities
ample (Dee pH). 006 0.27 033

Date:
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Date:




QbD Research & Development Lab. Pyvi. Ltd.

RELATED SUBSTANCE VALIDATION

Batch No.:

Product Name:

[Ramithiazide Tablets

Parameter: Buffer il
LNB No./ Page No. 1718m16
ame RRF
| Ramipril Lmpurity A LIS
[ Ramipril tmpurity D 112
[ Ramipril imparity E 22.09
Welght of standard (me) ] Diluted (L) (oom) Purity (As is Basis)
Preparation of standard 2524 | 250
salution for Ramipril | 1000 202 99.64
| 100
| Ramipril
Inicction No. Retention Time Pesk Area Retention Time Area of
1 6. 2431052 16,347 27447
2 6,355 2432.580
3 6,358 411,660
4 6.357 2418.235
s 6.360 2427.938
3 6353 433274
Average 16356 145790 16355 2426027
SD 00025 HA448 00042 BO984
YaRSD 202 0.36 2.03 033
| ]
[ %RSD of Area 036 I NMT 5.0% |
Preparation of standard Weight of Diluted Gol.) (nom) Purity (As is Basis) |
. 150
solution for T 2.8 9924
20.0
Iniestion Ne. tion Time | Peal Retention Time ___|
193 844 5,195 415259
[ 13§ 9438
19 028
19" 492
19! 978
3 19° 155,044
Average 5195 4156722 4156132
SD 00015 29372 31029
“aRSD 203 1 201 i
[ System Suitability
“RSD of Ares I
[ Sample solution : Egto 20 my dilluted to I 200 [l with Diluent ]
Average wi_ (mg): 195.84
Sample Details Sample wi. (mg) Impurity name RT RRT Ares “almpurity Reparted impurity Total % lmpurity
Unknown Inypuity 3.79% 0.23 109.613 .01 BQL
Unknovn ity 7915 0.49 252,183 0.02 BQL
Unknown Tmpuity 10.655 0.66 235.362 0.02 BQL
Sumple Sobticn 0353 Unknoown lnpiy 18,125 112 $39.292 0.04 BQL g
Unknown Lupuity 18.920 117 346.487 0.03 BQL
Ramiprl lmpurity E 14.480 0.89 429137 0.7 079
Ramipril Impurity [Y 24390 1.51 41714.920 421 an
Ramipril 16.180 100 691507663 0 B
Sample Ramipril Ipurity E Ramipril Impurity D Total % lmpurities
Sample (Precision) 085 447 532
Sample Solution (Inc pH) 0.7 421 .00
% Difference
Sample I Ramipril Impurity E. Ramipril Impurity 1y Total % Impurities
Sample (Precision) | - B -
Sample Solution (lnc phl) | [ 0.26 032
Done by: %b"‘ \},\ g Cheeked by:
'Jo Date:

Date: 9.6"'




N- 3T

U oZb\e JuRWIN0(] pausi§ AJ[eatuonoaly 0S81 810Z-AON-ET dWLL PAH [ JO | ‘0N Feg '3 e 0%

6O\ FOPTU —2 ON YV IQ PodLSUl Lo\ Blbay sl 0N BY 243y ¥

g

o

=20

8Z1102/971/090 WIN N, VIN Md ™S sIeIgeL SpIzEIIWE] 2y 91dH™ PowRW NUS S ew alp| L1 | oo0g i wowun| wus| 2z |
8Z1/102/071/090D vIN VIN Hd S¥ sieiqeL epizelyjwe] Zy O1dH~ PoLiew yseps eu alp| 7L | oo0e umousun usem | oz
821/102/07/030D WIN £6618L¥0rZa Hd SH S1BIqEL SpIZeIUNWE]SY 18198 SpIzRIulWeY 'U alp| 27 | oooe umouun uonnjos piepuelg Bunespelg | gz
821/102/971/Q90 VIN £66181¥0¥20 S spiZelyWe ™ Sy I8Iqe L spizelylwey . ey alp| VL | ooog . umouun uonnjos Juelg | vz
821/100/07/090 L0£081dD £66181¥0rZQ 4d"SY SIe|qeL spiIzRIIWeR Sy TIe|qe L SpIZRIyIWEY 'U alp| €L | oooe umoLnjun uonnjog ejdwes | ¢z
821/102/07/a90D VIN £6618L70rZQ Hd Sy sie|qe) epizeyiwe(q Sy TI9|ge | spizeywEy 'eu alp| L1 | oooe umoujun uoiniog yuelg | zz
8Z1102/91/Q90D VIN £66181¥0r2Q Hd S sIBIqeL epizeIILE ] Sy 19|qe L apizelyiwey ‘''U alp| ZL | 000g umoL{un g uonnjog piepuels | Lz
8Z1/100/07/a90 VIN £6618110v2q Hd Sy sIe|qe L spizRIuIWE N SY IeIqEL SpIZEIILEY 'U alp| 271 | oooe UMOUUN G Uohnjog prepuels | 0z
821102/07/a90 VIN £6618170v2a Hd”SY sielqe] spizeluweq Sy 1elqe] spizeIyjIWEY 'U aip| 2L | oooe umouun  uonnjog piepuels | gl
821/102/27/a90 VIN £66181¥0r2Q Hd”$Y SI9I9EL SpIZEIUNWE QTS 18Iqe] BpIZRILIWEY 'U alp| 7L | oooe umouun € UoNNjog pJepuels | gl
824102/071/a90 VIN £6618170v20 Hd ™Sy sie|qe] epizeiyIwEnTSY 19|qe] spizeIwEY 'U alp| Z7L | oooe umousun Z uonnjog piepuels | /|
821/100/071/Q90 VIN £661810r20 Hd Sy SI2IqeL epIZeIyIWE TSy I9|qE ] spizeIyIwEY 'y alp| ZL | oooe umounun L uonniog pJepuels | gj
821/102/971/Q90 YIN £66181+0r20 §d SY SIBIgEL epiZeliwe Sy IeIqe ] spizeIgjwey 'U alpj "L | oo umouun uonnjog yuelg | gl
821/102/97/490 VIN £66181¥0r2Q Hd SH SIBqEL spIzEILNWE]”SY J8|GE L SpIZEIWeY 'U alpl [ 00°0€ umojun uonnjog Mue|g | p|
824102/27/a90 WIN €6618170¥ZQ 4d Sy sIelde L epizelyweq Sy IeIge | spizEIwEy eu | VL | oooe umousun uonnjog yuelg | gl
8Z1/109/27/490 W/IN £6618L¥0FZQ d7S¥H S19198 ) SpIZEIWER TI9IqE L SpIZEIYIWEY "z 'y sip| 2L | oooe umouxun uonnjog piepueys Bunexoeig | zi
8211102/27/Q90 WIN £6618L¥0rZa d” 54 SISI9E L epIZelylWeRy ISIqE L SpIZeIlIWEY Zh, U alp| 1L | oooe umouxun uonnjog yuelg | 1|
8Z1102/27/Q9D L0£081+dD £6618L¥0rZa d” Sy sie|qe L spizeIIWER TJ8|q. ] SpIZRIILEY Zi gu alp| €+ | 000¢ umousun uonnjos ejdwes | g
8ZLM02/27/Q90 WIN £6618Lr0rZQ d Sy sie|geL epizelyiwesy Te|qe ] spizeIweY Zh ' a|p| Vb | oooe umouun uonnjos yuelg | 6
821102/27/a90 WIN €66181¥0rZ0 d Sy sIe|qe L epiZelujwes 19|qe ] spiZeIWEY Zi 'U aip| 7L | oooe umouun guonnjos piepuRlg | g
8Z1109/27/a90 WIN £6618140r2Q d S SISIqeL epiZeIWweRy Tja|qe | SpIZEIIWEY Z Y, ‘eu alp| Z'L | oooe umousun G uonnjog piepuelg| .
8Z1102/27/a9D WIN £66181F0FZQ Sy s1e|qe ] spizeIyIwEY T18|qE | SpIZRIIWEY Zi 'U Pl v | oooe umouun ¥ uonnjog piepuelg | 9
$21/102/27/Q9D WIN £6618170r20 d” S sIeIqe L epizeIwe TI8Ige L SpIZEIyIWEY Zh 'Y alp| 27 | oooe UMOUNUN € Uonnjog piepuBlg | g
821/102/071/Q90 VIN £66181¥0r20 d S¥S19I98 L SpIZeIulWeRy T18IqE L epiZEIiwEy Tz 'u alp| Z°L | oooe umousiun Z Uonn|og prepuelg | i
821102/27/Q9D vIN £66181¥0r2a d"SY Sisigel spizeIIWER TIelqe] SpIZRINILEY T eu alp| 2+ | ooog umoLun } uoynjog piepURIS | £
8Z1/102/27a90 WIN £6618170rZQ d Sy sisige) spizeIgiweR IBIge | SpizeI ey 'U a|p| L7L | oooe umouun uojnjog yuelg | z
8Z1100/ a0 WIN £66181¥0rZQ d SYSISIGEL epIZEIYWERY TIS|0E L SpIZeIIWeY Zh- UL alp| L' | ooog umouun uonog Hueig | |
- "ON ad adA) "ON
ONTNWNT02 ON"HOLvE ON"¥Y [ELER poue Buissesolg POyl jJuswnisu) awiy uonoaful snjejg IIA | awnjop uopoalu) aweN uonoafu) |
bas [y 81-AON-€7 Th-D 1dH\soURISqNS PIIB[RY\ID|qR ], APIZENNIWERY\2IBOI[BIH OLISUSD\UONIEPI[EA POYIITA : 3ed duanbag
Ce61:81 810C-11-€T uQ parepdn ise| ‘bag 0€:9¥:€1 810T-11-€7 * uQ pareaa) ‘bag 8107 Aqad PJIneA elR(
Aeypef 'y [eremg : £g pajepd() 3se ‘bag Aeype[ 'y [erems  : Ag pajeas)) ‘bag IV 81-AON-€7 7+-O'1dH T awey 2duanbag
CP-DTdH-LSNI-aq0 - (1 yuduwn.gsuy
LEpag Ny rapedn
‘ALT LA 9VT INAWJOTIATA ANY HOUVASTY d90

