DISSOLUTION METHOD VALIDATION

Product name :

Ramithiazide Tablets 10mg/25mg

Lable claim (mg) :|25 Analysis Date: 11-Jun-17
Content :|Hydrochlorothiazide
B. No. :[GP170403
Parameter :|Flow Rate Decrease
LNB No./Pg. No.:|421/009
Dissolution Medium:|0.1N HC1
i Name of Standard | Standard Purity(%) Standard Wt (mg) Dilution Details | Conc (ppm) |
| Hydrochlorothiazide | 99.9 30.0 250 mL; 6 mL -> 25 mL | 14.4 |
Sr.No. RT Area
1 2.340 17566.916
2 2.340 17761.238
3 2.340 17812.386
4 2.340 17708.996
5 2.340 17830.016
Bkt Std 2.340 17844.272
Average 2340 17753.971
SD 0.000 104.32
%RSD 0.00 0.59
System Suitability Results
% RSD of Area 0.59 NMT 2.0%
Tailing Factor 1.31 NMT 2.0%
Theoretical Plates 6038 NLT 2000
[ Test Solution : | 1 capsule in 7500 [mL with Disso media ]
Sample No. Capsule Weight (mg) Area of Sample % Release
1 201.2 20785.953 1011
2 200.4 21534.941 104.7
3 195.8 21259.473 103.4
4 199.2 20955.135 101.9
5 193.6 20459.248 99.5
6 194.5 20623.819 1003
Average 101.8
SD 1.9580
YoRSD 1.92
Done by: f— Checked by:
Date: Date:
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DISSOLUTION METHOD VALIDATION

Product name :

Ramithiazide Tablets 10mg/25mg

Lable claim (mg) :| 10 Analysis Date:
Content : | Ramipril |
B. No. :|GP170403
Parameter :|Flow Rate Decrease
LNB No./Pg. No.:[421/009
Dissolution Medium:[0.1N HCI
Name of Standard | Standard Purity(%) Standard Wt (mg) Dilution Details [ Conc (ppm)
Ramipril | 99.8 252 250 mL; 3 mL -> 25 mL_| 121
Sr.No. RT Area
1 4320 4707 854
2 4320 4723778
3 4320 4770437
4 4320 4727686
S 4320 4773285
Average 4.320 4740.608
SD 0.000 29.50
%RSD 0.00 0.62
stem Suitability Results
% RSD of Area 0.62 NMT 2.0%
Tailing factor 1.18 NMT 2.0%
Theoretical plates 6473 NLT 2000
Test Solution : [ 1 | capsule in | 750.0 |rnL with Disso media
Sample No. Capsule Weight (mg) Area of Sample % Release
1 2012 5210.217 99.5
2 200.4 5289433 101.0
3 195 8 5012.056 95.7
4 1992 5793.806 110.7
5 193.6 5153.679 98.4
6 194.5 5047.462 96.4
Average 100.3
SD 5.4407
%RSD 5.43
Done by: F@’ Checked by:
Date: 1 6”1 ump‘l’) Date:
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DISSOLUTION METHOD VALIDATION

Product name :

Ramithiazide Tablets 10mg/25mg

Lable claim (mg) :

25

Content :

Hydrochlorothiazide

B. No.:

GP170403

Parameter :

Flow Rate Increase

Analysis Date: 11

LNB No./Pg. No.:|421/009
Dissolution Medium:|0.1N HCI
[ NameofStandard [ Standard Purity(%) Standard Wt (mg) Dilution Details | Conc (ppm) |
| Hydrochlorothiazide | 9 30.0 250 mL; 6 mL -> 25 mL | 144 |
Sr.No. RT Area
1 1.920 14409197
2 1.920 14546.271
3 1.920 14573.800
4 1.920 14536.461
5 1.920 14587.097
Average 1.920 14530.565
SD 0.000 70.85
% RSD 0.00 0.49
System Suitability Results
% RSD of Area 0.49 NMT 2.0%
Tailing Factor 1.28 NMT 2.0%
Theoretical Plates 5428 NLT 2000
Test Solution : | 1 | capsule in [ 750.0 | mL with Dissomedia
Sample No. Capsule Weight (m Area of Sample % Release
1 2012 17101.767 101.6
2 200.4 17587.600 104.5
3 195.8 17415.607 103.5
4 199.2 17162.485 101.9
5 193.6 16736.493 994
[ 194.5 16921.581 100.5
Average 101.9
SD 1.8550
Y%RSD 1.82
Done by: (-’-" Checked by:

Date:
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DISSOLUTION METHOD VALIDATION

Product name :

Ramithiazide Tablets 10mg/25mg

Lable claim (mg) :

i0

Content :

Ramipril

B. No. :

GP170403

Parameter :

Flow Rate Increase

LNB No./Pg. No.:

421/009

Dissolution Medium:

0.1IN HC1

Analysis Date:

Name of Standard | Standard Purity(%) Standard Wt (mg) Dilution Details | Conc (ppm)
R il 99 8 25.2 250 mL, 3 mL -> 25 mL_| 121 ]
Sr.No. RT Area
1 3.547 3840.955
2 3.547 3871.573
3 3.550 3890.064
4 3.547 3880312
S 3.547 3896.581
Average 3.548 3875.897
SD 0.001 21.72
%RSD 0.04 0.56
System Suitability Results
% RSD of Area 0.56 NMT 2.0%
Tailing Factor 1.15 NMT 2.0
Theoretical Plates 5983 NLT 2000
Test Solution : | 1 [ capsule in 750.0 [mL with Dissomedia

Sample No. Capsule Weight (mg) Area of Sample % Release
1 2012 4282 835 100.0
2 2004 4337566 101.3
3 195.8 4076.178 95.2
4 199.2 4763.683 1113
5 193.6 4190.655 97.9
6 194.5 4147.267 96.9

Average 100.4
SD 5.7417
%RSD 5.72
Done by: @/" ,\'}-—

Date:

'Cia el

Checked by:
Date:
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details i haa e i e
Injection Name: Blank solution Run Time (min):  10.00
Vial Number: RA1 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 19:43 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
|Chromatogram 2 TR : T e : o ]
! 3 o 11-Jun-17 HPLC-67 #5 Blank solution UV_VIS_1 WVL:210 nm
1| pAU

2,50,000 ]
|2,00,000
1,50,000 ]
;1,00,000 b

50,000 ]

Ao e

‘30.000-‘. e e — ;

0.0 1.0 2.0 3.0 4.0 5.0 8.0 9.0
Integration Results s : =
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area

min pAU*min %
Total:

LA
B> %(F. o
A< - chromeleon (c) Dionex

\
DefaulV/Integration Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67

Sequence:11-Jun-17 HPLC-67

Page 10f 1

esearch &’Deve’lgpenjent _Pv.t;Ltd

Injection Details

; Run Time (min):

10.00

Injection Name: Standard solution 1_1

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: uUv_Vvis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000

Injection Date/Time: 11-Jun-17 19:54 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ]

o3 = ; :
[3‘00‘000 _ 2 11-Jun-17 HPLC-67 #6 Standard solution 1_ 1 UV_VIS_1 WVL:210 nm
; 1| HAU

fz,so,ooo .

