DISSOLUTION METHOD VALIDATION

Product Name : | Ramithiazide Tablets Smg/12.5mg |
Lable claim (mg) :|12.5 Analysis Date: 12-Jun-17
Content :| Hydrochlorothiazide
B. No. :|GP170401
Parameter :|Specificity
LNB No./Pg. No.:[421/012
Dissolution Medium:|0.IN HCL
[ Name of Standard | Standard Purity(%) Standard Wt (mg) Dilution Details [ Conc (ppm) _I
| Hydrochlorothiazide | 99.90 30.0 250 mL; 6 mL -> 25 mL_| 14.4 |
Sr.No. RT Area
1 2.153 7760.560
2 2.153 7758.658
3 2153 7762480
4 2153 7763 766
] 2.153 7765.055
Average 2.153 7762.104
SD 0.00 2.54
%RSD 0.00 0.03
stem Suitability Results
% RSD of Area 0.03 NMT 2.0%
Tailing Factor 0.82 NMT 2.0%
Theoretical Plates 4264 NLT 2000
[ Test Solution : | 1 capsule in | 750.0 |mL with Dissomedia
Sample No. RT Area of Sample
Blank Solution Not Detected Not Detected
Placebo Solution Not Detected Not Detected
Sample Solution ~ 2157 7546.123 A

Done by:
Date:
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Checked by: [
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DISSOLUTION METHOD VALIDATION

Product name :|Ramithiazide tablets Smg/12.5mg ]
Lable claim (mg) : |5 Analysis Date: 12-Jun-17
Content : | Ramipril
B. No. :|GP170401
Parameter :|Specificity
LNB No./Pg. No.:|421/012
Dissolution Medium:[0.IN HCL
| Name of Standard l Standard Purity(%) Standard Wt (mg) Dilution Details Cone (ppm)
[ Ramipril 99.80 25.2 250 mL; 3 mL -> 25 mL_| 12.1 ]
Sr.No. RT Area
1 3.937 2089654
2 3.937 2082810
3 3937 2084.558
4 3937 2085380
5 3.937 2089 446
Average 3.937 2086.370
SD 0.00 3.05
%RSD 0.00 0.15
System suitability results
% RSD of Area 0.15 NMT 2.0%
Tailing Factor 0.93 NMT 2.0%
Theoretical Plates 6109 NLT 2000
| Test Solution : ] 1 [ capsule in | 750.0 |rnL with Dissomedia
Sample No. RT of Ramipril Area of Sample
Blank Solution Not Detected Not Detected
Placeba Solution Not Detected Not Detected
Sample Solution 3.940 2212.454
Done by: ;, @% Ax Checked by:
Date: \ < g Date: fx\}k\r\m




‘Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

He

Injection Name: Blank 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: 12-Jun-17 20:18 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram %
[ % 12-Jun- .
|5tk cnge 12-Jun-17 #5 Blank UV_VIS_1 WVL:210 nm
| 1| AU
12,50,000 ]
12400.00{] d
51‘50‘000 ]
‘ 4
} 1,00,000 ]
! 50,000
0; M
j min
730’000 r T T 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 70 8.0 9.0
Integration Results : SR : RS )
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/IN Rel.Area

min PAU*min %

Total:

(e ‘

OJS\"\ \ Chromeleon (c) Dionex

Defaulu‘lnlegraiic}n

Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developeme

Injection Details

g

Run Time (min):