DUaNbIG/ | AT nzpewyS §3 Hoday aunnoy

gt

C

"L UDIJOWOIY )



vu FUSYTZ
&

teol §lvatocc -

JUAWIMIO(] PAUBIS A[[eoTuonag

oN W JOo PLaLsul

TOPT 810Z-AON-£T 2W], pAUL [ JO [ "ON 25eq

.

Q
wf?\ﬁ\mw M,.ﬂﬁ/o
LOLLS\¥YO¥TG 10N WV 333y %

g0

3

ficc: o6

‘BTU

8zLM10/011a90 VIN VIN 4d Sy S18192 ) SpizeILNWe] Zi D1dH ™ POYRW INYS eu alp| /17| oooe umoUNUN nus| 2z
8ZLM102/01030D vIN VIN Hd SY 1819 L BPIZRIUNWE] ZF DTdH ™ POUIBW USEAA eu alp| ‘171 | oooe umouNun usem | oz
8211020090 YIN £6618170vZa Hd Sy SI9IgeL SpIZRIIWED T SY IRl L SpIZeIuILEY 'U apl v 2L | oo0g usmouNun uonnjog pJepuelg Bunexoelg | 6z
8Z1102/27/a90 WIN £66181¥0rZ0 4d Sy sie|qe ] epizeliwe TSy Ielqe L apizelyiwey 'y apl |~ 171 | o00E umouun uonnjos yuelg | bz
$ZL102/0ASD |~ LOE08LD £6618L70rZQ NdTSY SIeIgeL epIZRIIWE Sy 1eIge L SpIZEIuILEY 'U epl L €L | 000E umouxun uonnjos ejdwes | €z
8Z1102/27/A90 WIN £6618L¥07Z0 Hd SY SjeIqeL epizeIgiwe Sy IRIGe L SpIZRIUIIEY 'Y el ¢ 1L | o00E umouun uonnjog uelg | zz
8Z1109/27/a9D WIN £66181¥0720 Hd Sy SIsIqRL spIzRIWED Sy 1RIGE L SpIZRIyIEY BU sl |, 2L | oo0E umouyun 9 uoNN|og PIEPLEIS | 12
821102/07/Q90 WIN £66181¥0rZ0 MdTSHsIeIqe epizeIiWe TSy IeIge L SpIzRIyWeY U alpl s T+ | 000E umousun S uonN|os piepURIS | 0Z
821102/97/Q40 VIN £66181F0¥Z0 4d Sy sielqe] epizeiiwel] Sy 18|ge | spiZelyiwey eu P |-+ | oooE usouu ¥ uonnjog piepues | 61
821102/27/a90 WIN £66181¥0¥20 Hd ™Sy SiB|qRL SpiZRIIWE] T SY 19|qR L SpIZRIyNEY 'U aip| “Z7L | o00E usoLun £ Uonn|os pJepuels | gl
821/102/27/a90 ¥IN £6618L¥0¥Za Hd ™Sy sie|qe L epizelyiwe] TSy TIe|ge L Spizeiywey 'Uu 3Pl ¥ 2L | 0008 umoLu) Z uonn|og prepuUBIS | £1
8Z11102/27/Q90 WIN £6618LF0¥Z0 Md SY SIeIgeL SpIZEIIWED Sy 18|qE | SpIZelLEY eu Pl b Z L | o00E uMOLUN | uoynjog piepugis | 9t
8Z1L1102/07/a4D VIN £6618L¥0¥Z0 Hd~S¥SIBqEL epiZEIyWE]” S 18|0EL SpIZEIyliWEY 'U alp| 7L | 000E umousun uohinjog yuelg | gi
821102/27/a90 VIN £6618L¥0¥Z0 Hd TSy sielgeL epIZeIyWe] TSy Ie|ge L SpIzeIIWeY 'U aipl 717 | oooe umowsun uonnjog yuelg | vl
8Z1/100/27/4a0D WIN £6618L¥0PZ0 Md ™ S¥ SIeIqeL SpIZEIIWE Sy 18|gE L epIZEILiLEY 'eu 3Pl VL | ooog umousun uonnjog yuelg | €1
8Z1109/9711Q90 VIN £66181b0¥ZA d” Sy s19|qe L epizeluweRy je|qe | epIZeIiWey g ey sl |, Z 4 | 00OE umouun uannjos plepuels Bunaxoeig |z
8Z1/102/97/a90 WIN £6618L70¥Z0 d”SY SI9|qeL spIZeIIWER 19Iqe L SPIZRIYIWEY ZY 'U alp| “V7 | oo0e umoriun uohnjog yuelg | L1
8Z1/102/97/Q90 -~ L0E08LdD £66181¥0FZQ d~S¥sie|ge] epizelyliwery18|qe L SpIZeIyyIWeY Zi By apl ¥ gL 000¢ umouun uonnjog ajdwes | 0}
8Z1/102/27/a90 VN £66181¥0¥Z0 d”SYsle|qe | epizelyiiwey ie|qe L SpIZeIiILey gl 'y apl ¢ L1 | 0008 umouun uonnjog yuelg | 6
8Z1/102/07/390 WIN €66181¥0rZ0 d Sy SIeI0B L epIZEIUlWERY TI8|qB ) SpIZEILpILIEY 2 ey apl | Z L | 0008 umoLun 9 uonnjog piepuels| g
8Z1/102/27/a90 WIN €6618L¥0r20 d”SY SIBIqRL SPIZRIjIWER 18|qE L SPIZRIIWEY Zh; 'U alp| ~Z+ | oo0e umoLnjun G uonnjog prepuels | £
8ZL/102/271/090 VIN £66481¥0r2a d7SY sie|qe] epiZeliweRy Ie|qe L SpIZBIYIWEY Z 'u sip| TV | 0008 umoujun f uonniog prepuels | 9
8ZH102/01A0D VIN £6618170rZ0 d”S¥ S19|qE L SpIZEI)IWER 18|qE L SPIZRILIWEY Zh; eu alp| <7+ | oo0e umouNun € UoNn|oS piepuBlS | §
8Z1/102/071/a90 VIN £66181¥0rZQ Sy SI9IgRL SpIZEIUIWERY 18I0 L SPIZRIUIWEY  Zh BU alp| 271 | 000E umouun Z Uoun|og piepUBIg | ¥
2Z1M102/071/a90D VIN £6618110rZ0 d”SY SIe|geL SpIZEIUNWERY J8Ide | BpIZelWeY 2t 'y alpl T} | 000E umounun | Uolnog piepuBlS | €
8Z1/102/271/90 WIN £66181F0r2Q d7SYSIBIRL SpIZRIYIWER 18|qR L SPIZRIIWEY Zh; eUu elpl /171 | 000E umowun uoynjos yuelg | z
8ZL102/97/a30 WIN £66181¥0r20 1478y sIe|qe L SpIZBIUIWERY JBIgRL SPIZRILIWEY Zh; 'BU ol 1T 0008 umouun uonnjog yuelg | |
oN adA) ‘ON
ON NWNT02 ON"HoLvE ON ¥Y [ELh pouya|y Buissadoid POYjaj Juswinysuj awiL uopasfu snjeis (7Y M awnjop uonsalu aweN uonoaful fu)
bas y g [-AON-E£T TH-DTdH\S20URISNS PAIB[IY\I|GE [, SPIZRIYIIUEY\2IEIYI[EIH JLIAUID\UONEPI[E A POYIIA : ped 2duanbag
LTTOWT 810T-11-£T uQ pajepdp) jse "bag 0€:9P:€1 810T-11-€T : uQ pAear) bag 8107 440 LHneA BR(
Aetpe[ 'y [erRmg : Ag parepd() ise] "bag Aeype[ 'y [eremg @ Ag pajeaa)) ‘bag V 81-AON-€7 TH-D1dH : dweN Jduanbag
-0 1dH-LSNI-Aq0 + (1 yudwmn.psuy
et i W Bt b
‘ALT LAd GVT INIINJOTIATA ANY HOUVASTY ad0