1 1 - Hydrochlorothiazide - 2.110

|2,00,000 4

| _

11,50,000
i ]

1,00,000 ﬁ
| 50,000
| 1 1 2 - Ramipril - 3.900
0_‘ j\/‘\ ! A |A s
| 1 min
! _30‘000.“'_' T T T ¥ v T T v x T b g T » . ” T g T T T T T T Tt
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Integration Results e g : h

No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area

min pAU*min %

1 Hydrochlorothiazid 2110 15961.064 5413 116.2 78.89

2 Ramipril 3.900 4272.241 6092 655.0 201

Total:

\

% o A

Default/Integration

{5 o

By
F‘YChromeleon (c) Dionex

Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10f 1

Injection Details

Injection Name: Standard solution 1_ 2 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 20:06 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 2 11-Jun-17 HPLC-67 #7 Standard solution 1_ 2 UV_VIS_1 WVL:210 nm
1| AU
2,50,000 ]
| 1 - Hydrochlorothiazide - 2.110
2,00,000 4
1
1,50,000
1,00,000
50,000
E | 2 - Ramipril - 3.900
04 /\]\’\ J l 1 ]k —
] min
-30,000 - r ¥ > T T L ¥ T v " x T T T 4 T L T v T ¥ T v T T T T T T T T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results e o o
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %
1 Hydrochlorothiazid 2.110 15804.359 5462 131 124.8 78.90
2 Ramipril 3.900 4225.293 6084 1.13 555.1 21.10
Total:

Cher™

Default/Integration

SRTY
ﬁ/ {r\,Chmmeleon (c) Dionex
Cm'\" Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1 of 1

Injection Details e o B L
Injection Name: Standard solution 1_ 3 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 20:18 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight: _1.0000
[Chromatogram -
'30 0’ aaE % 11-Jun-17 HPLC-67 #8 Standard solution 1_3 UV_VIS_1 WVL:210 nm
B | Y-\
2,50,000 ]
4
1 1 1 - Hydrochlorothiazide - 2.110
|2,00,000
1,50,000 A
1,00,000 ]
50‘000-_
1 1 2 - Ramipril - 3.897
0 4}\/‘\_J | 1 :
| min
-30,000 - r T T T T T T T T T T T T T T H T T T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0
Integration Results ; RS : i
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazid 2.110 15949.549 5479 1.31 132.4 78.98
2 Ramipril 31897 4245.073 6094 115 543.7 21.02
Total:

&Y %ld

Default/Integra ion

E\;f‘cc\u

o

Chromeleon (c) Dionex

Y~ Version7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research & Developem

tPvt.ltd.

Injection Details

Run Timé m(fnin):

10.00

Injection Name: Standard solutio'n' 1_4 J
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_ViIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 20:29 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
.[3‘ 00,000 — 11-Jun-17 HPLC-67 #9 Standard solution 1_ 4 UV_VIS_1 WVL:210 nm
‘ 1| AU
2,50,000 ]
1 - Hydrochlorothiazide - 2.110
2,00,000
1,50,000 A
1,00,000 ]
| 50,000
1 1 2 - Ramipril - 3.897
0__ /\]\’\ J I 1 I
1 min
—30‘000 3 r X b N T = e T ¥ T T T T T M T T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results ] . : Z :
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min yAU*min %
1 Hydrochlorothiazid 2.110 16012.887 5493 1.29 138.3 78.90
2 Ramipril 3.897 4281.227 6143 1.14 1575 21.10
Total:

A2

Default/Integration

S

%f\'ﬁ Chromeleon (c) Dionex

G Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

QbD Research & Developement Pvt.ltd.

Injection Details : . i ol : G

Injection Name: Standard solution 1_5 Run Time (min):  10.00

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor: ~ 1.0000

Injection Date/Time: 11-Jun-17 20:41 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000

[Chromatogram

3.00,000 - 2 11-Jun-17 HPLC-67 #10 Standard solution 1_5 UV_VIS_1 WVL:210 nm

4| AU
2,50,000 ]
i 1 - Hydrochlorothiazide - 2.110
2,00,000
{1,50,000 -
\
|
‘1,00,000 g
1
50,000 A
| 1 J 12 - Ramipril - 3.897
! 0__ j\/\\ | | j\ —
J ] min
‘ -30,000 - r T v v T T T T T . ¥ T T T T g T T 1 L T S g T i ¥ 4 T T ¥ T r d v T T
| 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results . . - e il , ;
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %

1 Hydrochlorothiazid 2410 = - 15850.270 5547 ) 139.8 78.94
2 Ramipril 3.897 4229.499 6131 1.14 562.3 21.06
Total:

W \""m(
\(‘/g" ( 9 Chromeleon (c) Dionex
Default/Integration \ Version 7.2.4.8525
%%AY
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

~ QbD Research & Developement Pvt.Ltd. i
Injection Detail L L il . i
Injection Name: Sample solution 1_1 Run Time (min):  10.00
Vial Number: RA3 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: ~ 1.0000
Injection Date/Time: 11-Jun-17 20:53 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram = 7
3.00,000 7 11-Jun-17 HPLC-67 #11 Sample solution 1_ 1 UV_VIS_1 WVL:210 nm
1| pAU
2,50,000 ] 1 - Hydrochlorothiazide - 2.113
2,00,000 A
‘ |
\
1,50,000 ]
1,00,000 -
50,000 ]
] 1 2 - Ramipril - 3.900
0; 4/\/\’\_|J . | i :
1 min
-30,000 - | o T T T T T T J T T T T T T T x T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0
Integration Results i i i ; A
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazid 213 18811.421 4886 1.24 204.5 79.97
2 Ramipril 3.900 4710.447 6070 1515 325.8 20.03
Total:

QA/\N"%

'

Default/Integratio

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1 of 1

rch & Developement Pvt

Injection Details . Gl

Injection Name: Sample solution 1_ 2 Run Time (min):  10.00

Vial Number: RA4 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000

Injection Date/Time: 11-Jun-17 21:05 Sample Weight: 1.0000

User Name: Avinash Patil Sample Weight: _ 1.0000
[Chromatogram ]
3.00,000 - 2 11-Jun-17 HPLC-67 #12 Sample solution 1_ 2 UV_VIS_1 WVL:210 nm
\ pAU
|

2,50,000 - 1 - Hydrochlorothiazide - 2.110

2,00,000 ]

1,50,000 -
11,00,000 4

50,000 ] e
1 2 - Ramipril - 3.900
D—- 4/\/\'\ | : | 4/\ T
J min
-30’000 g r & T T T T ¥ " T z ¥ T T ¥ T T 3 . T T T T v
0.0 1.0 2.0 3.0 4.0 5.0 8.0
Integration Results ~ . .
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) | SIN Rel Area
min pAU*min i Y%

