DISSOLUTION METHOD VALIDATION

ACCURACY
& L0mg/25mg
Analysis Date: 13-Jun-17
[
Dissolution Medium:|0.1N €T
Nume of Standand | Standard B. No. Standard Purity(%e) Standard Wi (mg) | Dilution Details | Conc (ppum) |
| Ihdrachlorothisgide | 20140403 5,50 20,02 | 0wl 6ml - 25mL_ | 14.4 |
Namie of Standurd | Standard B. No. Standand Purty(% Standard Wi (mg) | Dilution Details I Cane (ppm) ]
I H; 20140403 09y 43168 | I 43268 ]
Sr.No. T Area
1 2232 17285 375
1 2278 17282203
3 2228 17295827
4 2230 17285744
3 2232 17282372
Average 2230 17286304
SD 0.00 557
*RSD 0.09 0.03
tem Suitability Resu
*aRSD of Arca 0.03 [ NMT 2.0%
il 117 I NMT 2.0%
Theoretical plates 4075 1 NLT 2000
Fowr=i4 Sample Pluccho Weight (mg) e mLof Volume | Amount Added (ppm) Ares A'"'"';:_f:";’""" % Recavery pean % | wrsp
Sample 1 165.07 1.2 750 69 4312.542 718 103.75
25 166.34 12 750 69 4311.647 718 103.73 037 0ol
166.60 12 750 69 4311 853 718 103.73
168.66 25 750 144 8853 362 14.75 10224
n 67,30 25 750 144 8854 541 14.75 102 25 022 0o
66,96 K 750 14.4 850 059 1474 102 20
67.09 0 750 288 17595550 2931 10160
1) 66.57 0 750 28.8 17547427 2923 101.32 1013 014
67.06 750 28.8 17569 828 2926 101.45
65.74 E 750 433 25971.796 43.26 99.97
150 Sample 2 6621 7 750 433 25966.558 43.25 99,95 99.9 09
Sample 3 16537 7. 750 43.3 25930.706 43.19 9981
Mean 1012
sD 113
@j ;7 l T % RSD. LI6
Done by: -~ Checked by:
Date: L Date: Y
W& [N y

[a]




DISSOLUTION METHOD VALIDATION

ACCURACY
Product name : Tablets Smg/12.5mp & 10mg/25mg
Lable claim (mg): |25 Analvsis Date: 13-Jun-17
Cantent ;| Hydrochlorothiazide
[ Name of Standard T Standard B. No. Standard Purity(%e) Standard Wi (mg) | Dilution Details | Cone (ppm)
[ | w1040} 99.90 [ 2S0ml6ml 25 ml | 134
[ Wame of Standard I Standard B. No, Standard Puritv(%) andard Wi fme) | Dilution Details | Canc (ppm)
[ it 20140403 95,90 13268 1 |
Se.No. BT Are
1 2232 17285375
2 2228 17282.203
3 2228 17295827
4 2230 17285 744
s 2052 11282372
Average 2230 17286304
SD 0.00 557
YaRSD 0.09 003
‘Systom Suitability Resilt
% RSD of Arca 1 0.03 | NMI 20%
Tailing factor | LI7 | NMT 2.0%
Theorctical plates | 075 | NLT 2000
I““‘""I'[ ",:3 Sample Placeba Weight (mg) | mL of Standard Added mL of Volume Amount Added (ppm) Area """"";L:f‘:';“’"“' % Recavery ,;::::’:: % RSD
Sample | 165.07 12 750 09 4312.542 718 10375
2 Sample 2 166.34 12 750 6.9 4311647 718 10373 1037 001
Sample 3 166.60 12 750 69 4311.853 718 103,73
Sample | 168.66 25 750 e 1475 10224
50 Sample 2 167.30 25 750 144 1475 10225 022 003
Sample 3 166,96 25 750 144 102.20
Sample 1 167.09 5.0 750 288 101.60
100 S 166.57 50 750 288 17547.427 101.32 1015 014
167.06 50 750 288 17569.828 101.45
Sample | 165.74 15 750 433 2597179 9997
150 Sample 2 166.21 15 750 433 25966.558 99.95 999 a09
- I Sample 3 165.37 7.5 750 433 25930.706 9981
Mean 1012
sD 118
- “a RSD LI6
Done by: nf'l? Checked by,
Date:

Date: \ W ’-l'L




DISSOLUTION METHOD VALIDATION

ACCURACY
Product :[Ramithiszide Tablets Smg/12 Smp & 10mg/25me ]
Lable claim (me) : |10 Anabysis Date: 13-Tun-17
Cantent : | Ramiy
. No.: |GP170403
FParameter : [Accurscy
| LNB NeJPe Noo|419078
Dissalutian Mediam:|0.1N 1CI
[ Name of Standard | Stamdard B. Na. Standard Purity(%a) Standard Wi mg) | Dilution Detail Con (ppm)
L Ramipril | RL14203 9930 2544 | 250 ml:3ml—> 23 ml. 12.2
[ Name of Standard | Standard B, Nu. Standard Purity(%) Standard We(me) | Dilution Details Canc (ppm)
Ramipril I RLI4203 9980 186,03 1 100 1860.5
Sr.No. RT Area
4200 15407
4.197 21912
5197 4355796
4.19% 4355281
1200 4343780
Average 4198 4380037
g [ 3675
R8I .04 084
System Suitability Results
4 RSD of Area 084 NMT 2.0%
Tailing Factor Loy NMT 2.0%
Theorctical Plat $703 NLT 2000
Accuracy Amaunt Recovered Mean % ]
: S bo Weij S A Vi 4 4 % % RSD
Level (%) Sample Placel ‘eight (mg) mL of Standard Added ml of Volume Amount Added (ppm) Area (ppm} Recavery Recovery | E_I__
Sample | 165.07 12 750 10 1046.315 293 Y 3
25 Sample 2 166.34 12 750 30 1033 863 291 979 " | o
Sample 3 166.60 12 750 10 1030405 289 970 |
Sample | 168 66 25 750 62 2235645 627 1010
50 Sample 2 167.30 23 750 62 2238134 6.27 1011 10160 a1y
Sample 3 166.96 25 750 6.2 2229.837 6.25 100.8
Sample | 167.09 50 750 124 4477165 1235 1012
100 Sumple 2 166,57 5.0 750 124 4456.113 1249 100.7 1004 0.96
Sample 3 167.06 5.0 750 124 4394.682 1232 993
Sample | 165.74 75 750 18.6 6506.724 1323 98.0
150 Sample 2 166.21 7.5 750 186 6571.830 18.42 4990 936 0.53
B _ Sample 3 165.37 7.5 750 186 6560.354 18.38 988
Mean 100.0
. S0 123
W ks 1 "s RSD 13
-
Done by: Checked by:
‘j“‘n Date: r lr{