asuanbag | A nzpewnys ST oday aunmoy CTEY + T L U0y



Instrument Method: HPLC-42_Ramithiazide Tablet_RS_Met Overview
Last Update Operator: Mahesh Nikam

Name HPLC-42_Ramithiazide Tablet_RS_Met
Data Vault QbD_2018
Path chrom://qbdser03/QbD_2018/Method Validation/Generic

Healthcare/Ramithiazide Tablet/Related Substances/HPLC-42_23-
Nov-18_A.seq/HPLC-42_Ramithiazide Tablet_RS_Met.instmeth

Comment Ramithiazide Tablets

Description Ramithiazide Tablets-Related Substance
Run time 30.000 [min]

Instrument QbD-INST-HPLC-42 on qbd-pc-03
Created 21-Nov-18 15:24:45 +05:30 Mahesh Nikam

Last Update 21-Nov-18 15:24:45 +05:30 Mahesh Nikam

P s

Chromeleon 7, Printed by raj Jadhav
Version 7.2.4.8525, Thermo Fisher Scientific Page 1 of 3 23-11-18 14:03
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Instrument Method: HPLC-42_Ramithiazide Tablet_RS_Met

Last Update Operator: Mahesh Nikam

Script

Chromeleon 7,

Version 7.2.4.8525, Thermo Fisher Scientific

Es

Pump.Flow

Page 2 of 3

Stage Time  Command Value Comment
min
Instrument Setup
initial
Pump.%A.Equate "Mobile Phase A"
Pump.%B.Equate "Mobile Phase B"
Pump.%C.Equate a
Pump.%D.Equate "0"
Pump.Pressure.LowerLimit 0 [bar]
Pump.Pressure.UpperLimit 378 [bar]
Sampler.Temperature.Nominal 25[°C]
Sampler.WashMode Both
Sampler.WashVolume 200 [p]
Sampler.\WWashDuration 5(s]
Sampler.SyringeSpeed 15.0 [ul/s]
Sampler.NeedleStroke 52 [mm]
ColumnOven.TempCtrl On
ColumnOven.Temperature.Nominal 25[°C]
ColumnOven.Temperature.UpperLimit 60 [°C]
UV.CellTemp.Nominal Low
UV.Response 0.50 [s]
UV.UV_VIS_1.Wavelength 210 [nm]
UV.Mode Single
Inject Preparation
0.000
UV.Autozero
Inject
0.000
Sampler.Inject
Start Run
0.000
UV.UV_VIS_1.AcgOn
Run Duration =
30.000 [min]
0.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 30.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
7.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 30.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
9.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 50.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
25.000

1.000 [ml/min]

RN

Printed by Sw?fé? Jadhav
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Instrument Method: HPLC-42_Ramithiazide Tablet_RS_Met Script
Last Update Operator: Mahesh Nikam

Pump.%B.Value 50.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
30.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 30.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
Stop Run
30.000
UV.UV_VIS_1.AcqOff
End

ﬁ')’ Mg
Chromeleon 7, Printed by Swa]%] Jgg;f?;v

Version 7.2.4.8525, Thermo Fisher Scientific Page 3 of 3 23-11-18 14:03
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Instrument Method: HPLC-42_Ramithiazide Tablet_RS_Dec pH_Met Overview
Last Update Operator: Santosh Padmere

Name HPLC-42_Ramithiazide Tablet_RS_Dec pH_Met
Data Vault QbD_2018
Path chrom:/iqbdser03/QbD_2018/Method Validation/Generic

Healthcare/Ramithiazide Tablet/Related Substances/HPLC-42_23-
Nov-18_A.seq/HPLC-42_Ramithiazide Tablet_RS_Dec
pH_Met.instmeth

Comment Ramithiazide Tablets

Description Ramithiazide Tablets-Related Substance
Run time 30.000 [min]

Instrument QbD-INST-HPLC-42 on qbd-pc-03

Created 21-Nov-18 15:24:45 +05:30 Mahesh Nikam

Last Update 23-Nov-18 13:51:55 +05:30 Santosh Padmere

T

0
Chromeleon 7, Printed by Sw/alFaj Jadhav
Version 7.2.4.8525, Thermo Fisher Scientific Page 1 of 3 23-11-18 14:03
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Instrument Method: HPLC-42_Rarmithiazide Tablet_ RS_Dec pH_Met
Last Update Operator: Santosh Padmere

Script

Chromeleon 7,

Version 7.2.4.8525, Thermo Fisher Scientific

W d\\,—)tg

22N

Stage Time Command Value Comment
min
Instrument Setup
initial
Pump.%A.Equate "o"
Pump.%B.Equate "Mobile Phase B"
Pump.%C.Equate "Mobile Phase A"
Pump.%D.Equate "Q"
Pump.Pressure.LowerLimit 0 [bar]
Pump.Pressure.UpperLimit 378 [bar]
Sampler.Temperature.Nominal 25[°C]
Sampler.WashMode Both
Sampler.WashVolume 200 [pl]
Sampler.WashDuration 5[s]
Sampler.SyringeSpeed 15.0 [pl/s]
Sampler.NeedleStroke 52 [mm]
ColumnOven.TempCtrl On
ColumnOven.Temperature.Nominal 25[°C]
ColumnOven.Temperature.UpperLimit 60 [°C]
UV.CellTemp.Nominal Low
UV.Response 0.50 [s]
UV.UV_VIS_1.Wavelength 210 [nm]
UV.Mode Single
Inject Preparation
0.000
UV.Autozero
Inject
0.000
Sampler.Inject
Start Run
0.000
UV.UV_VIS_1.AcqOn
Run Duration =
30.000 [min]
0.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 30.0 [%]
Pump.%C.Value 70.0 [%]
Pump.%D.Value 0.0 [%]
7.000
Pump.Flow 1.000 [mi/min]
Pump.%B.Value 30.0 [%]
Pump.%C.Value 70.0 [%]
Pump.%D.Value 0.0 [%]
9.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 50.0 [%]
Pump.%C .Value 50.0 [%]
Pump.%D.Value 0.0 [%]
25.000
Pump.Flow 1.000 [ml/min]
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Instrument Method: HPLC-42_Ramithiazide Tablet_RS_Dec pH_Met
Last Update Operator: Santosh Padmere