1 Hydrochlorothiazid 2.110 19314.615 4844 1.30 S 12288 80.21

2 Ramipril 3.900 4766.643 6082 1.14 PHIIR89i9 19.79
Total:

meleon (c) Dionex
1 Version 7.2.4.8525

(%/Qw\(ﬁ/ (@k ch

L
Xkt

Default/Integration



Instrument:QbD-INST-HPLC-67

Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research & Developeme

Injection Details

Injection Name: Sample solution 1_ 3 Run Time (min):  10.00
Vial Number: RA5 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 21:16 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
3.00,000 - % 11-Jun-17 HPLC-67 #13 Sample solution 1_3 UV_VIS_1 WVL:210 nm
4] pAU
2,50,000 — 1 - Hydrochlorothiazide - 2.110
2,00,000 «
1,50,000 f
1,00,000 -
| ,
| 50,000
g 1 2 - Ramipril - 3.900
04 4/\/\’\ IJ . IJ\ :
min
-30,000 - T T ¥ L) T L T T T " T T T T T r T 4 T Y T " T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 9.0 10.0
Integration Results a e s i
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %
1] Hydrochlorothiazid| 2040 19101.337 4947 Al 227.0 80.95
2 Ramipril 3.900 4495.822 6081 1.14 401.5 19.05
Total:

@/m)\r)«’

Default/Integration \'("

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1of 1

QbD
Injection Details i ; s e .
Injection Name: Sample solution 1_4 Run Time (min):  10.00
Vial Number: RA6 Injection Volume: 10.00
Injection Type: Unknown Channel: uUv_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 21:28 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram i
3.00,000 - %2 11-Jun-17 HPLC-67 #14 Sample solution 1_ 4 UV_VIS_1 WVL:210 nm
4 pAU
2.,50,000 - 1 - Hydrochlorothiazide - 2.110
2,00,000 ]
1,50,000 i
11,00,000 ]
‘ 4
50,000 1 ,2 - Ramipril - 3.897
o]
] min
-30,000 41— . -
0.0 9.0
Integration Results - il 4 T
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min uAU*min %
1 Hydrochlorothiazid 2.110 18854.587 4824 1.28 2519 78.30
2 Ramipril 3.897 5224.250 6049 1k 415.2 21.70
Total:

Qﬂ/ ﬂ'\’\% Chromeleon (c) Dionex

Default/Integration \{4{\& \ Version 7.2.4.8525
% A=) ’]/
%



Instrument: QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

e

Injection Name: Sample solution 1_5 Run “TIme {fﬁin): 10.00
Vial Number: RA7 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 21:40 Sample Weight: 1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ]
3,00,000 - 7 11-Jun-17 HPLC-67 #15 Sample solution 1_5 UV_VIS_1 WVL:210 nm
{| HAU
2,50,000 -
1 1 1 - Hydrochlorothiazide - 2.110
2,00,000 ]
1,50,000 ]
| ]
11,00,000 4
50,000 '
1 |2 - Ramipril - 3.897
0: -—M\ IJ . 1 i3
] min
-30,000 J e - : — = -
[ 0.0 1.0 2.0 4.0 5.0 6.0 7.0
Integration Results - e
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel Area
min pAU*min %
1 Hydrochlorothiazid 2.110 18147.927 4907 1.28 AT 79.92
2 Ramipril 3.897 4559.695 6085 5140 339.9 20.08
Total:

Default/Integration

C%/ Tl\w\'}’

7\1:‘\ Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

‘QbD Research & Developement Pvt.Ltd.
Injection Name: Sample solution 1_6 Run Time (min):  10.00
Vial Number: RA8 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_VviIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 21:51 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram B |
'3’00‘00{} _ @ 11-Jun-17 HPLC-67 #16 Sample solution 1_6 UV_VIS_1 WVL:210 nm
1| AU
2,50,000 1 i
] 1 - Hydrochlorothiazide - 2.110
2,00,000 ]
1,50,000 3
1,00,000 i
50‘000:
i ] 12 - Ramipril - 3.900
| ] JJ\N
0 | T | T
730'000 _‘ f T : T ¥ ¥ ¥ T x ¥ T T x Y z T T ' T T u . b T \ T T T T r T v x ¥ T r
Lo 0.0 1.0 2.0 3.0 4.0 50 6.0 7.0 8.0 9.0
Integration Results 5 e
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %
1 Hydrochlorothiazid 2.110 18568.694 4892 1.30 2702 80.35
2 Ramipril 3.900 4539.750 6067 1.14 383.5 19.65
Total:

Chromeleon (c) Dionex
Version 7.2.4.8525

5/&@‘*

Default/Integration \\/

\ Q :'\\ )\_\i’\‘\



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Researt

& Developement Pvt.Ltd.

Injection Deta

Injection Name: Bracketing standard solution Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_VviS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 22:03 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram |
30 el % 11-Jun-17 HPLC-67 #17 Bracketing standard solution UV_VIS_1 WVL:210 nm
T uAu
2,50,000 -
1 - Hydrochlorothiazide - 2.107
12,00,000 ]
1,50,000 ]
11,00,000 -
‘ i
50,000 ]
1 k 12 - Ramipril - 3.897
o4 f\/\\ |J | ! )
730'000 : J T T T 7 T T T T T T T T T ¥ T ¥
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0
Integration Results e
No. [Peak Name Retention Time Area Plates (USP) S/IN Rel.Area
min pAU*min %
1 Hydrochlorothiazid 2.107 16022.997 5556 1.34 191.5 78.90
2 Ramipril 3.897 4285.911 6207 1438 607.1 21.10
Total:
@/ T \f')(
\‘gﬂg\x \ Chromeleon (c) Dionex
DefaultIntegration AV Version 7.2.4.8525

\ g;m"\y



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Injection Details Gy
Injection Name: Blank solution Run Time (min):  10.00

Vial Number: RA1 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 22:15 Sample Weight: 1.0000
User Name: Avinash Patil Sample Weight: 1.0000

Page 10of 1

Chromatogram

7 11-Jun-17 HPLC-67 #18

Blank solution

UV_VIS_1 WVL:210 nm

3,00,000 +

1| pAU
2,50,000 -
2,00,000 -
1,50,000

1,00,000

50,000 -

04

-30,000 4=
0.0

Integration Results

No. [Peak Name

Retention Time
min

Area
PAU*min

Plates (USP)

Asymmetry (EP)

ReI.Aa

%

Total:

Default/Integration

Chromeleon (c) Dionex
Version 7.2.4.8525



Page 1of 1

Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Injection Name: Blank solution R (min, 10.00
Vial Number: RA1 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 22:26 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
3.00,000 - % 11-Jun-17 HPLC-67 #19 Blank solution UV_VIS_1 WVL:210 nm
4| pAU
2,50,000 —
2,00,000 i
1,50,000
1,00,000 —
50,000 -
d /\/k\
] min
-30,000 N —_——————————————
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Integration Result:

No. [Peak Name Retention Time Area _Plats (USytEP) IN Rel.a
min MAU*min %
Total:
; /\")( Chromeleon (c) Dionex

A Version 7.2.4.8525

Default/Integration \Y‘ ﬁo\f\ A
Y
\ b



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

QbD Research & Developement Pvt.Ltd.

