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2.0 OBJECTIVE

To monitor the process for establishing documented evidence to ensure that the process variables including the
critical process parameters are under control and to demonstrate that the process consistently produces a product
meeting its predetermined specification and quality attributes.

3.0 SCOPE _

The validation activity shall be carried out to ensure that this product, meets predetermined specification and
quality attributes when manufactured in stages from Dispensing, Granulation, Compression and Packing.

4.0 RESPONSIBILITY

Department Responsibilities

To prepare, review, approved and authorized the protocol. Execution these

Quality Assurance protocol samplings during validation as per sampling plan.

To review and approve the protocol and to co-ordinate and support for process

Production .
validation.

To review and approve the protocol and responsible to analysis of collected

Quality Control —

5.0 IDENTIFICATION OF VALIDATION TEAM AND TRAINING
. Personnel shall be identified from QA, QC, PD department and trained for executing this validation activity.

S: No. ‘Name Department Designation Sign/Date
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Training details

Name of the trainer: g%mpm (2

Duration: 25 a0
Signature Of trainer: v 0 Q\\‘w\,\ ? e
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6.0 ABBREVIATIONS
Acronym Definition Acronym Definition
P Protocol NMT Not more than
QA Quality Assurance °C Degree Celsius
QC Quality Control % Percentage
PV Process validation mg. Milligram
BMR Batch manufacturing record RPM Rotation per minute
TABS , Tablets RSD Relative standard deviation
1P Indian pharmacopeia 00S Out of Specification
BP British pharmacopeia g. Gram
USP United states pharmacopeia ' Kg. Kilogram
ICH International conference on harmonization 1t. Litre
GMP Current Good Manufacturing practices : mm. Millimetre
IH In house | ml. Millilitre
API ' Active pharmaceutical ingredient i NLT Not less then
PD Production FG Finished goods
D Identification ' RH Relative humidity
S. Serial | R-LAF Reverse laminar Air flow
No. Number : LOD Loss on drying
CPP Critical process parameter DT Disintegration time
CQA Critical quality attributes Qty. : Quantity
CpC Critical process control IPC In process container
uv Ultra violet ' NA Not applicable
HPLC High performance liquid chromatography MLT Microbial limit test
Max. Maximum HMI Human Machine Interface
Min. Minimum ' S :

7.0 TYPE OF VALIDATION

Prospective validation
Concurrent validation
Re-validation
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8.0 REASON FOR VALIDATION
Reasons Tick in the appropriate row Reasons Tick in the appropriate row
— ; :
New formulation y Signilisiny hinges -
4 process :
Change in Change/modification in
formulation equipment
th
Change in location - Any : oHier - reasons Concurrent validation
(specify)

some of materials

Critical change in

9.0 PRE REQUISITES OF PROCESS VALIDATION
1. The batches will be manufactured as per the respective batch manufacturing record.

2.
3.

-quality control.

products

respect to the specifications. |

10.0 PRODUCT DETAILS

The equipments utilized for manufacturing as per list of equipments and BMR.
The raw material used for manufacturing will be from approved manufacturer and shall be released by

The critical processparameters of the process will be evaluated with respect to quality attributes of the
Sampling of in-process samples will be carried as per established sampling procedure-and plan.

Critical in-process will be evaluated with respect to the laid down specification.
Finished drug product of these batches will be analysed as per laid down test procedures and comply with

Product Name GENSET
Dosage Form Oral Tablet
Each film coated tablet contains:
Label Claiz Ceti.riz'zine Hydrochloride BP .......... 10 mg
EXCIPIENLS «.cecvuireeenreeeneeneeeeesnenenes q.s.
Colour: Approved colour used
Average weight of Coated tablet | 120.8 mg
i 2 3
Batch number
i 4 B 210\ o\ QF 2Npoth GE 21020|
Batch size 30.0L 30.0L 30.0L
Manufacturing date 0| ] 2o 24 O 202y O'_%/\%H
Lxplry.datg \ 22022 at] 2024 02 o024
Started on hg’go‘\g_op_r B’\\PL\;;@H L\]nslzazf
Completed on ["’)L’Tol]%:za-— Q \‘o gj 202/ N ’Z/!o,ﬂ%t'{
Contiollad Copy No ) 9
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11.0 BILL OF MATERIALS
g Quantity/ | Std. quantity | OA/ uaﬁ?ﬁ'
| Name of the Ingredient | Spec. Item Code Tablets | per30,00,000 | rL |9 Y per
No. i) tablets (kg) (%) 30,00,000
tablets (kg) |
Dry mixing material: :
1 Cetirizine Hydrochloride* BP RAI/SP/C018 10.000 30.000 .- 30.000
2 | Dried Maize Starch** BP IRM/SP/M001 59.900 179.700 - 179.700
3 Lactose Monohydrate BP REX/SP/L003 32.800 98.400 - 98.400
Binder Material:
4 | Dried Maize Starch BP IRM/SP/M001 4270 12.810 - 12.810
5 Purified Water BP NA g.s. 40.000 - 40.000
Theoretical Weight of Dried Granules | 106.970 320.910 - 320910
Lubrication Material: ,
6 Colloidal Silicon Dioxide BP REX/GH/C001 0.470 1.410 - 1.410
7 Sodium Starch Glycollate BP REX/GH/S001 5.880 17.640 - 17.640
8 Purified Talc BP REX/SP/P011 2.340 7.020 - 7.020
9 Magnesium Stearate BP REX/GH/M001 2.340 7.020 - 7.020
Theoretical Weight of the Lubricated granules 118.000 354.000 - 354.000
Theoretical weight of Compressed tablet | 118.000 354.000 - 354.000
Coating Material:
10 grgsg‘)mat it JO-U- IHS | REX/SP/006 3.500 10.500 ] 10.500
11 | Purified Water BP NA q.s 25.000 - 25.000
Theoretical weight of Coated tablet 121.500 364.500 - 364.500
Actual weight of Coated tablet | 120.800@ 362.400@ - 362.400@