Stop Run

End

30.000

30.000

Pump.%B.Value
Pump.%C.Value
Pump.%D.Value

Pump.Flow

Pump.%B.Value
Pump.%C.Value
Pump.%D.Value

UV.UV_VIS_1.AcqOff

50.0 [%]
50.0 [%]
0.0 [%]

1.000 [ml/min]
30.0 [%]

70.0 [%]

0.0 [%]
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_Al/Processing Method

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Processing Method

Processing Method Name :
Processing Method Path :
Processing Method Created By :
Processing Method Created On :

Ramithiazide Tablets RS PR

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42_23-Nov-18_Al seq
Processing Method Last Updated By :
Processing Method Last Updated On :

Swaraj A. Jadhav
23-11-2018 13:59:59

Swaraj A. Jadhav
24-11-2018 12:49:50

Detection Alogrithm Chromeleon 6 Version 4
Detection Parameter
Ret. Time Param. Name Param. Value Inj. Type Channel
min
0.000 Minimum Area 65.0000 [Signal*min] Any All Channels
0.000 Valley To Valley On Any All Channels
0.000 Minimum Width 0.800 [min] Any All Channels
3.500 Minimum Width 0.000 [min] Any All Channels
5.000 Minimum Width 0.250 [min] Any All Channels
5.500 Minimum Width 0.000 [min] Any All Channels
7.500 Peak Slice 0.80 [s] Any All Channels
8.500 Peak Slice 0.05 [s] Any All Channels
10.500 Peak Slice 2.00 [s] Any All Channels
11.188 Minimum Height 10000.000 [Signal] Any All Channels
13.500 Minimum Height 0.000 [Signal] Any All Channels
14.000 Valley To Valley Off Any All Channels
14.712 Minimum Height 1000.000 [Signal] Any All Channels
15.648 Valley To Valley On Any All Channels
26.000 Maximum Width 0.200 [min] Any All Channels
Peak Table

No. Peak Name Ret. Time

1 Unknown 3.800

2 Placebo 4.663

3 Hydrochlorothiazide 5.193

4 Unknown 7915

] Unknown 10.655

6 Placebo 11.197

7 Impurity E 14.480

8 Ramipril 16.355

9 Unknown 18.125

10 Unknown 18.920

11 Impurity D 24.390

Swaraj Jadhav

Page No. 2 of 32 Printed Time 26-Nov-2018 14:12Electronically Signed Document
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QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Processing Method
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_

Al/Sys_suit.(USP)

Q.alte by Caiigs |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No, :-
Instrument ID. :-

Analyst :-
Sequence Path :-

Injection Date & Time :-

Ramithiazide Tablets
Blank Solution

1

Unknown

30.00 pL

11
QbD/LC/COL/128
QbD-INST-HPLC-42
23-11-2018 19:11:38
Swaraj Jadhav

Batch No. :- N/A

AR. No. :- D2404181993
Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-
Processing Method :-

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :- 24-11-2018 12:49:50

Mahesh M Nikam
21-11-2018 15:24:45

Experiment Name:-

Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

HPLC-42_Ramithiazide Tablet_RS_M

Ramithiazide Tablets_RS PR

Robustness Inc pH 2.6 of Buffer

7 HPLC-42_23-Nov-18 Al

Blank Solution #1

UV_VIS_1

1,50,000 -
1,40,000 +

IHAU
1,20,000 -
1,00,000
80,000 -
60,000

40,000 S

20,000 -

04

-15,000 |

0.0

5.0

10.0

T T T T T T T T T T T

15.0 20.0 25.0

Peak Peak

Ret. Time

Area

Area

Asymmetry Plates Manipulated

Resolution

No. Name

ItAU*min

%

(EP/USP) (USP)

(USP)

Swaraj Jadhav

Page No. 4 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_Al1/Sys_suit.(USP)

alty by Cusigy

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Ramithiazide Tablets
Blank Solution

Batch No. :-
AR. No. :-

N/A
D2404181993

Sample Number :- 2 Instrument Method :- HPLC-42_Ramithiazide Tablet RS M
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 21-11-2018 15:24:45

Vial Position :- 1_1 Processing Method :- Ramithiazide Tablets_RS_PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :-24-11-2018 12:49:50
Injection Date & Time :- 23-11-2018 19:42:47 Robustness Inc pH 2.6 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Experiment Name:-

Analyst :-

Sequence Path :-

7 HPLC-42_23-Nov-18_Al
HAU

Blank Solution #2 UV_VIS_1

1,50,000 +
1,40,000 +

1.20,000-:
1,00,000
80,000
so,ooo-:
40.000-3

20,000 4

0 K

-15,000 . r Y Y T T Y T T T v T T T T T T T T ¥ T T T d ¥ v T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0

Resolution
(USP)

Plates

Peak Peak Ret. Time Area Area
i (USP)

No. Name min mAU*min Y

Asymmetry
(EP/USP)

Manipulated

Swaraj Jadhav Page No. 5 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

qbp|

R2alty by Eu:igs;

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-

Ramithiazide Tablets
Standard Solution 1
3

Batch No. :-
AR. No. :-
Instrument Method :-

N/A
D2404181993

HPLC-42_Ramithiazide Tablet RS_M

Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 uL Instrument Method Created On :- 21-11-2018 15:24:45

Vial Position :- 1:2 Processing Method :- Ramithiazide Tablets RS PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
23-11-2018 20:13:58 Robustness Inc pH 2.6 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Injection Date & Time :- Experiment Name:-

Analyst :-

Sequence Path :-

L p o 3 HPLC-42_23-Nov-18_Al Standard Solution 1 #3 UV_VIS_1
T By 1
1,40,000 | WAV
1,20,000
1,00,000
80,000 4
1 &
60,000 &
4 O‘
r &0 Q\\
40,000 - & &
p 'b @6\
S -
o R
20,000 J'\ &
4 I
0] RS : \LL
f min
+15,000 - r 3 T T T T T T T T T T v ¥ T T T T ¥ T T T T ¥ T T T T L 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min 'wAU*min Yo (EP/USP) (USP) (USP)
1 Hydrochlorothiazid: 5.193 4152.844 63.08 1.14 3951 FALSE n.a.
2 Ramipril 16.355 2431.052 36.92 1.01 27872 FALSE 30.90

Swaraj Jadhav Page No. 6 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

:- :

2.l by Coiign

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :- Ramithiazide Tablets Batch No. :- N/A

Sample Name :- Standard Solution 2 AR. No. :- D2404181993

Sample Number :- 4 Instrument Method :- HPLC-42_Ramithiazide Tablet_ RS M
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 21-11-2018 15:24:45

Vial Position :- 1.2 Processing Method :- Ramithiazide Tablets RS_PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID. :- QbD-INST-HPLC-42
Injection Date & Time :- 23-11-2018 20:45:04
Analyst :-

Processing Method Last Updated On :- 24-11-2018 12:49:50
Robustness Inc pH 2.6 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Experiment Name:-

Sequence Path :-

150,000 3 HPLC-42 23-Nov-18 Al Standard Solution 2 #4 UV_VIS_I
1,40,000 ]| AV
1,20,000
1,00,000
80,000
e
"3
60,000 o-a-"‘&
] o
] o a
(3 &
40,000 1 o ,,@Q
K <&
] © o
20,000 - j\ i@
4 I
0 T . Al
] min
-15,000 - r T v T T T T T T T T T T T T T T T T T T T T T T T T T T T A
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min HAU*min %o (EP/USP) (USP) (USP)
1 Hydrochlorothiazidg 5.195 4154.945 63.07 1.14 3930 FALSE n.a.
2 Ramipril 16.355 2432.580 36.93 1.01 27777 FALSE 30.83

Swaraj Jadhav Page No. 7 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_Al1/Sys suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-

Ramithiazide Tablets
Standard Solution 3
5

Unknown

30.00 pL

12
QbD/LC/COL/128

Batch No. :-

AR. No. :-

Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-
Processing Method :-

N/A
D2404181993
HPLC-42_Ramithiazide Tablet_RS_M
Mahesh M Nikam
21-11-2018 15:24:45
Ramithiazide Tablets RS PR