Date: W




DISSOLUTION METHOD VALIDATION

ACCURACY
L Product name : Tablets Smg/1L.5mg & Lhmg/2Smg
Analvsis Date: 13-dun1?
LNB NoJFe. No.:[419/070
INHC
[ Name of Standard Standard B. No. Standard Purity(%) ‘Standard Wt (mg) i Dilution Details | Cone (ppm) |
| Ramipril RLI4203 59.80 2544 | 250mliiml—25ml | 122 ]
[ Name of Standard Standard B. No. Standard Purity(%) Standard Wt (mg) | Dilution Details | Conc (ppim) ]
L Ramipril RL14203 9930 186.05 | | 1360.5 |
Sr.No. RT Area
1 1200 415,407
z 4197 4321912
3 4197 4355.7%
4 4198 4355 281
3 4.200 134878
Average 4198 4380037
s [ 3675
“RSD 004 [
Svatem Suitubility Results
<L RSD of Area NMT 20%
Tailing Factor 1.0% NMT 2.0%
Theorstical Plates 5705 NLT 2000
24 Sample Pluceho Weight (mg) Pk mLof Volume | Amount Added (ppm) Area ""'"“";;::.‘]‘“"“" %% Recovery peen® | %RsD
Sample | 165.07 1.2 750 30 04631 293 985
25 Sample 2 166.34 1.2 750 30 039.8 291 479 v1R 0Tt
Sample 3 166 60 1.2 750 30 030.4 289 970
Sample | 168.66 2. 750 6.2 5.64 6.27 101.0
56 Sample 2 167.30 2. 750 62 8,134 6.27 101.1 10Lo 0.19
Sample 3 166,96 i 750 6.2 2229.837 6.25 100 8
Sample | 167.09 0 750 124 4477165 1255 1012
100 Sample 2 166.57 0 750 124 4456.113 1249 1007 100.4 096
Sample 3 167.06 50 750 124 4394.682 1232 99.3
Sample 1 165.74 1.5 750 186 6506.724 1823 98.0
150 Sample 2 166.21 135 750 126 6571.839 1842 990 986 0153
Sample 3 165.37 15 750 186 6560.354 1838 98 8
Mean 100.0
sD 1.23
il " RSD 123
Dane byv: Checked by:
Date: Date: A




Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

~ QbD Research & Developement Pvt.Ltd.

Injection Details ; « - : TR -

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

Vial Number: 2.1 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_ViIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method. PR Method_ 2 Dilution Factor:  1.0000

Injection Date/Time: 13-Jun-17 20:11 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
]3'00'000 _ 2 13-Jun-17 #3 Blank solution UV_VIS_1
{ HAU
32,50,000 g
12,00,000 ~

1,50,000 ]

1,00,000 -

50,000
o] ___,/\J”\
] min
_30‘000 5 r = T T 4 T T T T 12 v T T T T T T T o v T T T L T o 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
No. [Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IHAU*min %

Total:

Chromeleon (c) Dionex
Defaull/Integration Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1of 1

Injection Details L . 1 P

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

Vial Number: 2.2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: ~ 1.0000

Injection Date/Time: 13-Jun-17 20:22 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000

[Chromatogram ]
:3,00,000 _ o 13-Jun-17 #4 Standard solution 1_ 1 UV_VIS_1

1| IHAU

2,50,000 4

2,00,000 + 1 - Hydrochlorothiazide - 2.232

1,50,000

11,00,000 ]

| ]

| 50,000

1 \ | 2 - Ramipril - 4.200
o4 J\/\ ! | 1 r
| 1 min
i -30‘000 L r * * T ¥ ¥ o T x = ¥ T v T T ¥ v T " T T T T T i N T " v v 1
\ 0.0 SRR 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IWAU*min %

1 Hydrochlorothiazide 2,232 17285.375 79.64 1.17 4075 336.0

2 Ramipril 4.200 4418.407 20.36 1.08 5705 283.6

Total:

Chromelean (c) Dionex

Default/Integration Version 7.2.4.8525

Cers v s

e AY
'L‘L



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10f 1

Injection Details o :

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

Vial Number: 2.2 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 20:34 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00,000 7 13-Jun-17 #5 Standard solution 1_ 2 UvV_VIS_1
‘ 1| iHAU

2,50,000 ]

2,00,000 4 1 - Hydrochlorothiazide - 2.228

1,50,000

1,00,000

50,000 4
] 1 2 - Ramipril - 4.197
0] AT : I :
] min
-30‘000 I T T T T T T T T T T T T v T 1
e 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IBAU*min %

1 Hydrochlorothiazide 2.228 17282.203 79.63 Wi 4050 382.4
2 Ramipril 4.197 4421.912 20.37 1.08 5688 312.3
Total:

Default/Integration

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1 of 1

QbD Research & Developem td.
Injection Details o L o e
Injection Name: Standard solution 1_ 3 Run Time (min):  10.00
Vial Number: 2102 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 13-Jun-17 20:45 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[chromatogram ) 4
3.00,000 - 7 13-Jun-17 #6 Standard solution 1_ 3 UVv_VIS_1
HAU
|
'2‘50‘000 1
2,00,000 4 1 - Hydrochlorothiazide - 2.228
1,50,000 ]
1,00,000
50,000 ]
1 1 2 - Ramipril - 4197
0 A/\ J : | .
] min
-30,000 4! : - —— — - — — ———— ]
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min JUAU*min %
1 Hydrochlorothiazide 2.228 17295.827 79.88 1.15 4066 362.0
2 Ramipril 4.197 4355.796 20.12 1.08 5724 177.2
Total:

DefaulVIntegration

ﬁ,‘--jw’w

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

. Developement Pvt.Ltd.
Injection Details . . S
Injection Name: Standard solution 1_ 4 Run Time {min):  10.00
Vial Number: 2_2 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 13-Jun-17 20:56 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram : T T T T |
3,00,000 - 7 13-Jun-17 #7 Standard solution 1_ 4 UV_VIS_1
| 1| AU
2,50,000
| |
2,00,000 - 1 - Hydrochlorothiazide - 2.230
1,50,000
1,00,000
50,000
1 ) 2 - Ramipril - 4.198
| 0] _/\/\ 1 : 1 l
J min
_30'000 P ¥ ¥ T ¥ g T T T 2 T T T T T T ¥ » T = s v T v T T % v \d 1
0.0 ) 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) S/IN
min 'WAU*min %
1 Hydrochlorothiazide 2.230 17285.744 79.87 147 . 4071 i 401.8
2 Ramipril 4.198 4355.281 20.13 1.08 ; 5732 284.3
Total:
Chromeleon (c) Dionex
DefaultIntegration Version 7.2.4.8525
" a - £ N %
1y~ 34 n . AY



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

QbD Research & Deveﬁlopenﬁeﬁt;l?@yt.l.td.( iy
S B i .‘ g B i x L
Injection Details ~ L e
Injection Name: Standard solution 1_5 Run Time (min):  10.00
Vial Number: 252 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: ~ 1.0000
injection Date/Time: 13-Jun-17 21:07 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram ]
3,00.000 - 7 13-Jun-17 #8 Standard solution 1_ 5 Uv_WVIS_1
_ 1| HAU
2,50,000 |
12,00,000 , 1 - Hydrochlorothiazide - 2.232
1,50,000
1,00,000 ]
50,000 -
T | 2 - Ramipril - 4.200
0 S AL J ¢ I :
] min
-30,000 - r T T T o ¥ T T T T T b T T T T T T y » T T 1
| 00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IMAU*min %
1 Hydrochlorothiazide 2.232 17282.372 79.90 1.15 4072 409.8
2 Ramipril 4.200 4348.789 20.10 1.07 5735 260.7
Total:

Default/Integration

vy dun

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1of 1

QbD Research & Developement Pvt.Ltd.
Injection Details _ . § e
Injection Name: Standard solution 2_ 1 Run Time (min):  10.00
Vial Number: 23 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_vis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: ~ 1.0000
Injection Date/Time: 13-Jun-17 21:19 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
Chromatogram : : i : i i S i
3.00,000 - 7 13-Jun-17 #9 Standard solution 2_ 1 UV_VIS_1
AU
2,50,000
2,00,000 -
1,50,000
1.00.000 | 1 - Hydrochlorothiazide - 2.233
50,000
[ 1 | 2 - Ramipril - 4.202
0 _/\/\ I | 1 J\ :
1 min
| -30.000 Jr T T T T T T T T T T T T T T i T T T T T T T T T T B T T 1
| oD}, 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'HAU*min %
1 Hydrochlorothiazide 2:233 8705.757 66.29 1.15 4160 148.7
2 Ramipril 4.202 4426.565 33.71 1.07 5786 302.2
Total:
Chromeleon (c) Dionex
Defaull/Integration Version 7.2.4.8525
i \
M,jun"a' R
Lt

Jv



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

Injection Details

Standard solution 2_ 2

e

Run Time (min):

Injection Name: 10.00

Vial Number: 2.3 Injection Volume: 10.00

Injection Type: Unknown Channel: uv_vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 21:30 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3,00,000 - 7 13-Jun-17 #10 Standard solution 2_ 2 UV_VIS_1

HAU

2,50,000

%2,00,000 -

1,50,000 ]

!

| 1.00.000 i 1 - Hydrochlorothiazide - 2.233
| 50,000
| 1 1 2 - Ramipril - 4.202
|

|

B NG -

|

‘ min
J -30‘000 i T T T T T T T v T T T o T T T i 4 iy i
| 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN

min IWAU*miIn %

1 Hydrochlorothiazide 2.233 8705.898 66.30 1.14 4171 159.0

2. Ramipril 4.202 4424.769 33.70 1.07 5785 297.5

Total:

Default/Integration

- I 1T

Chromeleon (c) Dionex

Version 7.2.4.8525
5
%q-\’h



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

h & Developement Pvt.Ltd.
Injection Details e G o LRI
Injection Name: Standard solution 2_ 3 Run Time (min):  10.00
Vial Number: 2:3 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_Vis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 13-Jun-17 21:41 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[chromatogram e R |
|3.00‘000 _ 2 13-Jun-17 #11 Standard solution 2_ 3 UV_VIS_1
[ 1| AU
2,50,000 +
2,00,000 A
1,50,000 -
1.00.000 “ 1 1 - Hydrochlorothiazide - 2.232
50,000 ]
1 | 2 - Ramipril - 4.202
0_- _/\/\ 1 I i .
min
—30‘000 B ¥ v T o B 5 T v T H T " T T " L . T X T y v T T T ¥ T L z 1
/01 stk b, 10 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IwAU*min %
1 Hydrochlorothiazide 2.232 8706.480 66.66 1.16 4197 167.1
2 Ramipril 4.202 4354.267 33.34 1.08 5853 271.8
Total:
Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525
Lt !

~ g o
| %ﬂrm
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1of 1

- QbD Research & Developement Pvt.Ltd.