12.0 RAW MATERIAL ANALYTICAL REPORT NUMBERS USED FOR BATCHES
All raw material analytical report numbers refer BMR.

13.0 PROCLSS EQUIPMENT DESCRIPTION

S. No. | Equipment name Equipment ID No Calibralt\ilzziqcl:ll:li)t:;::it:;ndsl::tus
1. | Dispensing Booth 477 Deefoo | @/Q,\A_W
2. | Vibratory sifter P9 [ves [oo | (@/@Lﬁ,e{
3. | Octagonal blender vo| @5\3[10 oA Mjp\\(,,_p
4. | Compression machine Po 'l CowL""DO ( @M\,\,lj’\\ul
5. | Packing machine (Alu Alu Packing) PO lely) bb 5 Mkﬁiup
6. | Weighing balance (IPQA) U pan/welm) Gt idde o)
7. | Vernier caliper ,FF\:m-/ e i‘” o f Quli KQMP
8. | Friability apparatus Tton] Pepfost Duaditd. e
9. | Hardness tester A @9 /oo| M a_.,), .
] ,’x roll w No ‘
7
/Z:f 3\\9’ v




P
€ R %
v d “a
Sk W

SAl PRIMUS

LIFE BIOTECH PVT LTD

SAI PRIMUS LIFE BIOTECH PVT LTD
Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate,
Villianur Commune, Puducherry-605009.

Page 7 of 12

Revision No: 00

' PROCESS VALIDATION PROTOCOL

Batch Slze3000000 -

Generic name | GENSET Effective Date 0 J " Kl 2oy
Protocol No. PVP-G13 Ref. SOP No. | QAGN/017
10. | Disintegration tester &2 9T /ns | M‘f%@
11. | Dissolution test apparatus _""\fPr — _
12. | Sieve Shaker .cf Que f@g | Col vzt d
13. | HPLC et o foo ) Ol bzt
14. | UV Do lp e fpo | QA \‘Mg.,a“
15. | Bulk Density/Tap Density — %w \
14.0 PROCESS FLOWCHART
Dispensing ;

\4

Cross verification of dispensed ,niaterials,

.

 Sifting

Y

e Dry miking

v

’ :fBindex; pl;cpéra_tioh s

v

. Wet granulation -
e TR

v

2 Finﬁl'nyiﬁg and Sizing -

!

I, ,Pré—Lubr cation |

A\ 4

Lubrication

Y

'Compression -
: Y S

v

 Film Coating

v

Visual Inspection

.

Packing : :
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15.0 CRITICAL PROCESS PARAMETERS AND CRITICAL PROCESS ATTRIBUTES

Sirhrocess crp CQA CPC Rationalifor Process verification
No| stage selection
a0 . st Monthly calibration status
g Weighing Weight Criticel procass and daily verification status
1. 5 5 o Manual | leads to affect . ;

B balance variation : will be verified before the

8 product quality

= use.

. ool | Vo oo
2. s .. | Sievesize : Manual | may leads to product | .~ . . g
5 & reduction quality : Sieve integrity shall be
> o verified before and after use.
e Set RPM & time intervals
samples shall be collected.
. Assay il RPM a'nd mixing ¢ Sampling locations shall be
5 ,§ RPM & Time | blend Manual time will affect the identified based on the

5 Formi affect product occupancy of blender.

M ORI quality. « Blending/ lubrication time
shall be concluded after
execution of batches.

g Turret RPM Physical Turret speed, ¢ Sample shall be collect at

‘2 Compression chemicai Manual preSSl:ll‘c, granule. thickness, various speed,

4. % il onertias level in hopper will hopper level
E pr P ftpbl ) affect product e Turret RPM & pressure
S Hopper level OF tablets. quality. shall be verified.
Machine Description ¢ Forming and Check the forming
5. .tén sl of tablets, Manual sealing quality temperature, sealing
5 leak test. o Speed of the temperature and machine
& " machine speed, Leak test.

| 16.0 STAGE WISE SAMPLING LOCATION AND SAMPLE QUANTITY

Stage Sample Location Sample size Test
it

At Lubrication ;j;lwc:loesrz ix=to
(withdraw sample | 10Location Sample v Blend uniformity
at 2, 3 and 4Mins) F20.50 g (120.8

’ mg to 362.4 mg).

. t lysi in-
Lubricated Blend | Composite sample 75 gm Con?p leto analysis as pef o, process
lubricated granules specification
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LHS 50 Description, average weight, Uniformity
Compression Hardness Challenge of weight, thickness, hardness, friability,
RHS tablets disintegration d Dissoluti
isintegration time and Dissolution.
LHS 50 Description, average weight, Uniformity
Compression Speed challenge (RPM) tablets | of weight, thickness, hardness, friability,
RHS disintegration time and Assay
LHS Description, average weight, Uniformity
Compression Hopper level challenge o .| of weight, thickness, hardness, friability,
RHS tablets disintegration time and Content
Uniformity
Description, average weight, Uniformity
Compression Composite sample 100 tablets of weight, thickness, hardness, friability,
disintegration time and Assay
Complete analysis as per in-process
L. compressed tablets specification
Fittishied Product 120tabs Microbial tests as per finished product
’ specification
Packing (withdraw | temperature challenge 10 blisters or
sample at High entire sealing Appearance, Leak test and Assay
Temp & Low RPM) Speed challenge. drum '

17.0 ACCEPTANCE CRITERIA FOR ALL STAGES
18.1 In process specification for Lubricated blend

.S. No. /| Test

Specification i

Appearance

Light Orange colour granular powder

Blend uniformity (Ramipril)

NLT 90% and NMT 110.0%

%RSD

NMT 5 %

Bulk density

For information only

For information only

Particle size

For information only

LOD

For information only

1
2
3
4.
5. | Tap density
6
7
8

Assay (Ramipril)