Processing Method Last Updated By :- Swaraj A. Jadhav

Processing Method Last Updated On :-24-11-2018 12:49:50

Injection Date & Time :- 23-11-2018 21:16:13 Robustness Inc pH 2.6 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

Instrument ID, :- QbD-INST-HPLC-42
Experiment Name:-

Analyst :-

Sequence Path :-

1 50.000 - [ HPLC-42_23-Nov-18_Al Standard Solution 3 #5 UV_VIS |
1,40,000 4| *AY
1,20,000 4
1,00,000 4
80,000 4
] &%
"3
60,000 g"‘a’
N
(%)
4 &O i\\
40,000 RS K
] o &
i <
o P
20,000 - j'\ K%
1 I
1| BB s I T
] min
-15,000 4
r 4 b ¥ T H T v v T T T r ¥ T T T T T T " v T J T y ¥ ¥ | E |
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min AU min Yo (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5.195 4160.028 63.30 1.14 3933 FALSE n.a.
2 Ramipril 16.358 2411.660 36.70 1.02 27689 FALSE 30.81

Swaraj Jadhav Page No. 8 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Sample Number :-

Ramithiazide Tablets
Standard Solution 4
6

Batch No. :-
AR. No. :-
Instrument Method :-

N/A
D2404181993

HPLC-42_Ramithiazide Tablet RS_M

Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 21-11-2018 15:24:45

Vial Position :- 12 Processing Method :- Ramithiazide Tablets RS PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID, :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 23-11-2018 21:47:22 Robustness Inc pH 2.6 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

Experiment Name:-

Analyst :-

Sequence Path :-

Jie6 B0 7 HPLC-42 23-Nov-18_Al Standard Solution 4 #6 UV_VIS 1
.50, T,
1,40,000 | HAY
1,20,000
1,00,000
80,000
: &
60,000 &
4 \0\
&
1 &0 &
40,000 FS) R
+ a\ '§
) T
] o &
20,000 - /'\ o
p 1
0] —— LA l‘_|
min
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min A U*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazidg 5.197 4157.492 63.22 1.14 3924 FALSE n.a.
2 Ramipril 16.357 2418.235 36.78 1.03 27675 FALSE 30.78

Swaraj Jadhav Page No. 9 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4,8525

HPLC-42_23-Nov-18_

Al1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Sample Number :-
Sample Type :-
Injection Volume :-

Vial Position :-

Column No. :-
Instrument ID. :-
Injection Date & Time :-

Analyst :-

Sequence Path :-

Ramithiazide Tablets
Standard Solution 5
7

Unknown

30.00 uL

1,2
QbD/LC/COL/128
QbD-INST-HPLC-42
23-11-2018 22:18:31

Swaraj Jadhav

Batch No. :-

AR. No. :-

Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-
Processing Method :-

N/A
02404181993

HPLC-42_Ramithiazide Tablet RS M

Mahesh M Nikam
21-11-2018 15:24:45

Ramithiazide Tablets_RS_PR

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :- 24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

Robustness Inc pH 2.6 of Buffer

210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

350 060 B HPLC-42_23-Nov-18_Al Standard Solution 5 #7 UV_VIS 1
Wi M r
1,40,000 | AV
1,20,000
1,00,000 4
80,000
<4 \be
60,000 A 5
&O
4 &O {\\
40,000 K3 R
4 o ‘b(o
] R &
i o &
20,000 - ' &
1 |
U: S ! : \LLI
] min
-15,000 ! . - —————— ; 3
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min (mAU*min %o (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5.195 4159.978 63.15 1.14 3920 FALSE na
2 Ramipril 16.360 2427938 36.85 1.02 27555 FALSE 30.75
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys suit.(USP

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Ramithiazide Tablets
Standard Solution 6

Batch No. :-
AR. No. :-

N/A
D2404181993

Sample Number :- 8 Instrument Method :- HPLC-42_Ramithiazide Tablet RS _M
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 21-11-2018 15:24:45

Vial Position ;- 112 Processing Method :- Ramithiazide Tablets_RS_PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID, ;- QbD-INST-HPLC-42
Injection Date & Time :- 23-11-2018 22:49:4]
Analyst :-

Processing Method Last Updated On :- 24-11-2018 12:49:50
Robustness Inc pH 2.6 of Buffer
Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42_23-Nov-18_Al seq

Experiment Name:-
Swaraj Jadhav
Sequence Path :-

150.000 - & HPLC-42_ 23-Nov-18_Al Standard Solution 6 #8 UV_VIS_|
50, o[ |
1,40,000 4| MAY
1,20,000 4
1,00,000 ]
80,000 A
) &
60,000 &
] OD‘\\"‘
] >
40,000 & &
] Y *
S
] o R
20,000 ['\ K%
I
o} | AW \_LAI‘
j min
-15,000
T T T T T T T T T T T T T T T T T T T T T T T T T L |
L 0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min IrAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazidq 5.197 4155.044 63.07 1.14 3933 FALSE n.a.
2 Ramipril 16.353 2433.274 36.93 1.02 27414 FALSE 30.71
Swaraj Jadhav Page No. 11 of 32 Printed Time 26-Nov-2018 14-12 Electronically signed document Satish Dodtale




Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-

Analyst :-
Sequence Path :-

Injection Date & Time :-

Ramithiazide Tablets
Blank Solution

9

Unknown

30.00 pL

1
QbD/LC/COL/128
QbD-INST-HPLC-42
23-11-2018 23:20:51

Swaraj Jadhav

Batch No. :- N/A

AR. No. :- D2404181993
Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-
Processing Method :-

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :- 24-11-2018 12:49:50

Mahesh M Nikam
21-11-2018 15:24:45

Experiment Name:-

Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

HPLC-42_Ramithiazide Tablet RS_M

Ramithiazide Tablets_RS_PR

Robustness Inc pH 2.6 of Buffer

1.50.000 - 7 HPLC-42_23-Nov-18_Al Blank Solution #9 UV_VIS_1
i 1]
1,40,000 | MAY
1,20,000
1,00,000
80,000
60,000 4
40,000 -
20,000 4
04
j min
-15,000
r T T T T T T 3 T T T v T T =531
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min AU*min %o (EP/USP) (USP) (USP)

Swaraj Jadhav
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-
Injection Date & Time :-
Analyst :-
Sequence Path :-

Ramithiazide Tablets
Sample Solution

10

Unknown

30.00 pL

1.3
QbD/LC/COL/128
QbD-INST-HPLC-42
23-11-2018 23:52:00
Swaraj Jadhav

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

Batch No. :-

AR. No. :-

Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-
Processing Method :-

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :-24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

GP180301
D2404181993
HPLC-42_Ramithiazide Tablet RS M
Mahesh M Nikam
21-11-2018 15:24:45
Ramithiazide Tablets_RS_PR

Robustness Inc pH 2.6 of Buffer
210 nm

1.565 - 3 HPLC-42_23-Nov-18_Al Sample Solution #10 UV_VIS_1
; T, >
1.45 ]| HAY & &
4 ‘o‘(‘\ Q—’b
| &° &
1.2e5 & $ a2
QQ\* @Q&\
1.0e5 4 ,,;a°\
P I‘»h-
8.0e4 4
6.0e4
4.0e4 ] '
g S & \){JC\ U
| <*® & ® &
2.0e4 ¥ N © S
: \:] & h?s, \..f: N
1 o “‘_'o N Q- .b?a
] i i w L
0.0e0 . T i e |
] min
-1.5e4 - r T T T T T =
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min AU*min Yo (EP/USP) (USP) (USP)
1 Unknown 3.798 109.613 0.01 1.02 2631 FALSE n.a.
2 Placebo 4.663 6712.972 0.39 0.89 2767 FALSE 2.66
3 Hydrochlorothiazid: 5.200 983127.310 56.99 1.23 2114 FALSE 1.33
4 Unknown 7.915 252.183 0.01 0.85 2976 FALSE 5.26
5 Unknown 10.655 255.362 0.01 1.12 5209 FALSE 4.68
6 Impurity E 14.480 429.737 0.02 1.03 39232 FALSE 8.66
7 Ramipril 16.180 691507.663 40.09 1.42 13882 FALSE 4.04
8 Unknown 18.125 539.292 0.03 1.34 23092 FALSE 3.79
9 Unknown 18.920 346.487 0.02 1.06 28751 FALSE 1.72
10 Impurity D 24.390 41714.920 2.42 1.13 16774 FALSE 9.12
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP’

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-

Analyst :-
Sequence Path :-

Injection Date & Time :-

Ramithiazide Tablets
Blank Solution

11

Unknown

30.00 pL.