Injection Detail: Gl e

Injection Name: Standard solution 2_ 4 10.00

Vial Number: 23 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_ViISs_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 21:53 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 7 13-Jun-17 #12 Standard solution 2_ 4 UV_VIS_1

HAU

2,50,000 -

2,00,000 -

1,50,000 -

1.00.000 4 | 1 - Hydrochlorothiazide - 2.232

50,000 4
1 2 - Ramipril - 4.202
0-‘ ———J\/\ I r 1 /\ |
| min

.30‘000 g J T R . v T T T v T T ¥ T b . ¥ T ¥ v r T T T M 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
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN

min IHAU*min %

1 Hydrochlorothiazide 2.232 8713.060 66.68 11l 4220 171.5
2 Ramipril 4.202 4353.363 33.32 1.08 5874 2152
Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

L o

1y~ 3



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10f 1

QbD Research & Developement Pvt.Ltd.

Injection Details

Standard solution 2_ 5

Run Time (min):

10.00

Injection Name:
Vial Number: 243 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 13-Jun-17 22:04 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[chromatogram |
3.00.000 - 7 13-Jun-17 #13 Standard solution 2_ 5 UV_VIS_1
1| AU
2,50,000 4
2,00,000 ]
‘ |
1,50,000 ]
e han | 1 - Hydrochlorothiazide - 2.230
} ]
| 50,000
| 1 2 - Ramipril - 4.200
0 /\/\ 1 . ] .
] min
-30,000 - r ¥ T > T = ¥ T x ¥ T Y T T ¥ g T y ¥ T Y 3! T ¥ J T T Y r 3 1
130/0% 1.0 2.0 3.0 4.0 5.0 6.0 70 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 1WAU*min %
1 Hydrochlorothiazide 2.230 8708.535 66.70 1.15 4209 184.2
2 Ramipril 4.200 4347.255 33.30 1.07 5873 2772
Total:

Default/Integration

T nF

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42  Sequence:13-Jun-17 Page 1 of 1

Injection Details e Sk ; : ; e

Injection Name: Placebo solution Run Time (min):  10.00

Vial Number: 2_4 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor:  1.0000

Injection Date/Time: 13-Jun-17 22:15 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram ' o
;3‘00,000 _ 7 13-Jun-17 #14 Placebo solution UV_VIS_1

HAU

2,50,000

2,00,000 ]

1,50,000 ]

1,00,000 ]

50,000 A
A min
'30'000 T T T T v T . v T v T . T o T . r T T v T T ¥ ¥ T - T o 1
7 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) [ Plates (USP) S/N
min WAU*min %

Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

3\

(pans” e
.%;/’::.-1% %-\Y

gl d



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

QbD Research & Developement Pvt.Ltd.

Injection Details . e D o

Injection Name: Accuracy 25% solution 1 Run Time (min):  10.00

Vial Number: 2.5 Injection Volume: 10.00

Injection Type: Unknown Channel: uv_vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 22:26 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 7 13-Jun-17 #15 Accuracy 25% solution 1 UV_VIS_1

1HAU

12,50,000

2,00,000 4

1,50,000 -

1,00,000

50.000 A | 1 - Hydrochlorothiazide - 2.233
J\/\ 12 - Ramipril - 4.205
04 ] r 1 T
min
_30'000 “r 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
No. [Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min \WAU*min % i

1 Hydrochlorothiazide 21283 4312.542 80.48 1) 4282 44.9

2 Ramipril 4.205 1046.315 19.52 1.07 6004 62.2

Total:

Default/Integralion

(e

Yy JA0T

K

Chromeleon (c) Dionex
Version 7.2.4.8525

N

Wd\(ﬁ
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

i ‘QbD Research & Deve_lopé_h‘l_ent_ Pvt.Ltd.

Injection Details

5

Injection Name:

Accuracy 25% solution 2

Run Time (min):

10.00

Vial Number: 2_6 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 13-Jun-17 22:38 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram : -
3,00,000 - 7 13-Jun-17 #16 Accuracy 25% solution 2 UV_VIS_1
'pAU
2,50,000
2,00,000 -
1,50,000
[1,00,000 -
;
56 000 ] | 1 - Hydrochlorothiazide - 2.235
| 2 - Ramipril - 4.207
o4 ] | By
] R T
d min
730‘000 W T ¥ T b v T L T T v T M T v T L . T b 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min WAU*min %
1 Hydrochlorothiazide 2235 4311.647 80.57 15951 4294 48.3
2 Ramipril 4.207 1039.863 19.43 1.08 6041 60.1
Total:

DefaultIntegration

B

s n"lq—
Ot

Chromeleen (c) Dionex

o
A

Version 7.2.4.8525

b



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details e e i

Injection Name: Accuracy 25% solution 3 Run Time (min):  10.00

Vial Number: 247 Injection Volume: 10.00

Injection Type: Unknown Channel: uv_vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 22:49 Sample Weight.  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 7 13-Jun-17 #17 Accuracy 25% solution 3 Uv_VIS_1
E 1| AU

2,50,000

2,00,000 -

1,50,000 1

1,00,000 1

50 000 4 | 1 - Hydrochlorothiazide - 2.235
] /\ 2 - Ramipril - 4.207
0- 1 1
r T

| min

-30'000 5 r X T T v T 4 ¥ T T s T T T b T ¥ 1

0.0 130 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IWAU*min %

1 Hydrochlorothiazide 2.235 4311.853 80.71 s 4312 = 50.5
2 Ramipril 4.207 1030.405 19.29 1.07 6064 60.2
Total:

Default/Integration

!,_r,ju(h 1%

N
i

o

LA

Chromeleon (c) Dicnex
Version 7.2.4.8525

a8



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1 of 1

QbD Research & Developemen Ltd. -

Injection Details e i ; ;

Injection Name: Accuracy 50% solution 1 Run Time (min):  10.00

Vial Number: 2_8 Injection Volume: 10.00

injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 23:00 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
[3}00‘000 7 13-Jun-17 #18 Accuracy 50% solution 1 UV_VIS_1
; 1| IHAU

|

250,000 1

2,00,000

1,50,000

i 1 - Hydrochlorothiazide - 2.235
1,00,000 +
‘ ]