Injection Details . ‘ ;

Injection Name: Standard solution 1_1 Run Time (min):  10.00

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: uv_Vvis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor: ~ 1.0000

Injection Date/Time: 11-Jun-17 22:38 Sample Weight: _ 1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram i S . i
3.00,000 2 11-Jun-17 HPLC-67 #20 Standard solution 1_ 1 UV_VIS_1 WVL:210 nm
| 1| AU

2,50,000 4

1 - Hydrochlorothiazide - 2.340

2,00,000 ]
|1,50,000 ]

1,00,000 J

50,000 ]
| 2 - Ramipril - 4.320

3 04 ; T 3 |
1 ] min
| -30.000 = f L r ¥ T . T : T T ¥ T T : T . T ¥ J ! T A L T T o F T T T ¥ T y X T T y ¥ o 1
i 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Integration Results : G bty P L e

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %

1 Hydrochlorothiazide 2.340 17566.916 6038 1.31 207.2 78.86

2 Ramipril 4.320 4707.854 6473 1.18 594.0 21.14

Total:

ﬂ>r' Chromeleon (c) Dionex
Default/Integration k) "\ A \ Version 7.2.4.8525
.."U‘ A

\¢



Instrument: QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Researc

. Developement Pvt.Ltd.

Injection Details

Ho

Run Time (min):

10.00

Injection Name: Standard sd ution1_2

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor: ~ 1.0000

Injection Date/Time: 11-Jun-17 22:50 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram R
3.00,000 - 7 11-Jun-17 HPLC-67 #21 Standard solution 1_ 2 UV_VIS_1 WVL:210 nm

{] AU
i _
2,50,000
1 - Hydrochlorothiazide - 2.340

2,00,000 1

1,50,000 ]

11,00,000 i

50,000 -
1 12 - Ramipril - 4.320
O; /\j\ﬂ ] . I
}-30,000-'|,,|,,,, = = a————— = i
‘ 0.0 1.0 2.0 3.0 4.0 5.0 7.0 8.0 9.0
Integration Results e . i il e
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min JAU*min %

1 Hydrochlorothiazide 2.340 17761.238 5940 1.33 201.1 78.99
2 Ramipril 4.320 4723.778 6464 b 17 643.4 21.01
Total:

Default/Integration %\ﬂ /'()i'

4l

i

Chromeleon (c) Dionex
\ Version 7.2.4.8525

S (Y



Instrument: QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

Injection Details

Standard solution 1_3

"Run Time (min):

Injection Name: 10.00

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000

Injection Date/Time: 11-Jun-17 23:02 Sample Weight: 1.0000

User Name: Avinash Patil Sample Weight:  1.0000

[Chromatogram TIEEET 7
13,00,000 - 7 11-Jun-17 HPLC-67 #22 Standard solution 1_ 3 UV_VIS_1 WVL:210 nm

1| AU

| |

lZ,S0,0UO -

i 1 1 - Hydrochlorothiazide - 2.340

12.(’.)('.1‘,00!.') ]
| ]
[1,50,000 -

1,00,000 ]

50,000 ]
1 | 2 - Ramipril - 4.320

| 0; j\}\'\ IJ | i
| min
| -30,000 - r T N L T b J T ¥ T o T T T T T T T T Y 1
[l 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results o ; ;

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area

min YAU*min %

1 Hydrochlorothiazide 2.340 17812.386 6012 1.31 2071 78.88

2 Ramipril 4.320 4770.437 6466 (LA s 21.12

Total:

Default/Integration %Y\ ’\':“

g

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument: QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

D Research & Develop

Injection Details

e

Injection Name: 'Standard solutloh 1.4 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_ViIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor: 1.0000
Injection Date/Time: 11-Jun-17 23:13 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram =
!;00‘000 _ @ 11-Jun-17 HPLC-67 #23 Standard solution 1_ 4 UV_VIS_1 WVL:210 nm
4| HAU
| _
|2,50,000 -
‘ |
\ 1 - Hydrochlorothiazide - 2.340
12,00,000 -
1,50,000 i
1,00,000 ] .
50,000 ]
1 12 - Ramipril - 4.320
0_< /\/‘\ IJ T | /\ |
1 -30‘000 : T J T T ¥ : Y T L ¥ L T T T T T x T T T T . T T T ¥ T T
0.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results ' : i : i .
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min WAU*miIn %
1 Hydrochlorothiazide 2.340 17708.996 5985 1:33 208.7 78.93
2 Ramipril 4.320 4727.686 6429 1.18 788.4 21.07
Total:

Defau\u’lntegration% l)‘__
oot

Wl

Chromeleon (c) Dionex
Version 7.2.4.8525

v



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1of 1

QbD Research & Develc

Injection Details

L

Standard solution 1_5

10.00

Injection Name: Run Time (min):
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 23:25 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
‘S,O0,000 _ @ 11-Jun-17 HPLC-67 #24 Standard solution 1_5 UV_VIS_1 WVL:210 nm
‘ 1| AU
‘2,50,000 ]
1 1 - Hydrochlorothiazide - 2.340
\ |
12,00,000
i o
\
11,50,000 ]
| |
1,00,000 -
50,000-_
g 12 - Ramipril - 4.320
{); 4]\}"—\ | I
] min
_30‘000 i} r T T T ¥ T T T v T v T ¥ T T 1
0.0 1.0 2.0 3.0 5.0 6.0 7.0 8.0 9.0
Integration Results L aeie .
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 2.340 17830.016 5984 1.31 205.0 78.88
2 Ramipril 4.320 4773.284 6491 17 611.7 212
Total:

Default/Integration %/

Taal s

Chromeleon (c) Dionex
Version 7.2.4.8525

%W



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1o0f 1

Injection Details

Injection Name:

Sample solution 1_1

Run Time (min):

Vial Number: RA3 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 23:37 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight: 1.0000
[Chromatogram i 7
3,00,000 - 2 11-Jun-17 HPLC-67 #25 Sample solution 1_ 1 UV_VIS_1 WVL:210 nm
1| vAU
2.50,000 4 1 - Hydrochlorothiazide - 2.343
2,00,000 1
1,50,000 -
1,00,000
50,000 ] 2k
J 1 2 - Ramipril - 4.327
0_- M | T
1 min
-30,000 - r T T Y T z p T r ¥ T T T T v T T T T T T T T 1
0.0 1.0 2.0 3.0 40 50 6.0 7.0 8.0 10.0
Integration Results L o
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) | SIN Rel.Area
min HAU*min %
1 Hydrochlorothiazide 2.343 20785.953 5394 1.29 197.4 79.96
2 Ramipril 4.327 5210.217 6416 1.16 340.3 20.04
Total:

Default/Integration

%@A%

Chromeleon (c) Dionex
Version 7.2.4.8525

A R
Wy



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1 of 1

QbD Research & Developement Pvt.Ltd.
Injection Details G e .
Injection Name: Sample solution 1_ 2 Run Time (min):  10.00
Vial Number: RA4 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 11-Jun-17 23:48 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram e
3.00,000 - 7 11-Jun-17 HPLC-67 #26 Sample solution 1_ 2 UV_VIS_1 WVL:210 nm
1| pAU
1 1 - Hydrochlorothiazide - 2.340
2,50,000 -
2,00,000 ]
1,50,000 -
1,00,000 i
| 00
} S0 ] 12 - Ramipril - 4.323
04 | - 1 -
1 min
I -30,000 i 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 T T T T T T T T T T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results : v ki e
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/IN Rel.Area
min uAU*min %
1 Hydrochlorothiazide 2.340 21534.941 5253 1.34 208.4 80.28
2 Ramipril 4.323 5289.433 6369 1.18 341.5 19.72
Total:

Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525

Oplon
,T,Lnr{’%f ’%@Mf
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1of 1

Injection Details

Sample solution 1_ 3

Run Time (min):

10.00

Injection Name:
Vial Number: RAS Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_Vis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 00:00 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram =
300,000 - 2 11-Jun-17 HPLC-67 #27 Sample solution 1_3 UV_VIS_1 WVL:210 nm
4| vAU
1 1 - Hydrochlorothiazide - 2.340
2,50,000 -
2,00,000
1,50,000
i <
|
11,00,000
i 50,000 i
| J | 2 - Ramipril - 4.327
[],- 4/\[\r\_J | I
] min
-30,000 - r T T T T T T T " 3 T . ' T x T T T F T T T ¥ T 1
! 0.0 1:0 2.0 3.0 4.0 5.0 6.0 740] 8.0 9.0 10.0
Integration Results : S b
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel. Area
min pAU*min %
1 Hydrochlorothiazide 2.340 21259.473 5360 1.33 215.7 80.92
2 Ramipril 4.327 5012.056 6435 16 398.2 19.08
Total:

Default/Integration

%mf'}

(oA

Chromeleon (c) Dionex
Version 7.2.4.8525

(
&K h
%ﬁ\-\ \\(
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details : : R R T

Injection Name: Sample solution 1_4 Run Time (min):  10.00

Vial Number: RAG Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 00:12 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
53’00.000 _m 11-Jun-17 HPLC-67 #28 Sample solution 1_ 4 UV_VIS_1 WVL:210 nm
| 4| pAU

2,50,000 1 1 - Hydrochlorothiazide - 2.340

2,00,000 ]

1,560,000 ]

!1,00,000 ]
i
| ]

50,000 12 - Ramipril - 4.323
0__ 4/\/\,\ IJ I 1 j\ I
E min

‘ '30'000 o (= ¥ ¥ 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 v T T ¥ T T 1
| 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results S ; W R -

No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area

min pAU*min %

1 Hydrochlorothiazide 2.340 20955.135 5274 1.34 218.0 78.34

2 Ramipril 4.323 5793.806 6378 1.18 410.9 21.66

Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

AT s
oo™ N ?%\%i VY



Instrument: QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1o0of 1

'QbD Research & Developemen
Injection Details e e
Injection Name: Sample solution 1_5 Run Time (min):  10.00
Vial Number: RA7 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 00:23 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight: 1.0000
[Chromatogram B
13,00,000 2 11-Jun-17 HPLC-67 #29 Sample solution 1_5 UV_VIS_1 WVL:210 nm
| 4| HAU
2,50,000 - 1 - Hydrochlorothiazide - 2.340
2,00,000 4
1,50,000 A
1,00,000 i
50,000 i . 345
| 1 2 - Ramipril - 4.323
0] ]\/\,\J | ] J\ :
] min
-30,000 - — ——— —— — 1 — — —_— —T T T T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results i : i
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min pAU*min %
1 Hydrochlorothiazide 2.340 20459.248 5324 3 2157 79.88
2 Ramipril 4.323 5153.679 6412 1.18 355.4 20.12
Total:

Default/Integration

\ \' /Tuf\( ,\/‘l:_

Chromeleon (c) Dionex
Version 7.2.4.8525

-
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1of 1

QbD Research & Develope

Injection Details

Injection Name: Sample solution 1_6 Run Time (rﬁin): 10;00

Vial Number: RAS8 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 00:35 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram

‘3!00'000 _ 11-Jun-17 HPLC-67 #30 Sample solution 1_6 UV_VIS_1 WVL:210 nm
| 1| pAU

‘2,50,000 - 1 - Hydrochlorothiazide - 2.343

‘2‘00,000 E

1,50,000

|

1,00,000 1

50,000 ]
12 - Ramipril - 4.327
0_‘ ]\A«\ | | :
] min
-30,000 - f ey T T T T T T L y ¥ T y b
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0
Integration Results
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min PAU*min %

1 Hydrochlorothiazide 2.343 20623.819 5340 1.29 226.9 80.34

2 Ramipril 4.327 5047.462 6374 1.16 379.7 19.66

Total:

Default/Integrgtiod<
gs:A/Z- O
N

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Research & Developement Pvt

Page 10of 1

Injection Details

Injection Name: Bracketing standard solution Run Time (min):  10.00

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Decrease PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 00:47 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram = T ]
;0 0.000 - 2 11-Jun-17 HPLC-67 #31 Bracketing standard solution UV_VIS_1 WVL:210 nm

il 1| vAU

2,50,000 ]

| 1 - Hydrochlorothiazide - 2.340

1

2,00,000 A

|1,50,000 ]

1,00,000 i

50,000 -
1 | 2 - Ramipril - 4.320

; 04 f\/\—\ | :

| 4

; g min

- -30,000 J— — - - ———
| 00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results & b -
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area

min pAU*min %

1 Hydrochlorothiazide 2.340 17844.272 5995 1182 2315 78.93

2 Ramipril 4.320 4763.138 6500 dlald D 673.8 21.07

Total:

Default/Integrati
E \N\( \%

Vi

S Ra#
’ \Q»—

Chromeleon (c) Dionex
Version 7.2.4.8525

Y



Instrument;QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research & Deve!‘jﬁ”@m_‘?ﬁtf@f;!& i

Injection Details

Run Time (min):

10.00

Injection Name: Blank solution
Vial Number: RA1 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 00:59 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram o
‘3[00‘000 Sl 11-Jun-17 HPLC-67 #32 Blank solution UV_VIS_1 WVL:210 nm
{| AU

i ]
12,50,000 -
| _
12,00,000
i
11,50,000 ]
1,00,000 -

50,000 —

4 M
[ } min
| -30,000 /= . . , —— s e —————
| 0.0 1050 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results % S i
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %

Total:

Defauh’lnlegralinnﬁ/
= n e\ }

\§1

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1of 1

QbD Research & Developement Pvt.Ltd.
Injection Details L e {
Injection Name: Blank solution Run Time (min):  10.00
Vial Number: RA1 Injection Volume: 10.00
Injection Type: Unknown Channel: uUv_VviISs_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: 1.0000
Injection Date/Time: 12-Jun-17 01:10 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram il Pt o st S S ROROUAR L e |
|3‘00'000 _@ 11-Jun-17 HPLC-67 #33 Blank solution UV_VIS_1WVL:210 nm
| 4| pAU
|2,50,000 ]
|2,00,000 ]
1,50,000 1
1,00,000 -
50,000 1
| ] min
| VSO'DOG _‘lf T T T T T Y T T 7 ¥ T T x T T T ] N T L X T T ¥ T T X T T T T T ¥ T t i} T 1
1 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results : , "
No. [Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min JAU*min %
Total:

@/ Chm\r’ne[gon ;c% 3igg§g
Default/Integration ‘ersion 7.2.4.
\Y\'\ * p

&7 Gt



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1of 1

QbD Res

Developement Pvt.Ltd.

Injection Details

T

Injection Name: Standard so[utio'r'l 1; 1 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 01:22 Sample Weight: 1.0000
User Name: Avinash Patil Sample Weight:  1.0000
|Chromatogram |
I - 2 - i 5 i
13,00,000 - 7 11-Jun-17 HPLC-67 #34 Standard solution 1_ 1 UV_VIS_1 WVL:210 nm
; 1| AU
§2.50,000 i
1 1 - Hydrochlorothiazide - 1.920
2.00,000
1,50,000 —
{1,00,000 !
50,000 H
A 12 - Ramipril - 3.547
0] J\_f‘-\ 1 k - L] :
i
-30,000 5 | T T T T T ¥ v T ¥ T T v T T T T T T T T
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results S G : .
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min PAU*min %
1 Hydrochlorothiazide 1.920 14409.197 5428 1.28 221.0 78.95
2 Ramipril 3.547 3840.955 5983 1.15 742.4 21.05
Total:

Defau\Ulntegratioan/

w%“"rﬁ-

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1 of 1

QbD Research & Developement Pt.Ltc

Injection Details

Injection Name:

Standard solution 1_ 2

10.00

Run Time (min):

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 01:34 Sample Weight: 1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram 3
13.00,000 ~ 7 11-Jun-17 HPLC-67 #35 Standard solution 1_ 2 UV_VIS_1 WVL:210 nm
‘ 1| AU

‘ 4

12,50,000 1

|
. 1 - Hydrochlorothiazide - 1.920

2,00,000 A

1,50,000

1,00,000 ]

50,000 !
|2 - Ramipril - 3.547
0 M IJ | l]\ ;
] min
-30,000 - r T T T T L T T v T T T T T T T T T T T T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0

Integration Results

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min HAU*min %

) Hydrochlorothiazide 1.920 14546.271 5381 1.29 220.7 78.98

2 Ramipril 3.547 3871.573 5932 1515 605.1 21.02

Total:

DefaulVIntegration g/ f
UL .—\qr

3T

Chromeleon (c) Dionex
Version 7.2.4.8525




Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 1of 1

QbD Research

Injection Details

Injection Name: Standard solution 1_3 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: 1.0000
Injection Date/Time: 12-Jun-17 01:45 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram
3.00,000 - 2 11-Jun-17 HPLC-67 #36 Standard solution 1_ 3 UV_VIS_1 WVL:210 nm
1| AU
2,50,000 -
1 - Hydrochlorothiazide - 1.920
2,00,000 A
1,650,000 ]
1,00,000 —
50,000 -
J k 12 - Ramipril - 3.550
0 ]\/\'\ IJ [ I ;
] min
-30.000 - r T T T * E T ¥ T x T T T v T 5 T T T T T T H v T Y T i) T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 9.0 10.0
Integration Results e el :
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min JAU*min %
1 Hydrochlorothiazide 1.920 14573.800 5480 1.29 216.0 78.93
2 Ramipril 3.550 3890.064 6058 1.12 772.0 21.07
Total:

Default/Integration @/
,«LL'(‘/\»-

%

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Standard solution 1_4

Run Time (min)

Injection Name: 10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: 1.0000
Injection Date/Time: 12-Jun-17 01:57 Sample Weight: _1.0000
User Name: Avinash Patil Sample Weight:  1.0000
rChromatog[gm
33‘00,000 _ @ 11-Jun-17 HPLC-67 #37 Standard solution 1_ 4 UV_VIS_1 WVL:210 nm
| 1| AU
|
|2,50,000 E
1 - Hydrochlorothiazide - 1.920
2,00,000 A
1,50,000 i
‘ 1,00,000 ]
J
|
50,000 i
1 12 - Ramipril - 3.547
0; ]\/‘—\ IJ k{ ]
] min
-30'000 o r z T g T v T m v T 3 T 5 T T y T ¥ T o T T 1
0.0 1.0 2.0 3.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results e - _ e T
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 1.920 14536.461 5407 1.29 210.0 78.93
2 Ramipril 3.547 3880.312 5946 1.14 520.9 21.07
Total:

Default/Integration %/

kK'T'

\ﬂ "—\ ?’

Chromeleon (c) Dionex

Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

QbD Research & Developement Pvt
Injection Details i CAg i ; '
Injection Name: Standard solution 1_5 Run Time (min):  10.00
Vial Number: RA2 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 02:09 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram .
3.00,000 + 2 11-Jun-17 HPLC-67 #38 Standard solution 1_5 UV_VIS_1 WVL:210 nm
i 4| pAU
| ]
2,50,000 ]
1 1 - Hydrochlorothiazide - 1.920
2,00,000
1,50,000
11,00,000 4
50,000 —
] 12 - Ramipril - 3.547
| ]
| 0_‘ | ;
| ] min
-30,000 - [ T T T T T T T T v T T T ¥ T * ¥ ¥ T T T
| 0.0 3.0 4.0 5.0 6.0 7.0 9.0
Integration Results 5 e : o g
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min PAU*min %
1 Hydrochlorothiazide 1.920 14587.097 5454 1327 202:9 78.92
2 Ramipril 3.547 3896.581 6010 1.14 679.0 21.08
Total:

Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525
' qv"”ﬂ’
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

: Qb

esearch & Developement Pvt.Ltd.