NLT 90% and NMT 110.0%

-
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18.2 In process product specification (Core Tablets Specnﬁcatlon)
S. No. Test j i 'Speclﬁcatlon ‘ S
L White coloured, caplet shaped film coated tablet with break line on
1. | Description
one side and plain on other side
: ; The infrared absorption spectrum of the residue is concordant with
2. || Heniification by TR | the reference spectrum of Cetirizine Hydrochloride
3. | Average Weight of Tablets | 120.0 mg+ 5.0% (Limit:114.0mg to 126.0 mg)
: . : Not More Than 2 of the Individual weights deviate from the average
4 | Unpigrmity of weight Tablets by more than # 7.5% and more deviate by more than + 15.0%
5. | Hardness NLT 3.0Kg
6. | Thickness (inm) 2.8 mm % 0.3 mm
7. | Friability NMT 1 % w/w
8. | Disintegration Time NMT 30 Minutes
Assay
9. | Each Uncoated Tablet NLT 95.0% NMT 105.0%
Contains:
10.| Content Uniformity NLT 85.0% and NMT 115.0%
11.| Dissolution: NLT 80.0% (Q) of the stated amount
Impurity. A, B, and G Each impurity Not more than 0.3 %
12.| Related Substance Single maximum unknown impurity Not more than 0.2 %
Total impurity Not more than 1.0 %
Microbiological Limits
I(;)l’;'illlt ;A_eroblc Microbial NMT 1000 cfu/g
Furie: NMT 100 cfu/g
13. Ec fli Should Be absent
) Should Be absent
Salmonella
S Asigests Should Be absent
’ > Should Be absent
P. aeruginosa

18.0 PRODUCT ASSESSMENT CRITERIA
The data will be collected, summarized and a conclusion will be drawn. Any out of specification/Deviation
should be investigated. The results should meet limits of acceptance specifications.

‘| 19.0 NON COMPLIANCE

Details of deviation (including justification of acceptance if any) done to successfully carryout the validation
exercise and any OOS results obtained should be recorded.
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20.0 SAMPLING LOCATIONS DIAGRAMS.

1. Octagonal blender:

A D H
B E I
C F J
[ & : ]
L Butterfly valve
SYMBOL Location SAMPLING LOCATION DETAILS
'| From the left side corner near wall side of the blender approx. 2 inch below the
A Left- Top
top surface of the powder bed.
B Left- Middle From the left middle corner near wall side of the blender approx. 5 inch below
the top surface of the powder bed.
C Left- Bottom From. the left side bottom wall side of the blender approx. 2 inch away from the
left side of the wall.
D Ceiiters Top From the center of the blender approx. 2 inch below the top surface of the
powder bed.
E Ce.n 15p- From the center of the blender middle surface of the powder bed.
Middle
F Centey- From the center bottom of the blender bottom layer of the powder bed.
Bottom
G Dlsi:)l:):ge- Approx. center of the discharge port of the blender.
H Right- From the right middle corner near side of the blender approx. 2 inch below the
Middle top surface of the powder bed.
I Right- From the right-side bottom wall of the blender approx. 2 inch away from the
Bottom right side of wall.

g
I

S0py No ¢

145 dope 1t ]
watred o ¢
Ui ¢
17 7 Ve

17 rall

-~
I TR |
)

{ \, k] 3
LA AGRSLIAS "t J




(’:\ 3 SAI PRIMUS LIFE BIOTECH PVT LTD Page 12 of 12
SAl :Rl MUS Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate, .
LIFERioTECH AT LTD ~ Villianur Commune, Puducherry-605009. . Revision No: 00 7
PROCESS VALIDATION PROTOCOL Batch Size: 3000000
G i g .
eneric name | GENSET Effective Date | ¢ Jo ’ ] Ladd
Protocol No. PVP-G13 Ref. SOP No. | QAGN/017
. From the right side, corner near wall of the blender approx.
J Right-Top 2 inch below the top surface of the powder bed.
Composite Sample Composite sample from all location.

21.0 REFERENCE DOCUMENTS
To prepare the validation protocol current version of below mentioned documents are referred, which

provide Adequate information of manufacturing & packing process.

SI'No Documents Ref. No.
1 Master Formula Record (MFR) MFR/T/106-00
2 Batch Manufacturing Record (BMR) BMR/T/195-00
3 Batch Packing Record (BPR) ‘ BPR/T/195-00
4 Finished Product Specification (FPS) FPS: G13
5 Process Validation SOP QAGN/017

22.0 REVISION HISTORY

S. No. Effective date Version No. Reason for changes

01 0l ]o, |22 00 New document

23.0 ATTACHMENTS

Analytical reports shall be attached in process validation report.

24.0 REPORT

After execution of protocol, report'will be prepared and final conclusion will be drawn.
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2.0 OBJECTIVE

To ensure tl;at the critical process variables are checked during validation ax;d to demonstrate the process capability on
eciuipment and utility ensuring that the product meets it predetermined specifications and quality attributes.

The Process validation is being taken for generation of sufficient data and establishing of standard manufacturing process.
Three consecutive batches of GENSET have taken up for Process Validation. If any problem is observed during
.| manufacturing, the Process Validation shall be extended to other three consecutive batches.

3.0 scorE . _ }

The scope of this report is limited to the Process Validation of GENSET, which defines the procedural aspects to be
followed while carrying out process validation activity that includes prerequisites before commencing the actual work.

This report is applicable for the process validation of GENSET to be manufactured at Sai Primus Life Biotech Pvt Ltd.
Based on the Validation data and summary report, if required BMR will be revised.

4.0 RESPONSIBILITY

The validation group, comprising of a representative from each of the following departments, shall be responsible for the

overall compliance of this report:

Functional Area s RS ~ Responsibility ©

‘ e Execution of Process Validation Batch.
Production e Review of Process Validation Report.

* Review of Technology Transfer cum Process Validation Report.

s Co-ordination with Production and QC to carryout process validation batch.
Quality Assurance ¢ Monitoring and sampling at the different stages.

o Checking and approval of Process Validation Report.

e Analysis of validation batch samples.
Quality Control » Preparation of analytical report and submit to Quality Assurance Department.

e Review of Process Validation Report.