50,000 A

1 2 - Ramipril - 4.207

o-z——J\/\l : B AN

1 min
-30,000 - r T . - ' T v T 13 T T T T T T ¥ T T v g 2 T i B X T Y ¥ T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'WAU*min %
1 Hydrochlorothiazide 2235 8853.362 79.84 1.13 4329 110.4
2 Ramipril 4.207 2235.645 20.16 1.06 5982 103.7
Total:

Chrameleon (c) Dionex
Defaull/Integration Version 7.2.4.8525

A

u—f“’“*‘“(



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

bD Research & Developement Pvt.Ltd.
Injection Details . T BER)
Injection Name: Accuracy 50% solution 2 Run Time (min):  10.00
Vial Number: 2.9 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 13-Jun-17 23:12 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram i
3.00,000 - 7 13-Jun-17 #19 Accuracy 50% solution 2 UV_VIS_1
IHAU
2,50,000
12,00,000
1,50,000
i |
1 1 1 - Hydrochlorothiazide - 2.235
1,00,000 A
50,000 ]
| | 2 - Ramipril - 4.207
0 j\/\ I js I ;
] min
| -30,000 = - - — 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
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'WAU*min %
1 Hydrochlorothiazide 2.235 ~ 8854.541 79.82 1.14 4349 114.7
2 Ramipril 4.207  2238.134 20.18 1.07 5998 125.4
Total:

Default/Integration

“_‘,.jqn’

i+

Chromeleon (c) Dionex

Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1 of 1

- QbD Research & Developemen
Injection Details ek : S 3
Injection Name: Accuracy 50% solution 3 Run Time (min):  10.00
Vial Number: 2_10 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 13-Jun-17 23:23 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram
[T = 13-Jun- rYRETT
13.00,000 - 7 13-Jun-17 #20 Accuracy 50% solution 3 UV_VIS_1
\ 1| eAU
\
2,50,000 A
|
2,00,000 -
1,50,000 ]

1 1 1 - Hydrochlorothiazide - 2.235
1,00,000 4
50,000

1 2 - Ramipril - 4.207

0_: /\j\l L 1 /\ —

] min
-30’000 % r T T T T T T v v . T Y v T x r T T T ¥ ¥ Y T T 4 T T 1
o 0.0 1.0 2.0 A 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'WAU*min %
1 Hydrochlorothiazide 2.235 8850.059 79.87 13 & 4362 126.9
2 Ramipril 4.207 2229.837 20.13 1.06 6007 123.7
Total:
Chromeleon (c) Dionex
DefaulVIntegration Version 7.2.4.8525

.—W
g



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

QbD Research & Developement Py :

Injection Details e o

Injection Name: Accuracy 100% solution 1 Run Time (min):  10.00

Vial Number: 21 Injection Volume: 10.00

Injection Type: Unknown Channel: UVv_ViIs_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor:  1.0000

Injection Date/Time: 13-Jun-17 23:34 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00,000 - 7 13-Jun-17 #21 Accuracy 100% solution 1 UV_VIS_1

1HAU
2,50,000
1 - Hydrochlorothiazide - 2.235

2,00,000 4

1,50,000

1,00,000

50,000 A
1 2 - Ramipril - 4.207
04 —_J\/\ 1 r | 0

| ] min

-30,000 - — - - - - - - = : f 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
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'wAU*min %

1 Hydrochlorothiazide 2.235 17595.550 79.72 1.13 4335 255.1
2 Ramipril 4.207 4477.165 20.28 1.07 6007 268.8
Total:

Default/Integration

G,

i
Py 0

Chromeleon (c) Dionex

\

%AX

fLQ'/

Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

Injection Details - 7 T

Injection Name: Accuracy 100% solution 2 Run Time (min):  10.00

Vial Number: 212 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 13-Jun-17 23:45 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[chromatogram

3.00,000 5 2 13-Jun-17 #22 Accuracy 100% solution 2 UV_VIS_1

1| AU
2,50,000 ]
1 - Hydrochlorothiazide - 2.232

2,00,000

1,50,000

1,00,000

50,000
i 1 2 - Ramipril - 4.205
| : A /\
| 04 I T | I
§ min
;-so‘oooj, : - - —_——————— 3
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IWAU*min %

1 Hydrochlorothiazide 2.232 17547.427 Tkl 345 4338 264.3

2 Ramipril 4.205 4456.113 20.25 1.07 6009 224.8

Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

£ : G
%ﬁs" ¥ %J'K

AU



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

QbD Research & Developement Pvt.Lt
Injection Details e i :
Injection Name: Accuracy 100% solution 3 Run Time (min):  10.00
Vial Number: 2_13 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_Vvis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 13-Jun-17 23:57 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
lalromatogram ; i (R el i e |
_S,TO,-OOG i B 13-Jun-17 #23 Accuracy 100% solution 3 UV_VIS_1
1] HAU
2,50,000 ]
: 1 - Hydrochlorothiazide - 2.233
2,00,000
11,50,000 4
1,00,000 |
50,000 -
4 1 2 - Ramipril - 4.207
0: /\j\ | q I]\ T
] min
-30,000 J e — - —— — - : — — — ]
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'pAU*min %
1 Hydrochlorothiazide 2.233 17569.828 79.99 1.15 4347 276.6
2 Ramipril 4.207 4394.682 20.01 1.07 6057 238.5
Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

1

%’H i WJ"}(
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1of 1

Injection Details S L e e

Injection Name: Accuracy 150% solution 1 Run Time (min):  10.00

Vial Number: 2_14 Injection Volume: 10.00

Injection Type: Unknown Channel: uUv_Vvis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor:  1.0000

Injection Date/Time: 14-Jun-17 00:08 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram 4

7 13-Jun-17 #24 Accuracy 150% solution 1 UV_VIS_1
3.00,000 ] IUAU 1 - Hydrochlorothiazide - 2.233
]
2,50,000 -.
]

2,00,000

1,50,000

1,00,000 ]

50,000 — | 2 - Ramipril - 4.205

| 04 /\/\ | . 1 0

| min
| -30,000 - — T T T T T T % T T T T T T T T i

A 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IWAU*min %

1 Hydrochlorothiazide 2.233 25971.796 79.97 1.14 4329 423.2

2 Ramipril 4.205 6506.724 20.03 1.08 6045 3446

Total:

Default/Integration

AT

o

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1 of 1

QbD Research & Developement Pvt.Ltd.