10.00

Injection Name: Blank
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: 12-Jun-17 20:45 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
;3{00,000 @ 12-Jun-17 #6 Blank Uv_VIS_1 WVL:210 nm
pAU
|2,50,000 -
}Z,D0,000 E
11,50,000
1,00,000 1
|
i ]
50,000 A
|l i
04
J min
-30,000 T T T ki T v 3 T " T T T T T ¥ T T T T T X T T T 1
0.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results i B ‘ .
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
Total:
4 Chromeleon (c) Dionex
Default/Integration B /Q\W Version 7.2.4.8525
"y —
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17 Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details : ; _ il
Injection Name: Standard solution 10mg/25mg -1-Initial 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: 12-Jun-17 20:57 Sample Weight: 1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ' T S S |
300 ODD 5 12-Jun-17 #7 Standard solution 10mg/25mg -1-Initial UV_VIS_1 WVL:210 nm
[l pAavu
|2,50.000 ]
1 - Hydrochlorothiazide - 2.150
2,00,000
‘ 4
| _
1 1,50,000 -
11,00,000 ]
‘ ]
; 1
‘ 50‘000—*
] | 2 - Ramipril - 3.927

Jeoedoll o

| j min
| -30,000 K . N T L r . T x . T Y ' . T T T i T 3 Y 0 T g T T T ¥ ¥ ¥ T 4 X " T T Y 1
11400 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results : RlER e . s
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 2.150 15880.022 5228 0.84 68.9 79.13
2 Ramipril 3.927 4188.665 7150 0.93 564.7 20.87
Total:

Chromeleon (c) Dionex

Default/Integration (LA 4 Version 7.2.4.8525
/f\’\'}' %”‘/r
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17 Page 1of 1

QbD Research & Developement Pvt.Ltd.

Injection Details ‘ e

Injection Name: Standard solution 10mg/25mg -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: 12-Jun-17 21:08 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram

"3_00 A 3 12-Jun-17 #8 Standard solution 10mg/25mg -2 UV_VIS_1 WVL:210 nm
| wau

'2,50,000

1 - Hydrochlorothiazide - 2.150

12,00,000

1

1,50,000

1,00,000 ]

50,000
| 2 - Ramipril - 3.927
0: [\_/\J\IJ L‘ . 1 /\ |
I ] min
la@000 bbb i i ——— -+
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0

Integration Results aan . . :

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

min pAU*min %

1 Hydrochlorothiazide 2.150 15854.699 5046 0.84 68.9 79.24
2 Ramipril 3.927 4153.733 7015 0.94 556.3 20.76
Total:

Chromeleon (c) Dionex
Default/Integration A Version 7.2.4.8525
; M,\W’
¥ b <At
Al
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

arch & Developement Pvt.Ltd.

Injection Detail

10.00

Standard solution 10mg/25mg -3

Run Time (min):

Injection Name:
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: 12-Jun-17 21:20 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram =
3.00,000 - 7 12-Jun-17 #9 Standard solution 10mg/25mg -3 UV_VIS_1 WVL:210 nm
1 1| bAU
| J
12,50,000
| 1 - Hydrochlorothiazide - 2.150
!2,00‘000 e
11,50,000
|
‘ 4
11,00,000 -
‘ |
‘ 50,000 -
] 1 2 - Ramipril - 3.927
‘ D_- jL/M/\l \ — IJ\ .
i ] min
| -30,000 4= . e e . .
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) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 2.150 15807.619 4869 0.84 69.1 79.18
2 Ramipril 3.927 4156.251 6849 0.95 581.1 20.82
Total:

Default/Integration (T:L/
A
™

A

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developement Pvt.Ltd. -

Injection Details 2l

Injection Name: Standard solution 10mg/25mg -4 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: 12-Jun-17 21:32 Sample Weight: _1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ]
3,00,000 - 2 12-Jun-17 #10 Standard solution 10mg/25mg -4 UV_VIS_1 WVL:210 nm

4| AU

2,50,000 -

| 1 - Hydrochlorothiazide - 2.150

2,00,000

i

‘ 1,50,000

1,00,000 ]

| 50,000;

3 1 J | 2 - Ramipril - 3.930

| o j\_,u\l L'i 14/\I

| ] min
' -30,000 - T T T v T T B . T T v : T X T T v 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 o : ; e

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

min uAU*min %

1 Hydrochlorothiazide 2.150 15749.708 4749 0.84 69.2 79.16

2 Ramipril 3.930 4146.339 6708 0.94 531.9 20.84

Total:

2

Default/Integration (%/
alll
N

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument: QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & De yeloper’ﬁﬁnt Pvt.Ltd.