 To provide necessary utility and environmental condition in process equipment and
Maintenance

area

| Contrallzd Cooy No: )
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5.0 ABBREVIATIONS

Acronym Dcﬁnitio;l Acronym Definition
P Protocol ' NMT Not more than
QA Quality Assurance 7 °C Degree Celsius
QC Quality Control % Percentage
PV Process validation mg. Milligram
BMR . Batch manufacturing record RPM Rotation per minute
TABS Tablets RSD Relative standard deviation
P Indian pharmacopeia 00s Out of Specification
BP ‘ British pharmacopeia ‘ g .Gram
USP United states pharmacopeia ; Keg. Kilogram
ICH International conference on harmonization It. ‘ Litre
cGMP Current Good Manufacturing practices i mm. Millimeter
Id In house . ml. Milliliter
API Active pharmaceutical ingredient NLT " Not less then
PD Production i FG Finished goods
1D Identification : RH Relative humidity
S. Serial ! R-LAF Reverse laminar Air flow
No. Number : LOD Loss on drying
CPP Critical process parameter DT Disintegration time
CQA Critical quality attributes b Qty. Quantity
CprC Critical process control IPC In process container
uv Ultra violet NA Not applicable
HPLC High performance liquid chromatography : MLT Microbial limit test
Max. Maximum 2 HMI Human Machine Interface
Min. Minimum

, : s
 Controlied Gopy NO T 1) T
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SAl PRIMUS

LIFE BIOTECH MVT LTD

Villianur Commune, Puducherry-605009.

Revisionn No: 00

PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
6.0 PRODUCT DETAILS

Generic Name GENSET
Dosage Form Oral Tablet

Each film coated tablet contains:
Label Claim Cetirizine Hydrochloride BP .......... 10 mg

EXCIPICNLS w.ovevieecienicnieneciicncencennenes q.s.

Colour: Approved colour used
Average weight of coated tablet 120.8 mg
Batch number GF210101 GF210216 GF210301
Batch size 30.0 L 30.0L 30.0L
Manufacturing date 01/2021 '02/2021 03/2021
Expiry date 12/2023 01/2024 02/2024
Started on 02.01.2021 25.02.2021 31.03.2021
Completed on 05.01.2021 01.03.2021 03.05.2021

7.0 PROCESS EQUIPMENT DESCRIPTION

S. No. | Equipment name Equipment ID No Calibration/qualification status
1. Dispensing Booth ST/DPB/001 Qualified
2. | Vibratory sifter PDVBS/001 Qualified
3. | Octagonal blender PD/OCB/001 Qualified
4. | Compression machine PD/COM/002 Qualified
5. | Packing machine (Alu Alu Packing) PD/ALU/001 Qualified
6. | Weighing balance (IPQA) QA/BAL/002 Calibrated
7. | Vernier caliper QAVEC/001 Calibrated
8. | Friability apparatus QA/FRT/001 Calibrated
9. | Hardness tester QA/HRD/001 Calibrated
10. | Disintegration tester QA/DTA/002 Calibrated
11. | Dissolution test apparatus QC/DIS/001 Calibrated
12. | Sieve Shaker QC/SSH/001 "Qualified
13. | HPLC QC/HPL/001 Calibrated
14. | UV QC/UVS/001 Calibrated

| Controlled Copy No: 3
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name

GENSET

Protocol No.

PVR-G13

8.0 PROCESS FLOWCHART
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Revision No: 00

PROCESS VALIDATION REPORT Batch Size: 3000000
Generic name | GENSET
Protocol No. | PVR-G13
9.0 BILL OF MATERIALS :
i Quantity | o4 quantity | 0a/ quafg:‘y' er
No. Name of the Ingredient | Spec. Item Code Tablets ptcarbB;‘(z)t,g(zl,(O(;O (I:/L) 30,00,000
(mg) - *) | tablets (k)
Dry mixing material:
1 Cetirizine Hydrochloride* BP RAI/SP/C018 10.000 30.000 - 30.000
2 Dried Maize Starch** BP IRM/SP/M001 59.900 179.700 - 179.700
3 Lactose Monohydrate BP REX/SP/L003 32.800 98.400 - 98.400
Binder Material:
4 Dried Maize Starch BP IRM/SP/MO001 4270 12.810 - 12.810
5 Purified Water BP NA q.s. 40.000 - 40.000
Theoretical Weight of Dried Granules | 106.970 320.910 - 320.910
Lubrication Material: :
6 Colloidal Silicon Dioxide BP REX/GH/C001 0.470 1.410 . - 1410
7 Sodium Starch Glycollate BP REX/GH/S001 5.880 17.640 - 17.640
8 Purified Talc BP REX/SP/P011 2.340 7.020 - 7.020
9 Magnesium Stearate BP REX/GH/MO001 2.340 7.020 - 7.020
Theoretical Weight of the Lubricated granules | 118.000 354.000 - 354.000
Theoretical weight of Compressed tablet | 118.000 354.000 - 354.000
Coating Material:
10 ;‘;ﬁg;"at basal s IHS | REX/SP/I006 3.500 10.500 . 10.500
11 | Purified Water BP NA 25.000 - 25.000
Theoretical weight of Coated tablet | 121.500 364.500 - 364.500
Actual weight of Coated tablet Lu800 362.400@ - 362.400@
10.0 MANUFACTURING PROCESS DETAILS:
SIFTING:
“ : : . Observation
I-S‘\It;p Name of Iilg_rcqienf Spéciﬁed'inApproved BMR Batch No.:
e S SRR Erpakak SO0 g GF210101 GF210216 | GF210301
1. Sift cetirizine HCI and Mesh size of sieve (40 #) 40#
Purified Talc, through Sieve Integrity Check before use OK
40# Sieve Integrity Check after use OK
2 Dried Maize starch, Mesh size of sieve (30 #) 30#
colloidal silicon dioxide Sieve Integrity Check Before use OK
sodium starch Glycolate - 3
and Lactose through 30# Sieve Integrity Check after use OK
i Mesh size of sicve (60 #) 6O#
3 Magnesium Stearate Sieve Integrity Check Before use OK
through 60#
Sieve Integrity Check after use OK
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__Revision No: 00

PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
DRY MIXING:
341 : . Observations
] . Setting i
Specified in approved BMR Time 3 Batch No.:
s B el L GF210101 | GF210216 | GF210301
Transfer the sifted material into the RMG. Mix 10 Mi Transferred the sifled material into the RMG. Mix for
for 10 minutes with impeller at slow speed and 1 10 minutes with impeller at slow speed and chopper “off ¢
BINDER PREPARATION:
; el » Setting - Observations .
Specified in approved BMR - '
£l EER Time Batch No.:
_ i _ : GF210101 | Gr210216 | GF210301
Take purified water and disperse Dried Maize Take purified water and disperse Dried Maize Starch to
Starch' to form slurry. Take Purified Water in form slurry. Take Purified Water in Paste Kettle'and heat
Paste Kettle and heat till reaches 90°C - 95°C. e till reaches 90°C - 95°C.
Add the slurry to the purified water in the paste Add the slurry to the purified water in the paste kettle and
kettle and cool the paste till 40 - 45°C. cool the paste till 40 - 45°C. .
WET GRANULATION:
: i - Observations
; Setting
Speclﬁed in approved BMR : Time - Batch No.:
; : GF210101 | GF210216 | GF210301
Add bmder solutlon mto RMG/Mass mixer take Added binder solution into RMG/Mass mixer take 1 min
1 min for binder addition with impeller slow 1 min | for binder addition with impeller slow speed and Chopper
speed and Chopper OFF. OFF.
After binder addition allow mixing to form a
coherent mass. If required allow mixing till After binder addition allowed to mixing for 1 minutes
required consistency of granules obtained with 1 min with impeller at slow speed and chopper at slow speed
impeller at slow speed and chopper at slow and got the granules at desirable level.
speed.
DRYING AND SIFTING:
ARG S et i - Observations’ -
el 2 i etting b
- /Specified i d BMR e e
4 pec1 m' mapprove ot Time, Batch No.:
s GF210101 | GF210216 | GF210301
Load the wet mass into the FBD bowl and air L Load the wet mass into the FBD bowl and air dry the
dry the wet mass wet mass
Load the wet mass into the cleaned FBD bowl . Load the wet mass into the cleaned FBD bowl Dry at
Dry at inlet temperature 45-55° till the LOD I min | inlet temperature 45-55° till the LOD reached up to

reached up to 1.5 —2.0% w/w.

1.5 -2.0% w/w.

Sift the dried granules through 30 # sieve.

Sift the dried granules through 30 # sieve.

Mill the oversized granules through 1.0 mm
multi mill screen fitted with (knives forward
medium speed) followed by sifting through 30t
sieve on vibrating sifter and collect the sifted
granules in double polythene lined cleaned

Milled the oversized granules through 1.0 mm multi
mill screen fitted with (knives forward medium speed)
followed by sifting through 30# sieve on vibrating
sifter and collected the sifted granules.in.double-===
polythene lined cleaned HDPE contamers {recmq the

atal
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Revision No: 00

PROCESS VALIDATION REPORT Batch Size: 3000000
Generic name | GENSET
Protocol No. | PVR-G13
BLENDING & LUBRICATION:
; gy . Observations
2 L8 2 A Setting
Specified in approved BMR Timcc Batch No.:
: GF210101 | GF210216 | GF210301
Blending ‘ MRt
Load the dried and sifted granules, sifted 15 Min Load the dried and sifted granules, sifted Colloidal
Colloidal Silicon Dioxide, Sodium starch At | Silicon Dioxide, Croscarmellose Sodium, Purified talc
Glycolate, Purified talc in to the blender and and Magnesium Stearate in to the blender and mix at 10
: : 8 RPM :

mix at 10 rpm for 15 minutes. rpm for 15 minutes.
Lubrication : ; : ‘
Load the Sifted Magnesium Stearate into the | 5 min. | Load the Sifted Magnesium Stearate into the above Pre-
above Pre-lubricated blend and mix for further 5 at lubricated blend and mix for further 5 minutes at 10
minutes at 10 RPM. 10 RPM | RPM.

COMPRESSION: (Machine Setting)

g : S ‘ | Batch No.:
Machine Description ‘ Set_ting‘a’{s per Approved BMR GF210101 ! GF210216 1 GF210301
Compres;c;)z machine 27 Station Double Rotary 27 Station Double Rotary
s Uit wtiigh 10.00 x 4.00 mm caplet shaped with 10.00 x 4.00 mm caplet shaped with
= pperp Breakline punches. Breakline punches.
—
E Eibink 10.0(:1)( 4.00 mm caplet shaped plain 19.75 mm x 8.75 mm caplet shaped plain
= punches.
= :
& || Dies 1000 % 9,00 pum suimbls for Aba¥e | 15 55y 400 mmsaitable fou dbove punches.
punches.
Tooling Type D-Tooling D-Tooling
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Revision No: 00

PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-GI13
COMPRESSION (Speed Challenge Test):
Observation
Sr. : Parameters  as per  approved | B- No.: GF210101
N Parameters BMR .
0= 4 Low speed (LORPM) High Speed (25RPM)
: LHS RHS LHS RHS
White coloured, capsule shaped,
i Description be{veled edged uncoated' tablets Ok 0K OK oK
with breakline on one side and
plain on other side.
Weight of 20 236+£3.0% &
2 Tablets (2.289 g t0 2.431 g) 2354 gm 2.340 gm 2.360 gm 2.351 gm
’ Average weight 118.000 mg+2.0 %
3 (mg) (115.640 mg — 120.360 mg) 117.6 mg 117.8 mg 117.1 mg 1179 mg
% Uniformity of 118.000 mg + 7.5 % = = 5 2 = 2 & Q
weight Tablets (109.150 mg — 126.850 mg) — - - - - = e -
NLT 3.0 Kg .
5 Hardness (IKP) (To be established) 3.0kg 35kg 35kg 3.0kg
. 2.70 mm = 0.3 mm
6 Thickness (mm) (2.40 mm — 3.00 mm) 2.78 mm 2.76 mm 2.67 mm 2.74 mm
7 Friability NMT 1% w/w 0.01 % 0.03 % 0.12% 0.16%
Disintegration & s 02 Min 02 Min 02 Min 02 Min
8 ] Time NMT 15 Minutes 46 Sec 36 Sec 43 Sec 44 Sec
.'1'1 Observation
Sr. " 59 SRR Parameters: as per -approved | B- No.: GF210216
Parameters N e
20, SRS ik Low speed (10RPM) Uigh Speed (25RPM)
£ LHS RHS LHS RHS
White coloured, capsule shaped,
( Description betveled edged uncoated. tablets Ok oK 0K OK
with breakline on one side and
plain on other side.
Weight of 20 236g+3.0%
2 Tablets (2.289 ¢ t0 2.431 g) 2.329 gm 2.295 gm 2335 gm 2.342gm
Average weight 118.000 mg +2.0 %
3 (mg) (115.640 mg — 120.360 mg) 117.5 mg 117.6 mg 117.1mg 116.9 mg
4 - Uniformity of 118.000 mg +7.5% . ha) 8 ® © L3 8 = 8
weight Tablets (109.150 mg — 126.850 mg) - - — = wt - ™ =
NLT 3.0 Kg .
5 Hardness (KP) (To be established) 3.5kg 3.0kg 35kg 35kg
. 2.70 mm =% 0.3 mm
6 Thickness (mm) (2.40 mm — 3.00 mm) 2.68 mm 2.74 mm 2.75 mm 2.77 mm
7 Friability NMT 1% w/w 0.02 % 0.01 % 0.13% 0.11%
Disintegration 5§ R 01 Min 02 Min 01 Min 01 Min
| Time L el 54 Sec 21 Sec 23 Sec 45 Sec
O ‘\E”Ll Col‘)\j “\k“ \ ‘\
Con p i
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Revisionn No: 00