Injection Details ~ - e SRR e

Injection Name: Accuracy 150% solution 2 Run Time {min):  10.00

Vial Number: 215 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 00:19 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight.  1.0000
[Chromatogram TR v R e |
[ 7 13-Jun-17 #25 Accuracy 150% solution 2 UV_VIS_1
|3.00,000 - AU 1~ Hydrochiorothiazide - 2.233

2,50,000 -

]

2,00,000 ]

1,50,000

1,00,000 ]

50,000 __ | 2 - Ramipril - 4.207
| ]
04 —_j\/\ I . 1 ¢
min

-30,000 - r T T T d T T T T T ¥ T T T T T T T T T T T v T T T T T 1
i 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN

min IWAU*min %

1 Hydrochlorothiazide 20283 25966.558 79.80 1.14 .. 4330 441.5
2 Ramipril 4.207 6571.839 20.20 1.07 ... 6020 396.8
Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525

N,

@/"‘:,‘,\‘a %,\Y
il

'\brj



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1 of 1

QbD Research & Developement Pvt.Lt

Injection Details i ; BRl) 3 )

Injection Name: Accuracy 150% solution 3 Run Time (min):  10.00

Vial Number: 2_16 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 00:30 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram =
3.00,000 - 7 13-Jun-17 #26 5l Accuracy 150% solution 3 UV_VIS_1

1| AU 1 - Hydrochlorothiazide - 2.233
1

2,50,000 ]

2,00,000 4

1,50,000

i1,00‘000 ]

50,000 2 - Ramipril - 4.207
4 G L e
: min
| 30,000 - r T T T v b . T T & Y T ¥ T z v T v T T T £ G T T T T T d
| 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0|
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) S/N
min WAU*min %

1 Hydrochlorothiazide 2.233 25930.706 79.81 1.16 4363 4326

2 Ramipril 4.207 6560.354 20.19 1.08 6047 396.7

Total

Chromeleon (c) Dionex
DefaulVIntegration Version 7.2.4.8525

| >
1@?:\, 17 %f?f



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1of 1

QbD Research & Developement Pvt.Ltd

Injection Details : i ; e = o
Injection Name: Bracketing standard solution 1 Run Time (min):  10.00

Vial Number: 212 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_Vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 00:42 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3,00,000 - 7 13-Jun-17 #27 Bracketing standard solution 1 UV_VIS_1

1| AU

2,50,000
|
';2'0&000 ] 1 - Hydrochlorathiazide - 2.228

1,50,000 ]

1,00,000

50,000
| 2 - Ramipril - 4.202
04 /\/\ ] : | 0
min

-30'000 T T T T T b T T T T T T 1
i 0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. [Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN

min IPAU*min %

1 Hydrochlorothiazide 2.228 17337.559 80.05 1.16 4247 544 4
2 Ramipril 4.202 4321.409 19.95 1.07 5931 140.5
Total:

Default/Integration

G

el
17

b

(;‘"

Chromeleon (c) Dionex
Version 7.2.4.8525

X



Instrument:QbD-INST-HPLC-42  Sequence:13-Jun-17 Page 10f 1

Injection Details . L e
Injection Name: Placebo solution Run Time (min):  10.00
Vial Number: 2547 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 14-Jun-17 00:53 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram &
300,000 - 7 13-Jun-17 #28 Placebo solution UvV_VIS_1
1| IHAU
2,50,000 ]
2,00,000 ]
[1,50,000 ]
1,00,000 A
50,000 4
O-‘ J\/\
] min
-30,000 - — —_— - —_— — — 3
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IWAU*min %
Total:
Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525

g

@5‘:\, E} %/(\v\{
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1of 1

Injection Details L : o

Injection Name: Accuracy 50% solution 1 Run Time (min):  10.00

Vial Number: 2_18 Injection Volume: 10.00

Injection Type: Unknown Channel: uv_vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 01:04 Sample Weight: _ 1.0000

User Name: Pankaj Gurav Sample Weight: _1.0000
[chromatogram

3.00,000 - 7 13-Jun-17 #29 Accuracy 50% solution 1 UV_VIS_1

1] AU

2,50,000 ]

2,00,000 A

1,50,000

1,00,000 ]

50 000 - 1 1 - Hydrochlorothiazide - 2.233
12 - Ramipril - 4.208
o4 J i\ | ! r
min
-30'000 = r T » T ¥ o 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
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min 'WAU*min %

1 Hydrochlorothiazide 2.233 4212.510 66.22 1l 4426 Thu

2 Ramipril 4.208 2148.699 33.78 1.07 6132 82.0

Total:

Default/Integration

@% 14

\ue

Chromeleon (c) Dionex
Version 7.2.4.8525



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details i . R e
Injection Name: Accuracy 50% solution 2 Run Time (min):  10.00
Vial Number: 2_19 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 14-Jun-17 01:16 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram i R : i B |
~ TR - :
13‘00‘000 A 7 13-Jun-17 #30 Accuracy 50% solution 2 UVv_VIS_1
[ 1| kAU
2,50,000 -
2,00,000 ]
1,50,000
1,00,000 ]
50 000 4 i 1 - Hydrochlorothiazide - 2.233
1 2 - Ramipril - 4,208
04 —_/\/\ 1 1 /\
1 T I
min
i -30,000 - r T T e T Y T ' : T T T T 4 = T T T T T v T T T 1
| 00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IWAU*min %
1 Hydrochlorothiazide 2.233 4212.513 66.15 1.14 4432 ; 71.4
2 Ramipril 4.208 2155.278 33.85 1.07 6129 82.0
Total:
Chromeleon (c) Dionex
DefaultIntegration Version 7.2.4.8525
“.
@‘}""’ e W 7Y
-1 f
"}Mf\ = f\
0
\ %