144l
QbD/LC/COL/128
QbD-INST-HPLC-42
24-11-2018 00:23:08

Swaraj Jadhav

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Batch No. :- N/A

AR. No. :- D2404181993

Instrument Method :- HPLC-42_Ramithiazide Tablet_ RS M
Instrument Method Created By :- Mahesh M Nikam

Instrument Method Created On :- 21-11-2018 15:24:45

Processing Method :- Ramithiazide Tablets_RS_PR
Processing Method Last Updated By :- Swaraj A. Jadhav

Processing Method Last Updated On :- 24-11-2018 12:49:50

Robustness Inc pH 2.6 of Buffer

210 nm

Experiment Name:-
Wavelength:-

1.50.000 & HPLC-42 23-Nov-18_Al Blank Solution #11 UV_VIS_1
Tl G
1,40,000 4| AV
1,20,000 4
1,00,000
80,000
60,000
40,000
20,000 4
1 | e S
d min
-15,000 4
T T T T T T T T T T T T T T ™ T T —
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min A U*min % (EP/USP) (USP) (USP)

Swaraj Jadhav
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Bracketing Standard Solution AR. No. :- D2404181993
Sample Number :- 12 Instrument Method :- HPLC-42_Ramithiazide Tablet_ RS M
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 uL Instrument Method Created On :- 21-11-2018 15:24:45
Vial Position :- 1:2 Processing Method :- Ramithiazide Tablets RS PR
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 00:54:16 Experiment Name:- Robustness Inc pH 2.6 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq
1.50.000 3 HPLC-42_23-Nov-18_Al Bracketing Standard Solution #12 UV_VIS 1
i W
1,40,000 ]| MAY
1,20,000
1,00,000 1
80,000
&
60,000 - o&"#
4 v\oﬂ
] &oc' &
40,000 + & \“‘\Q
| & e
] o o
20,000 - j'\ S
I
0 —_— L T
j min
-1 5'000 r T T T T T T T T T T T T T T T T T T T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min PAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5.195 4152.590 63.11 1.14 3882 FALSE n.a.
2 Ramipril 16.347 2427.447 36.89 1.02 27132 FALSE 30.53
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

Q D ‘ QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
. Ir.- by t;i=
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Blank Solution AR. No. :- D2404181993
Sample Number :- 13 Instrument Method :- HPLC-42_Ramithiazide Tablet RS I}
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55
Vial Position :- 1.4 Processing Method :- Ramithiazide Tablets_RS_PR2
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 26-11-2018 14:07:36
Injection Date & Time :- 24-11-2018 01:25:25 Experiment Name:- Robustness Dec pH 2.4 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq
A 7 HPLC-42_23-Nov-18 Al Blank Solution #13 UV_VIS_1
411
1,40,000 4 Ad
1,20,000 4
1,00,000 -
80,000
60,000 4
40,000 4
20,000 A
gl e
] min
=1 5‘000 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Peak Ret. Time Area Arca | Asymmetry Plates Manipulated Resolution
No. Name min LA U*min % (EP/USP) (USP) (USP)
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_Al/Processing Method

3lty by Cwiiga |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Processing Method

Processing Method Name :
Processing Method Path :
Processing Method Created By :
Processing Method Created On :

Ramithiazide Tablets RS PRI

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42_23-Nov-18_A1l.seq

Swaraj A. Jadhav
23-11-2018 13:59:59

Processing Method Last Updated By :
Processing Method Last Updated On :

Swaraj A. Jadhav
24-11-2018 12:49:50

Detection Alogrithm Chromeleon 6 Version 4
Detection Parameter
Ret. Time Param. Name Param. Value Inj. Type Channel
min
0.000 Minimum Area 60.0000 [Signal*min] Any All Channels
0.000 Valley To Valley On Any All Channels
0.000 Minimum Width 0.600 [min] Any All Channels
0.000 Minimum Height 200.000 [Signal] Any All Channels
3.500 Minimum Width 0.000 [min] Any All Channels
5.000 Minimum Width 0.250 [min] Any All Channels
5.000 Minimum Height 0.000 [Signal] Any All Channels
5.500 Minimum Width 0.000 [min] Any All Channels
7.500 Peak Slice 0.80 [s] Any All Channels
8.500 Peak Slice 0.05 [s] Any All Channels
10.500 Peak Slice 2.00 [s] Any All Channels
11.188 Minimum Height 10000.000 [Signal] Any All Channels
13.500 Minimum Height 0.000 [Signal] Any All Channels
14.712 Minimum Height 1200.000 [Signal | Any All Channels
18.800 Tailing Sensitivity Factor 1.000 Any All Channels
19.207 Tailing Sensitivity Factor Off Any All Channels
26.000 Maximum Width 0.200 [min] Any All Channels
Peak Table
No. Peak Name Ret. Time

1 Unknown 3.800

2 Placebo 4.647

3 Hydrochlorothiazide 5.170

4 Unknown 7.867

5 Unknown 10.533

6 Placebo 11.197

7 Impurity E 14.463

8 Impurity A 14915

9 Ramipril 16.270

10 Unknown 18.045

11 Unknown 18.832

12 Impurity D 24.213

Swaraj Jadhav
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Processing Method

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Processing Method
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

&1}

Q.alte by Cesign

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Ramithiazide Tablets
Blank Solution

Batch No. :-
AR. No. :-

N/A
D2404181993

Sample Number :- 14 Instrument Method :- HPLC-42_Ramithiazide Tablet RS [}
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55

Vial Position :- 191 Processing Method :- Ramithiazide Tablets_RS_PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID. :- QbD-INST-HPLC-42
Injection Date & Time :- 24-11-2018 01:56:33
Analyst :-

Processing Method Last Updated On :- 24-11-2018 12:49:50

Robustness Dec pH 2.4 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Experiment Name:-

Sequence Path :-

7 HPLC-42_23-Nov-18_Al
AU

Blank Solution #14 UV_VIS_1

1,50,000 -
1,40,000

1,20,000
1,00.000-:
80,000
so,ooo-f
40,000-.:

20,000 4

04 AL
min

15,000 J
—— —_————————— ————
0.0 5.0 10.0 15.0 20.0 25.0 30.0

Peak Peak Ret. Time Area Area
No. Name min _AU*min Yo

Resolution
(USP)

Plates
(USP)

Asymmetry Manipulated

(EP/USP)
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

|

‘ T ‘ QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
@ty by Ceiign |
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Blank Solution AR. No. :- D2404181993
Sample Number :- 15 Instrument Method :- HPLC-42_Ramithiazide Tablet_RS_[J
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55
Vial Position :- 1.1 Processing Method :- Ramithiazide Tablets RS PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 02:27:40 Experiment Name:- Robustness Dec pH 2.4 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

[ .

1,50,000 - 2 HPLC-42 23-Nov-18_Al Blank Solution #15 UV_VIS 1
1,40,000 | AU
1,20,000 4
1,00,000 ]

80,000

60,000

40,000 4

20,000 ]

o] e
j min
-15.000 r . ¥ T ¥ T ¥ v T T T Y T T T T ¥ T T T T M T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T

Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min __pAU*min Y (EP/USP) (USP) (USP)
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_Al/Sys_suit.(USP)

D)

Qualty by Ceiigr |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Ramithiazide Tablets
Standard Solution |

Product Name :-
Sample Name :-

Sample Number :- 16

Sample Type :- Unknown
Injection Volume :- 30.00 pL.