PROCESS VALIDATION REPORT Batch Size: 3000000
Generic name | GENSET .
Protocol No. | PYR-G13
: ¢ Observation
Sr. P , Parameters as per approved | B- No.: GI210301
arameters J 5
No. ' - BMR Low speed (10RPM) High Speed (25RPM)
LHS RHS LHS RHS
White coloured, capsule shaped,
i Deseription be_veled edged uncoated‘ tablets Ok OK OK OK
with breakline on one side and
plain on other side.
Weight of 20 236g+3.0% )
2 Tablots (2.289 ¢ t0 2.431 g) 241 gm 2.32gm 234 gm 2.425gm
Average weight 118.000 mg £2.0 %
3 td) (115.640 mg — 120.360 mg) 1182 mg 1172 mg 118.7 mg 118.4 mg
4 Uniformity of 118.000 mg+ 7.5 % ~ | = © | 0 = o ©
weight Tablets (109.150 mg — 126.850 mg) - = = - o =t = v
NLT 3.0 Kg
5 Hardness (IKP) (To be established) 3.0kg 3.0kg 3.0kg 3.5kg
7 2.70 mm % 0.3 mm
6 Thickness (mm) (2.40 mm — 3.00 mm) 2.77mm 2.70 mm 2.69 mm 2.74 mm
7 Friability NMT 1% wiw 0.04 % 0.13 % 0.15% 0.14%
Disintegration . 01 Min 02 Min 01 Min 02 Min
8 Time NIE 1 Mipures 36 Sec 44 Sec 26 Sec 38 Sec
COMPRESSION (At optimum Speed Low Hardness & High Hardness):
: R 35 T b ‘ " “Observation
y Sr. i {-l"_arﬁiﬂe‘té‘r'sl Parametgrs ) .a_s_’ per ap’proved B. No.: GF210101
: ,N_O; G Bt oty B BMR g A L Low Hardness High Hardness
: b ; ~ o | RPM:20 RPM:20
White coloured, capsule shaped,
1 | Description Omveled eXell Mncnatel. Saulels OK OK OK 0K
with breakline on one side and
plain on other side.
Weight of 20 236g+3.0%
2 Tablets (2289 g to 2.431 g) 2354 g 2355¢g 2355g 2550¢g
Average weight 118.000 mg+2.0 % o * o
3 {xnig) (115.640 mg — 120.360 mg) 115.2 mg 1163 mg | L155mg | 116.7mg
i Uniformity of 118.000 mg + 7.5 % = © S Q © % - 3
: weight Tablets (109.150 mg — 126.850 mg) b = O WSty S o [ 5 g [
NLT3.0Kg
5 Hardness (KP) (To b established) 3.0kg 3.0kg 35kg 4.0kg
2.70 mm % 0.3 mm
i 2
6 Thickness (mm) (2.40 mm — 3.00 mm) 2.72 mm 2.74 mm 2.64 mm 2.62 mm
7 Friability NMT 1% w/w 0.19 % 021 % 0.05 % 0.06 %
Disintegration . 01 Min 01 Min 03 Min 03 Min
8 | Time HINEL 15 Mintes 58 Sec 55 Sec 40 Sec 27 Sec
- Conirolled Copy No \ i
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Revision No: 00

PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
‘ , ’ "Ob"sér‘x_iatvioﬁ”
Sli. Parareters Parameters as per approved | B. No.: GF210216
No. -} . : BMR Low Hardness High Hardness
b St a ¥ . RPM:20 RPM:20
White coloured, capsule shaped,
- beveled edged uncoated tablets
X s with breakline on one side and Ok Ok oK oK.
plain on other side.
Weight of 20 236g+£3.0% .
2 Tablets (2.289 g t0 2.431 g) 2336g 2310g 2345¢g 2570¢g
Average weight 118.000 mg + 2.0 %
3 (mg) (115.640 mg — 120.360 mg) 1159 mg 1157mg | 116.3 mg 116.4 mg
p Uniformity of 118.000 mg + 7.5 % " — % o o o - &
weight Tablets (109.150 mg — 126-8'50 mg) = araf gl ]l =21 g9
NLT 3.0 Kg
5 Hardness (KP) (To be established) 4.0 kg 3.5kg 3.5kg 4.0 kg
. 2.70 mm % 0.3 mm
6 Thickness (mm) (2.40 mm — 3.00 mm) 2.69 mm 271 mm | 2.65mm 2.60 mm
7 Friability NMT 1% w/w 0.05 % 0.13% 0.07 % 0.04 %
Disintegration . 01 Min 01 Min 01 Min 02 Min
& Time BT 15 Bifies 21 Sce 35 Sec 50 Sec 02 Sec
e e Observatlon G f
' Sr i Pa’fémetcrs b e Parametcrs as per approved B. No GF210301
j._.N,O-. sl sibeny % BMR ‘ Low Hardness High Hardness
(it Sl ity 5 RPM:20 RPM:20
White coloured, capsule shaped,
s beveled edged uncoated tablets
. Description with breakline on one side and - Ok Rk oK
plain on other side.
Weight of 20 236g+3.0% q
2| Tablets (2289 g t0 2.431 g) 236 242¢ 241g 236g
Average weight 118.000 mg+2.0 % o
3 ing) (115.640 me — 120.360 mg) 116.3 mg 1159 mg 116.5 mg 117.2 mg
4 Uniformity of 118.000 mg £ 7.5 % o Q 2l al =1 = < ©
weight Tablets (109.150 mg — 126.850 mg) a a1 818 gL skay =
NLT 3.0 Kg N
5 Hardness (KP) {To be established) 4.0kg 4.0 kg 35kg 3.0kg
. 2.70 mm £ 0.3 mm
6 Thickness (mm) (2.40 mmi — 3.00 mm) 2.54 mm 2.53 mm 2.69 mm 2.67 mm
7 Friability NMT 1% w/w 0.12 % 0.11 % 0.09 % 0.04 %
Disintegration . 01 Min 02 Min 01 Min 02 Min
8 | Time LT 15 Biuutes 23 Sec 06 Scc 41 Sec 14 Sec
e a
A b.wucllbclt JOpy O i
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name