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1 of 1

Injection Details e ; : i
Injection Name: Accuracy 50% solution 3 Run Time (min):  10.00
Vial Number: 2 20 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 14-Jun-17 01:27 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram - i TR R T R e e |
3,00,000 7 13-Jun-17 #31 Accuracy 50% solution 3 UV_VIS_1
J[mau
2,50,000 (
2,00,000 -
{1,50,000 A
1,00,000 -
50.000 ] | 1 - Hydrochlorothiazide - 2.233
] , 2 - Ramipril - 4.208
O: —_J\_/\ | I /\
] T T
i min
.30‘000 T u T B T T M T Y T T » T H T ¥ ¥ T T T T w T il 1
b h 200 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. [Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min IWAU*min %
1 Hydrochlorothiazide 2.233 4209.564 66.14 ) 4425 75.8
2 Ramipril 4.208 2154.722 33.86 1.07 6116 73.0
Total:
Chromelean (c) Dionex
Default/Integration Version 7.2.4.8525

.

/@_\/N?:,V'i ¥ %&“{

u a4



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

QbD Research & Developement Pvt.Lt L
Injection Details 2 £ na
Injection Name: Accuracy 100% solution 1 Run Time (min):  10.00
Vial Number: 221 Injection Volume: 10.00
Injection Type: Unknown Channel: uv_wvis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Metheod: PR Method_ 2 Dilution Factor: 1.0000
Injection Date/Time: 14-Jun-17 01:38 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram ]
3.00.000 ~ 7 13-Jun-17 #32 Accuracy 100% solution 1 Uv_VIS_1
1| AU
]
2,50,000
2,00,000 )y
[1,50,000 -
1 1 1 - Hydrochlorothiazide - 2.233
1,00,000 A
50,000 y
| ] | 2 - Ramipril - 4.208
| A
04 ]\/\ L : 1 :
min
-30'000 iy ¥ T T T T T T T T T T T T T T T 5 T v 5 M T 1
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. [Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IWAU*min %
7l Hydrochlorothiazide 25233 8787.277 66.67 115 4430 171.8
2 Ramipril 4.208 4393.667 33.33 1.07 6081 190.7
Total:

Default/Integration

Gl

(L

Juary

1

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

QbD Research & Developement Pvt.Lt

Injection Details : ) SRR o

Injection Name: Accuracy 100% solution 2 Run Time (min):  10.00

Vial Number: 2322 Injection Volume: 10.00

Injection Type: Unknown Channel: UV_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 01:49 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram ' e St D T DN AR |
3,00,000 7 13-Jun-17 #33 Accuracy 100% solution 2 UV_VIS_1

HAU

| ]
12,50,000

2,00,000 ]

1,50,000 ]

1 1 - Hydrochlorothiazide - 2.233
1,00,000
50,000 ]
1 1 2 - Ramipril - 4.208
. NeiE A
min
-30‘000 TG B e T T x T i T A T ¥ . L T ¥ E T T T Y x ¥ T T m H T o 1
0.0 be 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
Na. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min IMAU*min %

1 Hydrochlorothiazide 2.233 8784.564 66.93 ki) 4428 172.0

2 Ramipril 4.208 4339.654 33.07 1.08 6113 219.0

Total:

Chromeleon (c) Dionex

Default/Integration Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

.Ltd.

Injection Details il b

Injection Name: Accuracy 100% solution 3 Run Time (min):  10.00

Vial Number: 2_23 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_VIS_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 02:01 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram Bl i SR : i ' ~ )
3,00,000 - 7 13-Jun-17 #34 Accuracy 100% solution 3 UV_WVIS_1

1| IHAU

2,50,000

2,00,000 -

1,50,000 ]

| 1 - Hydrochlorothiazide - 2.232
1,00,000 -
50,000 1

1 2 - Ramipril - 4.208

i i g

-30,000 - f " T T ” T T i T T T T T ¥ 4 T i L Y T T T : T T T v T r 1
o 00 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN

min IBAU*min %
1 Hydrochlorothiazide 2.232 8798.959 66.63 118 4439 172.0
2 Ramipril 4.208 4407.523 33:37 1.06 6102 2253
Total:

Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 1of 1

QbD Research & Developement Pvt.Ltd.
Injection Details i : e e R
Injection Name: Accuracy 150% solution 1 Run Time (min).  10.00
Vial Number: 2_24 Injection Volume: 10.00
Injection Type: Unknown Channel: UV_VIS_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor: 1.0000
injection Date/Time: 14-Jun-17 02:12 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
3.00.000 - 7 13-Jun-17 #35 Accuracy 150% solution 1 UVv_VIS_1
{HAU
2,50,000 +
2,00,000 -
1 | 1 - Hydrochlorothiazide - 2.235
1,50,000 -
1,00,000
50,000 1 2 - Ramipril - 4.210
Ot J\/\ | T | I
f 1 min
! 730‘000 %) r T T v T T r B Y T i v v T T T T T T T T L v - T x v 1
0.0 1.0 2.0 130 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) SIN
min 'WAU*min %
1 Hydrachlorothiazide 2.235 13273.398 67.24 - 1.14 4446 272.0
2 Ramipril 4.210 6466.588 32.76 1.07 6129 128
Total:
Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525
@Wﬂ 1 W
: p A
Vi T Y