Vial Position :- b2

Column No. :- QbD/LC/COL/128

Instrument ID. :- QbD-INST-HPLC-42
24-11-2018 02:58:48

Swaraj Jadhav

Injection Date & Time :-
Analyst :-
Sequence Path :-

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPL.C-42 23-Nov-18 Al .5€q

N/A

D2404181993
HPLC-42_Ramithiazide Tablet_RS_IJ
Mahesh M Nikam

Batch No. :-

AR. No. :-

Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :- 23-11-2018 13:51:55
Processing Method :- Ramithiazide Tablets_ RS PRI
Processing Method Last Updated By :- Swaraj A. Jadhav

Processing Method Last Updated On :-24-11-2018 12:49:50
Robustness Dec pH 2.4 of Buffer
210 nm

Experiment Name:-

Wavelength:-

= T ESNE :
1.50,000 - ? HPLC-42_23-Nov-18 Al Standard Solution 1 #16 UV_VIS_1
1,40,000 | AY
1,20,000 4
1,00,000
80,000 -
ol
60,000 &
4 0"
] o“'&
1 oy D
40,000 & &
] © 8
4 ")' ‘{.\“
20,000 A K
]
0] Lt . ﬁ_LA]_
min
-1 5'000 J r T T T T T T ¥ T T T T T T v L |
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name : min InAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5.170 4143.884 62.85 1.15 3859 FALSE nia
2 Ramipril 16.270 2448.932 37.15 1.02 24778 FALSE 29.74

Swaraj Jadhav
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

}JD QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
ity by ;a
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Standard Solution 2 AR. No. :- D2404181993
Sample Number :- 17 Instrument Method :- HPLC-42_Ramithiazide Tablet RS I}
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 uL. Instrument Method Created On :- 23-11-2018 13:51:55
Vial Position :- 1:2 Processing Method :- Ramithiazide Tablets RS PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 03:29:59 Experiment Name:- Robustness Dec pH 2.4 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq
N ] HPLC-42_23-Nov-18_Al Standard Solution 2 #17 UV_VIS_ 1
1,40,000 ]| *AY
1,20,000
1,00,000
80,000
1 @
] &
60,000 o
4 \0‘
4 00‘\
40,000 & &
] A Q_fo“
] 9 P
20,000 - A R
1
0] ki . il_lkﬁ
J min
-1 5’000 r T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min IAU*min Yo (EP/USP) (USP) (USP)’
1 Hydrochlorothiazid 5.173 4150.561 62.82 1.15 3877 FALSE n.a.
2 Ramipril 16.278 2456.892 37.18 1.01 24561 FALSE 29.70
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit (USP)

QbD

Q_-alty by Cuiign |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-

Ramithiazide Tablets
Standard Solution 3
18

Batch No, :-
AR. No. :-
Instrument Method :-

N/A
D2404181993

HPLC-42_Ramithiazide Tablet RS_[J

Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pLL Instrument Method Created On :- 23-11-2018 13:51:55

Vial Position :- 1.2 Processing Method :- Ramithiazide Tablets_ RS PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID, :- QbD-INST-HPLC-42
Injection Date & Time :- 24-11-2018 04:01:06
Analyst :-

Processing Method Last Updated On :- 24-11-2018 12:49:50
Robustness Dec pH 2.4 of Buffer
Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

Experiment Name:-
Swaraj Jadhav
Sequence Path :-

1.50.000 7 HPLC-42_23-Nov-18_Al Standard Solution 3 #18 Uv_ViIS 1
i i
1,40,000 | MAY
1,20,000 -
1,00,000 A
80,000 4
] b
60,000 &
4 0‘
] 06&
40,000 - Qs,"" o
1 iy &
] o9 &
20,000 ] j\ ¥
]
0] AR : ﬁ_LA]_
min
-15,000 j
—_———— — T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret, Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min A U*min Yo (EP/USP) (USP) (USP)
1 Hydrochlorothiazid. 5.193 4150.489 62.85 1:15 3851 FALSE n.a.
2 Ramipril 16.280 2453.597 37.15 1.01 24543 FALSE 29.65

Swaraj Jadhav Page No. 23 of 32 Printed Time 26-Nov-2018 14:12 Electronically signed document Satish Dodtale



Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-

Instrument ID. :-
Injection Date & Time :-
Analyst :-

Sequence Path :-

Ramithiazide Tablets
Standard Solution 4
19

QbD-INST-HPLC-42
24-11-2018 04:32:15

Swaraj Jadhav

Batch No. :-
AR. No. :-
Instrument Method :-

N/A
D2404181993

HPLC-42_Ramithiazide Tablet_RS_IJ

Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55

Vial Position :- 1.2 Processing Method :- Ramithiazide Tablets_RS_PR1
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Processing Method Last Updated On :-24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

Robustness Dec pH 2.4 of Buffer

210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

1.50.000 - 'j HPLC-42_23-Nov-18_Al Standard Solution 4 #19 UV_VIS_1
50,000 9~
1,40,000 | HAY
1,20,000 -
1,00,000 4
80,000
i @
] &
60,000 - &
’ \0\
4 0('}\
40,000 & &\Q“\
] %;\“-‘ “Q-‘*’
20,000 j\ o7
1
0] ki . ‘—IA‘I_
] min
-15,000 4
r T T T T v T a2
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min wAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5193 4139.976 62.92 1.15 3842 FALSE n.a.
2 Ramipril 16.280 2439.340 37.08 1.02 24542 FALSE 29.64
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name ;- Standard Solution 5 AR. No. :- D2404181993
Sample Number :- 20 Instrument Method :- HPLC-42_Ramithiazide Tablet RS I
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55
Vial Position :- 12 Processing Method :- Ramithiazide Tablets RS_PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :-24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 05:03:26 Experiment Name:- Robustness Dec pH 2.4 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq
11501000, 3 HPLC-42_23-Nov-18 Al Standard Solution 5 #20 UV_VIS 1
1,40,000 ][ PAY
1,20,000 -
1,00,000
80,000 -
] it
60,000 - &
4 \d‘
e
40,000 - & &
] & &
K <«
] o &
20,000 + J*\ o
|
. . .\
1 min
-15,000 r T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Peak Ret. Time Area Area [ Asymmetry Plates Manipulated Resolution
No. Name min ILAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazid 5175 4140.506 62.92 LS 3847 FALSE n.a.
2 Ramipril 16.277 2440.273 37.08 1.02 24455 FALSE 29.60
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Chromeleon 7.2.4.8525

HPLC-42 _23-Nov-18_Al/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Sample Number :-

Instrument ID., :-
Injection Date & Time :-
Analyst :-

Sequence Path :-

21

QbD-INST-HPLC-42
24-11-2018 05:34:31

Swaraj Jadhav

Instrument Method :-

Q.alty by Cesign
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Standard Solution 6 AR. No. :- D2404181993

HPLC-42_Ramithiazide Tablet RS D)

Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55

Vial Position :- 1.2 Processing Method :- Ramithiazide Tablets_RS_PR1
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Processing Method Last Updated On :- 24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

Robustness Dec pH 2.4 of Buffer
210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .5eq

EGiOHD 5 HPLC-42_23-Nov-1 8 Al Standard Solution 6 #21 UV_VIS_1
FaF R e
1,40,000 | WAV
1,20,000
1,00,000 4
80,000
y >
60,000 - e
4 \0‘
1 &
i &0 A
40,000 & &
] i <®
] % &
20,000 4 j\ K3
|
0- o ; \LA]_
i min
-15,000 L , . - , ————
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min 'MAU*min % (EP/USP) (USP) (USP)
1 Hydrochlorothiazid, 5172 4141.728 62.81 1.15 3834 FALSE n.a.
2 Ramipril 16.280 2452.475 37.19 1.02 24362 FALSE 29.57.
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

Qxalty by Cesign |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name ;-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-
Injection Date & Time :-
Analyst :-
Sequence Path :-

Ramithiazide Tablets
Blank Solution

22

Unknown

30.00 pL

1 51
QbD/LC/COL/128
QbD-INST-HPLC-42
24-11-2018 06:05:40

Swaraj Jadhav

Batch No. :- N/A

AR. No. :- 02404181993

Instrument Method :- HPLC-42_Ramithiazide Tablet RS [
Instrument Method Created By :- Mahesh M Nikam

Instrument Method Created On :- 23-11-2018 13:51:55

Processing Method :- Ramithiazide Tablets_RS_PR1

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :-24-11-2018 12:49:50

Experiment Name:- Robustness Dec pH 2.4 of Buffer

Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al .seq

1,50,000

1,20,000

1,00,000

60,000

40,000

20,000

1,40,000 4

80,000

0

15,000

7 HPLC-42_23-Nov-18_Al

Blank Solution #22 UV_VIS_1

HAU

min

Ll
0.0

SRR T

R . L AR R T

—
30.0

Peak

Peak

Ret. Time Area

Area | Asymmetry Plates Manipulated

Resolution

No.