Injection Details

Standard solution 10mg/25mg -5

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 Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 21:43 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000

[Chromatogram 5]
3.00,000 - 7 12-Jun-17 #11 Standard solution 10mg/25mg -5 UV_VIS_1 WVL:210 nm

uAU
2,50,000
1 - Hydrochlorothiazide - 2.150

2,00,000 4

5 1,50,000 ]

1,00,000 ]
i 50,000
| 1 12 - Ramipril - 3.930

04 /\_/J\I L r |/\ T
] min

| -30,000 - r T T T T T y T T ¥ Y T X ¥ ' T T X ¥ T ¥ 4 y T T T T
| 0.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0
Integration Results CRaHes e T

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

min pyAU*min %

1 Hydrochlorothiazide 2.150 15718.627 4611 0.84 69.0 79.21

2 Ramipril 3.930 4126.180 6602 0.94 490.0 20.79

Total:

DefaulVIntegration @/

O
\'L’ﬂ\}n

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

Injection Details

Placebo solution10mg/25mg

Injection Name: Run Time (n.J.m): 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: 12-Jun-17 21:55 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram ¢
;3‘00‘000 _ 2 12-Jun-17 #12 Placebo solution10mg/25mg UV_VIS_1 WVL:210 nm
4| AU

| |
12,50,000 -
i
i2'00,000 ]
I
1,50,000 -
1,00,000 +
i

50,000 A

min
; '30'000 e T T T Al T T T T T T T T T T T T T T T T T T 1
; 0.0 2.0 3.0 4.0 5.0 6.0 7.0 9.0 10.0
Integration Results i SRR s e
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/IN Rel.Area
min PAU*min %

Total:

Default/Integration

Chromeleon {c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

Injection Details

10.00

Injection Name: Sample solution_lInitial Run ‘h’mé .(mfr;):
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: 12-Jun-17 22:07 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
|Chromatogram
3.00,000 - 2 12-Jun-17 #13 Sample solution_|nitial UV_VIS_1 WVL:210 nm
4| HAU
i
2,50,000 d 44t
| 1 - Hydrochlorothiazide - 2.157
2,00,000 —
1,50,000 —
1,00,000 1
50,000 A
4 12 - Ramipril - 3.933
0 L T L T
-30,000 : . i T T " T v T T z y T T \ ¥ o T T v v T T T T T T T
0.0 1.0 2.0 3.0 40 5.0 6.0 7.0 8.0
Integration Results ; ol
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min PAU*min %
1 Hydrochlorothiazide 2457 18589.534 4947 0.79 184.4 80.86
2 Ramipril 3.933 4399.989 6287 0.94 468.7 19.14
Total:

Default/Integration

Chromeleon (c) Dionex
Version 7.2.4.8525

\



Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17 Page 10of 1

~ QbD Research & Developement

Injection Details S Sa e e

Injection Name: Identification Hydrochlorothiazide Run Time (min):  10.00

Vial Number: RAS 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: 12-Jun-17 22:18 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight: 1.0000
[chromatogram

3,00,000 - 2 12-Jun-17 #14 Identification Hydrochlorothiazide UV_VIS_1 WVL:210 nm

1| pAU

i ]

{2,50,000 -

2 00.000 ] | 1 - Hydrochlorothiazide - 2.153

1

11,50,000

i

1

1,00,000 ]

50,000 -
0: M L T
‘ ] min
| -30‘000 T ¥ v T T T T ¥ ¥ T T i £ T y v T : ¥ x T 7 T ¥ T L T ¥ T T iy x 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 T : s R . :

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

min pAU*min %
1 Hydrochlorothiazide 2553 15585.202 4342 0.82 185.0 100.00
Total:

g/ Chro\r[netgon ;c% Biggg;
DefaultIntegration \ ersion 7.2.4.
,\—cm”\}’ ¢
i ,
N
ik