GENSET

Protocol No.

PVR-G13

COMPRESSION (At Optimum Speed Hopper Challenge Test):

v Observation
Sr. .Parameters as per approved B. No.: GF210101
No. Ea rameters BMR . No.:
‘ : RPM: 20
Full Hopper |Middle Hopper Low Hopper
White coloured, capsule shaped,
- beveled edged uncoated tablets
L | Detipton with breakline on one side and ok oK Ok
plain on other side.
Weight of 20 236g+3.0% n
2 Tablets (2.289 g t0 2.431 g) 232g |236g [23lg |236g |234g [235¢g
Average weight | 118.000 mg+2.0 % &
3 (ag) (115.640 mg — 120.360 mg) 116.4 mg 117.0 mg 117.2 mg
o | Uniformityor’ [ 118000 mg7.5% - = - S & & o o
. weight Tablets (109.150 mg — 126.850 mg) ] N N S N N
NLT 3.0 Kg . ;
5 | Hardness (KP) (To heestablishad) 4.0kg 4.0kg 4.0kg
Thickness 2.70 mm + 0.3 mm
6 T 1 (2.40 mm — 3.00 mm) 2.52 mm 2.49 mm 2.52 mm
7 | Friability NMT 1% wiw 0.10 % 0.11 % 0.10%
Disintegration : 01 Min 01 Min 01 Min
8 ] Test S, I 11 Sec 43 Sec 23 Sec
i ; : j ~ ‘Observation A
Stealan Parahléiei‘s 3 .l Paramcters as‘pe.r'approyed_‘ | B. No.: GF210216
No. B SABMR s
; : : RPM: 24
e ; : Full Hopper |Middle Hopper Low Hopper
White coloured, capsule
shaped, beveled edged
1 | Description uncoated tablets with breakline OK OK " OK
on one side and plain on other
side.
Weight of 20 236g+3.0%
2 Tabrets (2.289 g t0 2.431 g) 233g |23lg |232g |234g 1230g |[234¢g
Average weight | 118.000 mg=+2.0 % o
3 (ing) (115.640 mg — 120.360 mg) 116.9 mg 116.5 mg 117.9 mg
4 Uniformity of 118.000 mg £ 7.5 % o ~ o — - ~
‘weight Tablets | (109.150 mg — 126.850 mg) S5 o N N Q S
NLT 3.0Kg ”
5 | Hardness (KP) {To be establidtied) 4.0kg 4.0 kg 4.0 kg
Thickness 2.70 mm # 0.3 mm
6 i (2.40 mm — 3.00 mm) 2.56 mm 2.59 mm 2.58 mm
7 | Friability NMT 1% w/w 0.09 % 0.12% - 0.11%
Disintegration . 01 Min 01 Min 01 Min
8 | Test HIRT 14 Mirtes 41 Sec 24 Sce 52 Scc
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PROCESS VALIDATION REPORT . Batch Size: 3000000
Generic name | GENSET
Protocol No. | PVR-G13
fha . : i Observation
Sr. Pax;ametefs Parameters‘as per approved B. No.: GF210301
No. : ‘BMR
: RPM: 24
: Full Hopper  |Middle Hopper Low Hopper
White coloured, capsule
shaped, beveled edged
1 | Description uncoated tablets with breakline OK OK OK
on one side and plain on other
side.
Weight of 20 236g+3.0% o
2 Tablots (2289 5 10 2.431 g) 230g |232g |236g |235g 234g | 232¢
Average weight | 118.000 mg +2.0 % N
> | (mg) (115.640 mg — 120.360 mg) 1432 g 704 wg 7.9 wig
4 Uniformity of 118.000 mg + 7.5 % - - o _ <+ o
weight Tablets (109.150 mg — 126.850 mg) = o N i s, ol
NLT 3.0 Kg
5 | Hardness (KP) (Ta be established) 40kg 35kg 4.2 kg
Thickness 2.70 mm % 0.3 mm "
6 (i) (2.40 mm — 3.00 mm) 2.57 mm 2.59 mm 2.53 mm
7 | Friability NMT 1% w/w 0.12% 0.13 % 0.14 %
Disintegration . 01 Min 01 Min 01 Min
8 | Test HMT LMimates 22 Sec 32 Sec 42 Sec
COATING
Coating Solution Preparation:
PR i e i 159 : O‘bs'e'lj»vat'ionsl
Specified in approved BMR Batch No:
L Vieg i GF210101 GF210216 GF210301

Charge Purified water and Instacoat White (IC-U-
3849) in a ss container slowly under continuous
stirring. Continue stirring until uniform solution is
obtained. If required mill the solution in colloidal
mill until uniform solution is obtained. If required
filler the solution through 100 nylon mesh if
necessary.