Name

min A U*min

Yo (EP/USP) (USP)

(USP)
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Chromeleon 7.2.4.8525

Q.alte by Cori

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

i3 |

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-
Injection Date & Time :-
Analyst :-
Sequence Path :-

Ramithiazide Tablets
Sample Solution

23

Unknown

30.00 uL

153
QbD/LC/COL/128
QbD-INST-HPLC-42
24-11-2018 06:36:48

Swaraj Jadhav

Batch No. :-
AR. No. :-
Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-

Processing Method :-

GP180301
D2404181993

HPLC-42_Ramithiazide Tablet_RS_DD

Mahesh M Nikam
23-11-2018 13:51:55

Ramithiazide Tablets RS PRI

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :- 24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

Robustness Dec pH 2.4 of Buffer

210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

{566 ] HPLC-42_23-Nov-18_Al Sample Solution #23 UV_VIS 1
i il &
1.4e5 - AU @i)bo «@“Q‘\
] & &
] ,&0‘ .{3’
1.2e5 e N3 Q
& &
e‘\ 8
4 '\" \@Q
N
1.0e5 q K
a]
-4 Irb
8.0e4 4
6.0e4 -
4.0e4
2.0e4 ]
0.0e0 T
] min
-1.5e4 :
r T T T T )
0.0 5.0 10.0 15.0 20.0 25.0 30.0
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min ipAU*min Yo (EP/USP) (USP) (USP)
1 Unknown 3.788 100.110 0.01 0.99 2544 FALSE n.a.
2 Placebo 4.647 6854.846 0.39 0.87 2758 FALSE 2.62
3 Hydrochlorothiazid. 5.175 987771.490 56.72 1.26 2066 FALSE 1.31
4 Unknown 7.867 182.150 0.01 0.96 5239 FALSE 6.05
5 Unknown 10.533 262.802 0.02 1.16 6046 FALSE 5.46
6 Impurity E 14.433 436.411 0.03 1.04 36871 FALSE 9.26
7 Ramipril 16.113 702976.744 40.37 1.38 13211 FALSE 3.90
8 Unknown 18.045 462.374 0.03 1.32 25140 FALSE 3.80
9 Unknown 18.832 390.607 0.02 1.08 25583 FALSE 1.70
10 Impurity D 24.213 41982.260 2.41 1.18 16247 FALSE 8.75
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-

Ramithiazide Tablets
Blank Solution

Batch No. :-
AR. No. :-

N/A
D2404181993

Sample Number :- 24 Instrument Method :- HPLC-42_Ramithiazide Tablet_ RS_DJ
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam

Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55

Vial Position :- 1] Processing Method :- Ramithiazide Tablets_RS_PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav

Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 07:07:56 Robustness Dec pH 2.4 of Buffer
Swaraj Jadhav Wavelength:- 210 nm

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al seq

Experiment Name:-
Analyst :-
Sequence Path :-

17 HPLC-42 23-Nov-18_Al
HAU

Blank Solution #24 UV_VIS_1

1,50,000 -
1,40,000

1,20,000
1,00,000-3
ao,ooo-f
60.000-_:
40,000-:

20,000

o] N

=1 5’000 -. f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0

Peak Peak Ret. Time Area Area | Asymmetry Plates
No. Name min MAU*min %o

Manipulated Resolution
(EP/USP) (USP) (USP)
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

O hD QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.
S |
Qalty by Caiigt
Product Name :- Ramithiazide Tablets Batch No. :- N/A
Sample Name :- Bracketing Standard Solution AR. No. :- D2404181993
Sample Number :- 25 Instrument Method :- HPLC-42_Ramithiazide Tablet RS [
Sample Type :- Unknown Instrument Method Created By :- Mahesh M Nikam
Injection Volume :- 30.00 pL Instrument Method Created On :- 23-11-2018 13:51:55
Vial Position :- 1.2 Processing Method :- Ramithiazide Tablets RS PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 07:39:05 Experiment Name:- Robustness Dec pH 2.4 of Buffer
Analyst :- Swaraj Jadhav Wavelength:- 210 nm
Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq
1.50.000 13 HPLC-42_23-Nov-18_Al Bracketing Standard Solution #25 UV_VIS_1
i A D
1,40,000 4| #AY
1,20,000 4
1,00,000 ]
80,000 4
| &
60,000 &
4 (}0‘
s~ &
40,000 - ¥ &
] o
o A&
20,000 - ] Nq,t»
] j\ ;
0] T | \_LA'_
j min
-15,000 T T T i T - ¥ T v T T T T T T v T T T T T T T L T 4 T T ¥ 1
0.0 5.0 10.0 15.0 20.0 25.0 30.0
T
Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min RAU*min %o (EP/USP) (USP) (USP)
1 Hydrochlorothiazidg 3.177 4135.650 62.94 1.15 3831 FALSE n.a.
2 Ramipril 16.278 2435.348 37.06 1.03 24272 FALSE 29.51
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Chromeleon 7.2.4.8525 HPLC-42_23-Nov-18_Al/Sys_suit.(USP)

QLB Nl QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

= ..

Product Name :- metod created Batch No. :- N/A

Sample Name :- Wash AR. No. :- N/A

Sample Number :- 26 Instrument Method :- Wash method _HPLC 42
Sample Type :- Unknown Instrument Method Created By :- Ravi R Birajdar
Injection Volume :- 30.00 pL Instrument Method Created On :- 29-04-2017 12:40:44
Vial Position :- 11 Processing Method :- Ramithiazide Tablets RS PRI
Column No. :- QbD/LC/COL/128 Processing Method Last Updated By :- Swaraj A. Jadhav
Instrument ID. :- QbD-INST-HPLC-42 Processing Method Last Updated On :- 24-11-2018 12:49:50
Injection Date & Time :- 24-11-2018 08:09:52 Experiment Name:- N/A

Analyst :- Swaraj Jadhav Wavelength:- 210 nm

Sequence Path :- Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18_Al seq

Channel UV_VIS_1 is not available for injection #26 - Wash.

Peak Peak Ret. Time Area Area | Asymmetry Plates Manipulated Resolution
No. Name min n.a. Yo (EP/USP) (USP) (USP)
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Chromeleon 7.2.4.8525

HPLC-42_23-Nov-18_A1/Sys_suit.(USP)

QBD RESEARCH AND DEVELOPMENT LAB PVT. LTD.

Product Name :-
Sample Name :-
Sample Number :-
Sample Type :-
Injection Volume :-
Vial Position :-
Column No. :-
Instrument ID. :-

Injection Date & Time :-

Analyst :-
Sequence Path :-

metod created

Shut

27

Unknown

30.00 uL

161
QbD/LC/COL/128
QbD-INST-HPLC-42
24-11-2018 09:10:26

Swaraj Jadhav

Method Validation\Generic Healthcare\Ramithiazide Tablet\Related Substances\HPLC-42 23-Nov-18 Al.seq

Batch No. :-
AR. No. :-
Instrument Method :-

Instrument Method Created By :-
Instrument Method Created On :-

Processing Method :-

Processing Method Last Updated By :- Swaraj A. Jadhav
Processing Method Last Updated On :- 24-11-2018 12:49:50

Experiment Name:-

Wavelength:-

N/A

N/A

Shut method _HPLC 42

Ravi R Birajdar

16-03-2017 12:39:53
Ramithiazide Tablets RS PRI

N/A
210 nm

Channel UV_VIS_1 is not available for injection #27 - Shut.

Peak Peak

Area

Area

Asymmetry

Plates

Manipulated Resolution

No. Name

Ret. Time
min

1.4.

Yo

(EP/USP)

(USP)

(USP)
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