Instrument: QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Run Time (min):

10.00

Injection Name: Identification Ramipril

Vial Number: RAB 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: 12-Jun-17 22:30 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000

|Chromatogram =)
13.00.000 - 7 12-Jun-17 #15 Identification Ramipril UV_VIS_1 WVL:210 nm

1 1| HAU

i

;2 50,000 -

i

j

|2,00,000 -

1,50,000 -

1,00,000 ]

50,000 —
1 11 - Ramipril - 3.937
0__ [\.ﬁ—‘
| ] min
| -30,000 4
| rapm T T T T y T T T T T Y T Y g T T T T T T T T 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 : :

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

min pAU*min %
1 Ramipril 3.937 4209.018 6209 0.93 28.8 100.00
Total:
L Chromeleon (c) Dionex
Default/Integration "\,\N\T Version 7.2.4.8525
‘ 1
L\f"\
Lty
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Deve
Injection Details e
Injection Name: Bracketing standard solution10mg/25mg 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 Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 22:42 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
Ichromatogram g o R o e B R " |
{3_09 S 7 12-Jun-17 #16 Bracketing standard solution10mg/25mg UV_VIS_1 WVL:210 nm
i i 4| pAU
2,50,000
i
2.00,000 _ 1 - Hydrochlorothiazide - 2.150
| 4
1,50,000 -
1,00,000 -
50,000 ’
1 12 - Ramipril - 3.933
o K/‘N k | ! AI
1 min
-30.000 g r T T T 8 T X T ¥ b T T 5 5 i T h k 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 W o i o
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazide 2.150 15694.226 4390 0.84 69.2 79.19
2 Ramipril 3.933 4124.714 6215 0.94 675.3 20.81
Total:

Chromeleon (c) Dionex
Version 7.2.4.8525

Default/Integration
%W\q/ A
%‘T
bt
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

- QbD Researg_ﬁ & Developement Pvt.Ltd.

Injection Details

Standard solution 5mg/1 2.5mg ]

Run Time (min):

1

Injection Name: .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: 12-Jun-17 22:54 Sample Weight: 1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram 1
33‘00'000 _ 2 12-Jun-17 #17 Standard solution 5mg/12.5mg -1 UV_VIS_1 WVL:210 nm
1 pAU
2,50,000 ]
2,00,000 ]
1,50,000 ]
|1,00,000 _ i 1 - Hydrochlorothiazide - 2.153
50,000
' /\M 12 - Ramipril - 3.937
04 LI 1 /\1
] min
-30,000 4 b—o———— — e ——————— —— — — T e
0.0, 1.0 2.0 3.0 4.0 5.0 6.0 9.0 10.0
Integration Results = 1l . T :
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min JAU*min %
1 Hydrochlorothiazid 2153 7760.560 4264 0.82 83.4 78.79
2 Ramipril 3.937 2089.654 6109 0.93 186.9 21.21
Total:

Default/Integration %ﬂr\%

Chromeleon (c) Dionex

¥ Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Injection Name: Standard solution 5mg/12.5mg -2 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 Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000

Injection Date/Time: 12-Jun-17 23:05 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram 2
3.00.000 7 12-Jun-17 #18 Standard solution 5mg/12.5mg -2 uUv_VvIS_1 WVL:210 nm

4] pAU

2,50,000 ]

2,00,000 ]

11,50,000 ]

‘1'00‘000 ] | 1 - Hydrochlorothiazide - 2.153

50,000 i
12 - Ramipril - 3.937
95 i T
] min
_30‘000 7 | P " T T x T y T T T ¥ T v L B T o ¥ T b} T T v 1
Ll 00 1.0 2.0 3.0 4.0 5.0 6.0 8.0 9.0 10.0

Integration Results - b e G

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

min pAU*min %

1 Hydrochlorothiazid 258 7758.658 4171 0.82 81.5 78.84

2 Ramipril 3.937 2082.810 6012 0.93 197.7 21.16

Total:

Default/Integration (%/Of\"rk

\¥

,f

Chromeleon (c) Dionex
% Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17 Page 1 of 1

Injection Details L . P
Injection Name: Standard solution 5mg/12.5mg -3 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 Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor:  1.0000
Injection Date/Time: 12-Jun-17 23:17 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight: 1.0000
[Chromatogram z |
Eio;o o 5 12-Jun-17 #19 Standard solution 5mga/12.5mg -3 UV_VIS_1 WVL:210 nm
[ | AU
250,000 1
2,00,000 ]
1,50,000 ]
1,00,000 _ 1 1 - Hydrochlorothiazide - 2.153
50,000 -
| AM 12 - Ramipril - 3.937
D—‘ T | /\l
] min
-30’000 e T T T T T ¥ T T ¥ T T T T T T ¥ b ¥ T ¥ T T T ¥ T T r T T T v T T T Y ¥ . 1
0.0 g 1.0 2.0 3.0 4.0 5.0 6.0 7.0 ; 8.0 9.0 10.0
Integration Results s : B i
No. Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min pAU*min %
1 Hydrochlorothiazid 2153 7762.480 4095 0.82 82.4 78.83
2 Ramipril 3.937 2084.558 5975 0.93 172.8 2037
Total:

Chromeleon (c) Dionex
Default/Integration ."k Version 7.2.4.8525
A
’\Y.’f‘\'{u r&w/m
p : w\"}’



Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1 of 1

QbD Research & Developement Pvt.Ltd.
Injection Details i ' N
Injection Name: Standard solution 5mg/12.5mg -4 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 Dissolution Bandwidth: 1
Processing Method: Ramithiazide Dissolution PR Dilution Factor: ~ 1.0000
Injection Date/Time: 12-Jun-17 23:29 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram =
33'{} c;_o-oo | 12-Jun-17 #20 Standard solution 5mg/12.5mg -4 UV_VIS_1 WVL:210 nm
| eAu
; |
12.50,000 .
|
2,00,000 ]
1,50,000 -
i
1,00,000 ] | 1 - Hydrochlorothiazide - 2.153
50,000
L 12 - Ramipril - 3.937
01 | ' T
| 1 min
-30,000 - f T T T T T T T T T T T v ¥ T T T T T T T 1 T T T T T
0.0 1.0 2.0 3.0 4.0 50 6.0 7.0 8.0 9.0
Integration Results ;
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) SIN Rel.Area
min wAU*min %
1 Hydrochlorothiazid 25158 7763.766 4019 0.81 81.8 78.83
2 Ramipril 3.937 2085.380 5965 0.94 199.7 21.17
Total:
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developement Pt

Injection Details

Injection Name: Standard solution 5mg/12.5mg -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 Dissolution Bandwidth: 1

Processing Method: Ramithiazide Dissolution PR Dilution Factor: 1.0000

Injection Date/Time: 12-Jun-17 23:40 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
3.00.000 - 7 12-Jun-17 #21 Standard solution 5mg/12.5mg -5 UV_VIS_1 WVL:210 nm

4| pAU

2,50,000 ]

2,00,000 4

[1,50,000 4

! 1,00,000 ] 1 1 - Hydrochlorothiazide - 2.153

50,000 ]
12 - Ramipril - 3.937
g T ' T
] min
-30‘000 W T T X T T T d T ¥ T H T T T T T T T T T T T 1

|25 0.0 1.0 20 3.0 4.0 50 6.0 7.0 9.0
Integration Results : SRR T

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

min pAU*min %

1 Hydrochlorothiazid 2.153 7765.055 3948 0.82 81.8 78.80

2 Ramipril 3.937 2089.446 5885 0.95 223.9 21.20

Total:
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Chromeleon (c) Dionex
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

- QbD Resear

h & Developement Pvt.Lt

Injection Details

Injection Name: Placebo solution 5mg/1 2.'5mg Run Time (min):  10.00

Vial Number: RA8 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: 12-Jun-17 23:52 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 2 12-Jun-17 #22 Placebo solution 5mg/12.5mg UV_VIS_1 WVL:210 nm