W



Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 10of 1

QbD Research & Developement Pvt.Ltd.
Injection Details - ; T T =
Injection Name: Accuracy 150% solution 2 Run Time (min):  10.00
Vial Number: 225 Injection Volume: 10.00
Injection Type: Unknown Channel: Uv_Vis_1
Calibration Level: Wavelength: 210
Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.
Processing Method: PR Method_ 2 Dilution Factor:  1.0000
Injection Date/Time: 14-Jun-17 02:23 Sample Weight:  1.0000
User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram
3.00,000 - 7 13-Jun-17 #36 Accuracy 150% solution 2 UV_VIS_1
1] WAU
2,50,000 4
2,00,000
4 1 1 - Hydrochlorothiazide - 2.233
1,50,000
1,00,000 ]
50,000 ] | 2 - Ramipril - 4.208
0__ —J\/\ J . ] .
] min
‘ -30'000 I B B T T T ¥ T g T T L T T T . 1 T . T > T T T T 1
et 0.0 A0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min \HAU*min %
1 Hydrochlorothiazide 2.233 13266.470 66.99 1.16 4436 256.0
7 Ramipril 4.208 6538.149 33.01 1.08 6105 319.9
Total:

Default/Integration

w3

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17

Page 1 of 1

'QbD Research & Developement Pvt.Ltd.

Injection Details L ; o e 2 '“,

Injection Name: Accuracy 150% solution 3 Run Time (min):  10.00

Vial Number: 2_26 Injection Volume: 10.00

Injection Type: Unknown Channel: UVv_Vis_1

Calibration Level: Wavelength: 210

Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 02:35 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram |
‘3 00.000 _' 7 13-Jun-17 #37 Accuracy 150% solution 3 UV_VIS_1
[ Al

2,50,000 -

2,00,000 i
1
| { | 1 - Hydrochlorothiazide - 2.235

1,50,000

1,00,000

50,000 , | 2 - Ramipril - 4.210
i ]
| | —J\/\_IJ
i i ' ' '
. 1 min
| -30,000 -] — — — —— — —— — — — ]
| 2100 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. Peak Name Retention Time Area Rel.Area Asymmetry (EP) | Plates (USP) SIN
min WAU*min %

1 Hydrochlorothiazide 285 13253.804 66.99 1.14 4457 273.4

2 Ramipril 4.210 6530.345 33.01 1.08 6119 303.0

Total:

Default/Integration

@ﬁ‘;m

\w

Chromeleon (c) Dionex
Version 7.2.4.8525
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Instrument:QbD-INST-HPLC-42 Sequence:13-Jun-17 Page 10of 1

h & Developement Pvt.Ltd i

Injection Details e : A

Injection Name: Bracketing standard solution 2 Run Time (min):  10.00

Vial Number: 2.3 Injection Volume: 10.00

Injection Type: Unknown Channel: Uv_Vis_1

Calibration Level: Wavelength: 210

instrument Method: Ramithiazide Dissolution HPLC-42_ 01 Bandwidth: n.a.

Processing Method.: PR Method_ 2 Dilution Factor: 1.0000

Injection Date/Time: 14-Jun-17 02:46 Sample Weight:  1.0000

User Name: Pankaj Gurav Sample Weight:  1.0000
[Chromatogram 1
3.00.000 - 7 13-Jun-17 #38 Bracketing standard solution 2 UV_VIS_1

HAU

2,50,000

2,00,000 +

1,50,000 -

| 1 - Hydrochlorothiazide - 2.232
1,00,000

50,000 4
1 2 - Ramipril - 4.208

0_E _/\/\| _1/\|

J min
-30'000 T » . T T w ¥ T T ¥ = T L T o z T . N T ¥ T T v v T 1
0.0 235 L 5120 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
No. |Peak Name Retention Time Area Rel.Area Asymmetry (EP) Plates (USP) S/N
min IHAU*min %
1 Hydrochlorothiazide 2.232 :8717.239 66.85 1.16 4418 270.8
2 Ramipril 4.208 4323.250 siinl] 1.07 6086 134.5
Total:

Chromeleon (c) Dionex
Default/Integration Version 7.2.4.8525
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Instrument Method: Ramithiazide Dissolution HPLC-42_ 01 ‘ Overview
Last Update Operator: Santosh Padmere

Name Ramithiazide Dissolution HPLC42_ 01
Data Vault QbD_2017
Path chrom:/iqbdser03/QbD_2017/Method Validation/Generic Health

Care/Ramithiazide Tablets/Dissolution/13-Jun-
17.seq/Ramithiazide Dissolution HPLC-42_ 01.instmeth

Comment Ramithiazide Dissolution

Description

Run time 10.000 [min]

Instrument QbD-INST-HPLC-42 on qbd-pc-03
Created 30-May-17 14:55 +05:30 Rohini Sonawane

Last Update 13-Jun-17 16:28 +05:30 Santosh Padmere
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Chromeleon 7, Printed by Pankaj Gurav
Version 7.2.4.8525, Thermo Fisher Scientific Page 10f 2 13-06-17 19:45



Instrument Method: Ramithiazide Dissolution HPLC-42_ 01

Last Update Operator: Santosh Padmere '
J
Stage Command i Value Comment
Instrument Setup
initial
Pump.%A.Equate "Mobile Phase"
Pump.%B.Equate "%B"
Pump.%C.Equate "%C"
Pump.%D.Equate "%D"
Pump.Pressure.LowerLimit 0 [bar]
Pump.Pressure.UpperLimit 378 [bar]
Sampler. Temperature.Nominal 25[°C]
Sampler.WashMode Both
Sampler.WashVolume 500 [ul]
Sampler.WashDuration 10 [s]
Sampler.SyringeSpeed 15.0 [ul/s]
Sampler.NeedleStroke 52 [mm]
ColumnQven.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 =
10.000 [min]
0.000
Pump.Flow 1.000 [ml/min]
Pump.%B.Value 0.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
10.000
Pump.Flow 1.000 [mifmin]
Pump.%B.Value 0.0 [%]
Pump.%C.Value 0.0 [%]
Pump.%D.Value 0.0 [%]
Stop Run 5
10.000
UV.UV_VIS_1.AcqOff
End
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