Injection Details

Run Time (min):

10.00

Injection Name: Sample solution 1_1
Vial Number: RA3 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 02:20 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram 7
3.00,000 7 11-Jun-17 HPLC-67 #39 Sample solution 1_ 1 UV_VIS_1 WVL:210 nm
4| pAU
52'50’000 7] 1 - Hydrochlorothiazide - 1.923
2,00,000 -
1,50,000 -
1,00,000 ]
50,000 ]
4 | 2 - Ramipril - 3.550
! D_- 4}\/\'\ | : IJL|
! ] min
| -30,000 ! T M T ' T v 3 T T T T v Y x T T v T i H T T ¥ T T T T T T T 1
0.0 1.0 2.0 3.0 4.0 6.0 7.0 8.0 9.0 10.0
Integration Results o i ' G
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min PAU*min %
1 Hydrochlorothiazide 1.923 17101.767 4881 1.24 345.7 79.97
2 Ramipril 3.550 4282.835 5907 15515 282.3 20.03
Total:

Default/Integration %

\\S‘YUL“

Ay

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details : G “ e L
Injection Name: Sample solution 1_ 2 Run Time (min):  10.00
Vial Number: RA4 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 02:32 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram b it R |
3.00,000 + 2 11-Jun-17 HPLC-67 #40 Sample solution 1_ 2 Uv_VIS_1 WVL:210 nm
pAU
2,50,000 ] 1 - Hydrochlorothiazide - 1.920
2,00,000 ]
‘ ]
[1,50,000 A
/1,00,000 i
i J
|
50,000
] 12 - Ramipril - 3.
| 2 - Ramipril - 3.550
A e it
; 0+ Fo . 4
] min
; -30‘000 o ™ L) bl T X y 4 T T L Y T T T 1} T b x L T L) L Y T . o e T i x y T ¥ v £ T Y s T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results - j
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min PAU*min %
1 Hydrochlorothiazide 1.920 17587.600 4848 {laslars 3942 80.22
2 Ramipril 3.550 4337.566 5960 1.16 g 357.8 19.78
Total:

g Chromeleon (c) Dionex
Default/Integration ?_ Version 7.2.4.8525
-
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Injection Name:

Sample solution 1_3

Run Time (min): _10.00

Vial Number: RA5 Injection Volume: 10.00
Injection Type: Unknown Channel: uv_vis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 02:44 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000

Chromatogram

% 11-Jun-17 HPLC-67 #41

Sample solution 1_ 3

UV_VIS_1 WVL:210 nm

3,00,000 -

{| vAU
2,50,000 — 1 1 - Hydrochlorothiazide - 1.923
%2,00,000 ]
11,50,000 -
11,00,000 -
i ]
| 50,000 A
. 1 k 1 2 - Ramipril - 3.553
0 ;
1 min
-30,000 4= - . ———— T T
00 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results : i Bl s erinhb s A\ i i e i ;
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area
min PAU*min %
1 Hydrochlorothiazide 1.923 17415.607 4924 1.24 ara 81.03
2 Ramipril 3.553 4076.178 5928 8 334.4 18.97
Total:

Default/Integration g/
'5\,\“" \r\f

\¥F

Chromeleon (c) Dionex
Version 7.2.4.8525




Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1 of 1

QbD Research & Developement Pv

Injection Details o ! o S

Injection Name: Sample solution 1_4 Run Time (min):  10.00

Vial Number: RAB Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 02:55 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram % )
3,00,000 - 2 11-Jun-17 HPLC-67 #42 Sample solution 1_ 4 UV_VIS_1 WVL:210 nm
1| pAU

1

‘ J

[F 20000 1 - Hydrochlorothiazide - 1.920

|

2,00,000

1,50,000 ]
11,00,000

|
50,000 + 12 - Ramipril - 3.550
| 1
i 01 ST : T
. min

| -30,000 - (e L T T o T : T y T v T T v T T T T T T T ) T T v g T T T v T T T T T T T ¥ T 1
L 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results G s S

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/N Rel.Area

min PAU*min %

il Hydrochlorothiazide 1.920 17162.485 4830 1.30 396.2 78.27

2 Ramipril 3.550 4763.683 5931 1Ll 426.2 20078

Total:

Chromeleon (c) Dionex

i ClA Version 7.2.4.8525
Default/Integration /‘\r\,’k— i
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 1 of 1

- QbD Research & Developement
Injection Details e : e
Injection Name: Sample solution 1_5 Run Time (min):  10.00
Vial Number: RA7 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: 1.0000
Injection Date/Time: 12-Jun-17 03:07 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram = i i T |
‘3400000 | 11-Jun-17 HPLC-67 #43 Sample solution 1_5 UV_VIS_1 WVL:210 nm
| pAU
|2,50,000 ]
[ g 1 - Hydrochlorothiazide - 1.923
| 4
2,00,000
1,50,000 -
! |
[1,00,000 -
|
| 50,000
1 12 - Ramipril - 3.553

e G A

min
-30,000 - r T T T T T T T T T T T T v T i} i ¥ T X B x T T T T Y T i T i T T T T T T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Integration Results At b o ey

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/IN Rel. Area

min pAU*min %

1 Hydrochlorothiazide 1.923 16736.493 4939 .25 370.6 79.98

2 Ramipril 31558 4190.655 5925 1:13 336.8 20.02

Total:

Chromeleon (c) Dionex
Defaull/Integration n(_\"}r Version 7.2.4.8525
Lide S




Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67 Page 10of 1

‘QbD Research & Developement Pvt. :
Injection Details : e o ey g S
Injection Name: Sample solution 1_6 Run Time (min):  10.00
Vial Number: RAS8 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1
Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: ~ 1.0000
Injection Date/Time: 12-Jun-17 03:19 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ; i S L e ; |
[ = 11-Jun- 3 P .
3.00,000 + 7 11-Jun-17 HPLC-67 #44 Sample solution 1_6 UV_VIS_1 WVL:210 nm
| 4| pAU
2,50,000 1
| . | 1 - Hydrochlorothiazide - 1.920
1
i
12,00,000 -
11,50,000 ]
11,00,000 -
50,000 4
1 12 - Ramipril - 3.550
‘ o] ‘/\f\—\ J ] I ,
| ] min
‘ ABD‘OOO f : E " T T T T T : g T T T v T T T T J T . T { q T T T T ¥ T T T T T T ¥ 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results e e i
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 1.920 16921.581 4841 1.30 395.6 80.32
2 Ramipril 3.550 4147.267 5933 115 435.7 19.68
Total:

Cﬂ/ Chromeleon (c) Dionex
Default/Integration ™ ) Version 7.2.4.8525
hc—\ ')(-
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Instrument:QbD-INST-HPLC-67 Sequence:11-Jun-17 HPLC-67

Page 10of 1

QbD Research &_:Dével“qpqmen

Injection Details W 0 3 ! : L

Injection Name: Bracketing standard solution Run Time (min):  10.00

Vial Number: RA2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Assay-Robustness (+) flow HPLC_ Bandwidth: 1

Processing Method: Ramithiazide Dissolution FR Increase PR Dilution Factor: 1.0000

Injection Date/Time: 12-Jun-17 03:31 Sample Weight: 1.0000

User Name: Avinash Patil Sample Weight: _ 1.0000
[Chromatogram : s
[ 7% 11-Jun-17 HPLC-67 #45 Bracketing standard solution UV_VIS_1 WVL:210 nm
3,00,000 -