1] HAU

2,50,000 A

2,00,000 A

1,50,000 ]

i |

1,00,000

50,000 )
3 0_- ]\ng
] min
730‘000 T T v T T T T 5 T L L T T T T T T : T g T T T T T
0.0 1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.0

Integration Results P : '

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

min pUAU*min %
Total:

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17 Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details : o T

Injection Name: Sample solution 5mg/12.5mg -1 Run Time (min):  10.00

Vial Number: RB1 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: 13-Jun-17 00:04 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight: 1.0000

[Chromatogram T TR - il
3.00,000 4 7 12-Jun-17 #23 Sample solution 5mg/12.5mg -1 UV_VIS_1 WVL:210 nm
| {| AU

|

iE,S0,000 E

\

2,00,000

1,50,000 ﬁ

1,00,000 + 1 1 - Hydrochlorothiazide - 2.157
! ]
| 50,000

] 12 - Ramipril - 3.940
0] | | /\l

| min
| -30,000 Jlee—ox— == — — - —
fout 20 00 1.0 20 3.0 4.0 5.0 6.0 7.0 9.0 10.0
Integration Results : i s

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

min pAU*miIn %

1 Hydrochlorothiazid| 2157 7546.123 4230 0.80 824 oS

2 Ramipril 3.940 2212.454 Lairdr 0.94 17331 : 22.67

Total:

Chromeleon (c) Dionex
DefaulVIntegration Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developement Pvt

Injection Details . : | ; .

Injection Name: Sample solution 5mg/12.5mg -2 Run Time (min):  10.00

Vial Number: RB2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution Bandwidth: a

Processing Method: Ramithiazide Dissolution PR Dilution Factor: ~ 1.0000

Injection Date/Time: 13-Jun-17 00:15 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram A |
| x =] T g " 4 2
3.00,000 - 7 12-Jun-17 #24 Sample solution 5mg/12.5mg -2 UV_VIS_1 WVL:210 nm
| pAU

i |

12,50,000 -

:2,00,000 1

1,50,000

| 1

i ] | 1 - Hydrochlorothiazide - 2.157

1,00,000 -

50,000 ]
] “ 12 - Ramipril - 3.937
i ol | IJ\I
| j1 min
'30'000 r T T v T T T T T T T ¥ T : T T T T L] v T T i X 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 o o _

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

min pAU*min %

1 Hydrochlorothiazid 2.157 9160.187 4262 0.79 96.0 80.69

2 Ramipril SR 2192.566 5810 0.95 208.4 19.31

Total:
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

Injection Details

Injection Name:

Sample solution 5mg/12.5mg -3

Run Time‘ (min):

Vial Number: RB3 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: 13-Jun-17 00:27 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram
3.00,000 - 7 12-Jun-17 #25 Sample solution 5mg/12.5mg -3 UV_VIS_1 WVL:210 nm
4| pAU
2,50,000 ]
4
2,00,000 -
1,650,000 ]
] 1 1 - Hydrochlorothiazide - 2.157
1,00,000 +
50,000 —
4]\/\’\‘ 12 - Ramipril - 3.937
0 | ; |
‘ j min
-30,000 - — - , = — — T T T
0.0 1.0 2.0 3.0 4.0 5.0 8.0 9.0 10.0
Integration Results : ! : i
No. |Peak Name Retention Time Area Plates (USP)| Asymmetry (EP) S/IN Rel.Area
min UAU*min %
1 Hydrochlorothiazid 2.157 9164.910 4212 0.79 98.4 80.49
2 Ramipril 8937 2221.576 5761 0.96 178.8 19.51
Total:

Default/Integration g/
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Instrument: QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details e - ! o L
Injection Name: Sample solution 5mg/12.5mg -4 Run Time (min):  10.00
Vial Number: RB4 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: 13-Jun-17 00:39 Sample Weight:  1.0000
User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram
3.00,000 - 7 12-Jun-17 #26 Sample solution 5mg/12.5mg -4 UV_VIS_1 WVL:210 nm
4| pAU
2,50,000 ]
2,00,000 4
]
1,50,000 -
; 1 1 - Hydrochlorothiazide - 2.157
‘1,00,000 |
1
50,000 ]
|
| 1 2 - Ramipril - 3.940
N | ERBRRREE VAR ) 05 ) 1 PRAY :
] min
'30’000 T T T T T T T v T T T T T T v T T T T T T T T 1
i s OR k] 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 pAU*min Y%
1 Hydrochlorothiazid 2.157 9417.950 4181 0.80 99.9 80.96
2 Ramipril 3.940 2214.583 5720 0.93 208.9 19.04
Total:

Default/Integration %/ ,,.}V/
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1 of 1

QbD Research & Developemen

Injection Details

Injection Name: Sample solution 5mg/12.5mg -5 Run Time (min):  10.00

Vial Number: RB5 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: 13-Jun-17 00:50 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram |
3,00,000 2 12-Jun-17 #27 Sample solution 5mg/12.5mg -5 UV_VIS_1 WVL:210 nm

1| AU

?2,504000 E

|2,00,000 .

1,50,000 ]

| ] 1 1 - Hydrochlorothiazide - 2,157

11,00,000 A

50,000 |
12 - Ramipril - 3.940
0+ T ' T

[ min

[ 730‘000 B T T T T ¥ T v . ' T T T T T T T T T v T : T b 1
00 1.0 2.0 3.0 4.0 5.0 6.0 9.0 10.0
Integration Results e 4 i

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

min PAU*min %

1 Hydrochlorothiazid 2.157 9269.037 4129 0.79 95.0 80.72

2 Ramipril 3.940 2213.857 5696 0.94 190.9 19.28

Total:

Default/Integration %’
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Chromeleon (c) Dionex
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1of 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Injection Name: Sample solution 5mg/12.5mg -6 Run ﬁ'me (min):  10.00

Vial Number: RB6 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: 13-Jun-17 01:02 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[chromatogram |
3.00.000 ~ 7 12-Jun-17 #28 Sample solution 5mg/12.5mg -6 UV_VIS_1 WVL:210 nm

1| pAU

2,50,000 -

2,00,000 ]

1,50,000 —

1 1 - Hydrochlorothiazide - 2.157
1,00,000
50,000 i
} J\Jw 12 - Ramipril - 3.937
D—- [ I/\I
| min

| -30,000- gt % T v T T T g T T T Y 2 y T T T T T T T T ¥ i x T T T T X 1
| 0.0 1.0 21031 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Integration Results i - G

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

min pAU*min %

1 Hydrochlorothiazid 2157 9400.706 4107 0.80 100.3 81.05

2 Ramipril 3.937 2197.415 5654 0.96 _164.7 18.95

Total:

Chromeleon (c) Dionex
Default/integration % Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-67 Sequence:12-Jun-17

Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Detdils

10.00

Injection Name: Bracketing standard solution Ru.r.a. Time (min):

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: 13-Jun-17 01:14 Sample Weight:  1.0000

User Name: Avinash Patil Sample Weight:  1.0000
[Chromatogram i ]
13,00‘000 _m 12-Jun-17 #29 Bracketing standard solution UV_VIS_1WVL:210 nm
i MAU

‘2,50,000 Q

2,00,000 4

1,50,000 -

1 J

1,00,000 ] 1 1 - Hydrochlorothiazide - 2.153
I 50,000 A
| ] j\M 12 - Ramipril - 3.937
| 03 | |
| ] min
| -30,000-— . , — — — — : —

0.0 1.0 2.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Integration Results : ; Hait

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

min puAU*min

1 Hydrochlorothiazid 2158 7775.871 3579 0.82 78.0 78.90

2 Ramipril 3.937 2079.019 5709 0.95 199.1 21.10

Total:
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