‘ 1| vAU

2,50,000 i

1 - Hydrochlorothiazide - 1.920

2,00,000

i 1,50,000 i

1,00,000 g

50,000 -
1 2 - Ramipril - 3.550
04 —.M i | j\ :

| i min
| -30,000 - = — , — — — . — . T -
| 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results i s,

No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area

min PAU*min %

1 Hydrochlorothiazide 1.920 14537.990 5446 1.29 2149 78.95

2 Ramipril 3.550 3876.506 5970 112 633.9 21.05

Total:

Default/Integration @/
4‘0”’\{)‘—’

\E

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ 67 Overview
Last Update Operator: Sachin Pujari

Name
Data Vault
Path

Comment
Description
Run time
Instrument
Created
Last Update

Chromeleon 7,

Ramithiazide Assay-Robustness (-) flow HPLC_ 67

QbD_2017

chrom://qbdser03/QbD_2017/Method Validation/Generic Health
Care/Ramithiazide Tablets/Dissolution/11-Jun-17 HPLC-
67.seq/Ramithiazide Assay-Robustness (-) flow HPLC_
67.instmeth

Ramithiazide

10.000 [min]

QbD-INST-HPLC-67 on gbd-pc-19
15-May-2017 18:22 +05:30 Santosh Padmere
03-Jun-2017 22:50 +05:30 Sachin Pujari
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Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ 67

Last Update Operator: Sachin Pujari

Script

Chromeleon 7,

Version 7.2.4.8525, Thermo Fisher Scientific

Stage Time  Command Value Comment
min
Instrument Setup
initial

DAD.3DFIELD.MinWavelength 190.0 [nm]
DAD.3DFIELD.MaxWavelength 400.0 [nm]
DAD.3DFIELD.BunchWidth 1 [nm]
DAD.ResponseTime 1.000 [s]
DAD.Data_Collection_Rate 5 [Hz]
ColumnOven.TempCitrl On
ColumnOven.Temperature.Nominal 25.0[°C]
ColumnOven.Temperature.LowerLimit 5.0[°C]
ColumnOven.Temperature.UpperLimit 80.0 [°C]
ColumnOven.EquilibrationTime 0.5 [min]
ColumnOven.ReadyTempDelta 1.1[°C]
ColumnOven.Column_A.ActiveColumn No
ColumnOven.Column_A.SystemPressure  "Pump”
ColumnOven.Column_B.ActiveColumn No
ColumnOven.Column_B.SystemPressure  "Pump”
Sampler.InjectWash Both
Sampler.WashSpeed 20.000 [pli/s]
Sampler.WashVolume 200.000 [pl]
Sampler.SampleHeight 2.000 [mm]
Sampler.WasteSpeed 32.000 [plfs]
Sampler.DispenseDelay 0.000 [s]
Sampler.DispSpeed 20.000 [ul/s]
Sampler.DrawSpeed 5.000 [pl/s]
Sampler.DrawDelay 3.000 [s]
Sampler.InjectMode Normal
Sampler.PumpDevice "Pump"
Sampler.SyncWithPump On
Sampler.LoopWashFactor 2.000
Sampler.TempCitrl On
Sampler.Temperature.Nominal 25.0 [°C]
Sampler.ReadyTempDelta 1.5[°C]
Sampler. Temperature.LowerLimit 4.0[°C]
Sampler. Temperature. UpperLimit 45.0 [°C]
PumpModule.Pump.%A . Equate "%A"
PumpModule.Pump.%B.Equate "%B"
PumpModule.Pump.%C.Equate "%C"
PumpModule.Pump.%D.Equate "%D"
PumpModule.Pump.Pressure.LowerLimit 0 [bar]
PumpModule.Pump.Pressure.UpperLimit 600 [bar]

PumpModule.Pump.MaximumFlowRampUp 6.000 [ml/min?]

PumpModule.Pump.MaximumFlowRampD 5.998 [ml/min?]

own
DAD.UV_VIS_1.Wavelength
DAD.UV_VIS_1.Bandwidth

Page 2 of 4

210.0 [nm]
1 [nm]
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Instrument Method: Ramithiazide Assay-Robustness (-) flow HFLC_ 67
Last Update Operator: Sachin Pujari

DAD.UV_VIS_1.RefWavelength Off
DAD.UV_VIS_1.RefBandwidth 1 [nm]
DAD.UV_VIS_2.RefWavelength Off
DAD.UV_VIS_3.RefWavelength Off
DAD.UV_VIS_2.Wavelength 230.0 [nm]
DAD.UV_VIS_3.Wavelength 234.0 [nm]
DAD.UV_VIS_2.Bandwidth 1 [nm]
DAD.UV_VIS_3.Bandwidth 1 [nm]
DAD.UV_VIS_2.RefBandwidth 1 [nm]
DAD.UV_VIS_3.RefBandwidth 1 [nm]
DAD.3DFIELD.RefWavelength 800.0 [nm]
DAD.3DFIELD.RefBandwidth 1 [nm]
Inject Preparation
10.000
DAD . Autozero
Wait DAD.Ready And
ColumnOven.Re
ady And
Sampler.Ready
And
PumpModule.Pu
mp.Ready
Inject
0.000
Sampler.Inject
Start Run
0.000
DAD.UV_VIS_1.AcqOn
DAD.Temp_Lamphouse.AcgqOn
ColumnOven.ColumnOven_Temp.AcqOn
PumpModule.Pump.Pump_Pressure.AcqOn
DAD.UV_VIS_2.AcqOn
DAD.UV_VIS_3.AcqOn
DAD.3DFIELD.AcqOn
Run Duration =
10.000 [min]
0.000
PumpModule.Pump.Flow.Nominal 0.900 [ml/min]
PumpModule.Pump.%B.Value 0.0 [%]
PumpModule.Pump.%C.Value 0.0 [%]
PumpModule.Pump.%D.Value 0.0 [%)]
PumpModule.Pump.Curve 9
10.000
PumpModule.Pump.Flow.Nominal 0.900 [ml/min]
PumpModule.Pump.%B.Value 0.0 [%]
PumpModule.Pump.%C.Value 0.0 [%]
PumpModule.Pump.%D.Value 0.0 [%]
PumpModule.Pump.Curve 5
Stop Run
10.000
Chromeleon 7,
Version 7.2.4.8525, Thermo Fisher Scientific Page 3 of 4
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Instrument Method: Ramithiazide Assay-Robustness (-) flow HPLC_ 67 Script
Last Update Operator: Sachin Pujari

DAD.UV_VIS_1.AcqOff
DAD.Temp_Lamphouse.AcqOff
ColumnOven.ColumnOven_Temp.AcqOff

PumpModule.Pump.Pump_Pressure.AcqOf
f

DAD.UV_VIS_2.AcqOff

DAD.UV_VIS_3.AcqOff

DAD.3DFIELD.AcqOff
End
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