Charge Purified water and Instacoat White (IC-U-3849) in a ss
container slowly under continuous stirring. Continue stirring
until uniform solution is obtained. If required mill the solution
in colloidal mill until uniform solution is obtained. If required
filter the solution through 100 nylon mesh if necessary.

{ Controlied Copy No:
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET

Protocol No. PYR-G13

Procedure for Film Coating:

Specified in ' -
Approved BMR

Charge dedusted cores about 364.2 Kg to coating pan. Transfer the coating solution into SS tank. Set and
monitor the parameters like PAN RPM, DOSING RATE, INLET AIR TEMP, EXHAUST AIR TEMP, BED
TEMP, as per the specification. Start spraying and continue till solution is getting over.

Observation
Parameter Limits
GF210101 GF210216 GI210301
Avg Weight Gained | 2.0 +0.5 % w/w 2.12% 2.14% 2.10%
FINAL COATING PARAMETERS
: L. Observed
Parameters Limits : '
GF210101 GF210216 GF210301
White coloured capsule shaped film coated :
Description tablets with breakline on one side and OK
plain on other side
. - 120.800 mg =+ 3 % (117.176 mg — i
Theoretical weight per tablet 124.424 mg) 120 mg 121 mg 120 mg
Weight of 20 tablets 2416g+3 % (2.344 g—2.488 ) 2.389¢ 2.386g 2401 ¢g
. - 120.800 mg + 5 % (114.760 mg — i
Uniformity of weight 126.840 mg) 117 mg 119 mg 120 mg
10.20 mm £ 0.1 mm ;
Length (mm) (10.10 mm — 10.30 mm) 10.11 mm 10.12 mm 10.11 mm
: 410 mm £ 0.1 mm
Width (mm) (4.00 mm — 4.20 mm) 4.08 mm 4.05 mm 4.09 mm
Thickness (2.50 mm — 3.10 mm) 2.81 mm 2.85 mm 2.88 mm
- : ; 03 Min 03 min 04 Min
Disintegration test NMT 30 min 12 Sec 16 Sec 12 Sec
10.5 INSPECTION
: \ Observation
Parameter Specified Batch No.:
N s GF210101 GF210216 GF210301
Equipment Name Inspection Machine Inspection Machine
Equipment ID No. PD/INB/001 PD/INB/001
No. of Rejected Tablets To be recorded 500 No’s 7167 No’s 6080 No’s
I
Sign /
’ A ANA
T X TITH 001 ,"'
B § i i
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PROCESS YALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET

Protocol No. PYR-G13

PACKING PROCESS:

BILL OF PACKING MATERIALS:

‘Matorial Name - Ttemaays UoM Req. Qty. for | Issued | Approved vendor
; 30.0 Lac Qty. :
144mm Genset double side 45.900 45900 | Atarva Foil
printed foil 0.025mm RERSEO0L Ke
ngSNISm PVC Film Clear (60 PBE/SP/P002 Ke 153.000 153.000 | Atarva Foil
3x10's Gensct printed carton PHC/SP/G001 No 102000 102000 | Anup Printers
Genset Insert PHL/SP/G001 No 102000 102000 | Anup Printers
Shrink Sleeves (PVC) PPS/SP/P001 No 5100 5100 NA
5 PLY 390X390X260 MM True Carton
C/BOXES P[_JS/GH/COOI No 209 209 .
3> GHPL Printed Bopp Tape PPB/SP/ B002 No 15 15 Sams packaging
3' Plain BOPP Tape PUB/SP/B001 No 3 3 Sams packaging
Strapping role. PPR/SP/S001 Mtrs 500 500 Sams packaging
PACKING VALIDATION:
| Observation
, LR Batch No.: ] ‘ G
Parameters ' - Specified | GF210101 |  Grao2t6 | | GFai630r
o Loyw speed/ Low speed/ High speed/ | High speed/
Low temp. High temp. High temp. : | Low temp.
Machine Speed To be established 10 10 35 35
Eorming/ Sealing To be established 170°C 220°C 220°C 170°C
Temperature
Pack Quality Should be proper It is Proper It is Proper It is Proper It is Proper
Leak Test Should be absent Absent Absent Absent Absent
Printing Details Should be legible and | Legible and Legible and Legible and Legible and
= clear Clear Clear Clear Clear
Proper Sealing Should be proper It is Proper It is Proper It is Proper It is Proper
Horizontal cutting Should be OK Ok Ok Ok Ok
Vertical cutting Should be OK Ok Ok Olc Ok
Complies/does not
comply with respected . . : ;
Comments/ Remarks to stgn)c/jards of P Complies Complies Complies Complies
specification
| Conlrolled Crny No - A |
I Sign/ Date \\f// .
. ,/z\.jx/\ge\*l'\
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Batch Size: 3000000

Generic name

PROCESS VALIDATION REPORT

GENSET

Protocol No.

PVR-G13

11.0 ANALYTICAL RESULTS:
Analytical Result of Dry Mixing (For 08Min) °

Test Limit “Observation . :
B. No--> GF210101 | GF210216 | GF210301
Sample No. 3 Cetirizine Hydrochloride :
g 1 102.13 100.97 101.23
A & 7 99.59 97.30 98.50
Z < 3 97.81 101.31 99.80
=2 s3 4 101.25 101.93 101.32
& 23 5 102.67 95.36 96.38
o o B 6 101.97 103.16 102.08
2 <2 7 99.54 96.62 97.56
E S8 8 102.18 101.90 99.80
o :o‘ & 9 98.31 97.84 .101.23
= = 10 100.39 102.09 99.90
=) DN Min. 97.81 95.36 96.38
s Max. 102.67 103.16 102.08
Mean 100.584 99.848 99.78
% RSD 1.710 2.773 1.830
Comments/ | Complies/does not comply with .
Remarks respected to standards of Complies
Analytical Result of Dry Mixing (For 10Min)
o, Test Limit. |5 s s Vil Observation | e o
B No-> GF210101 | GF210216 GF210301
‘Sample No." NN Cetirizine Hydrochloride E
g 1 100.89 101.97 100.50
2 = 2 102.46 102.24 10230
a 3 3 98.23 97.30 99.20
=2 GRSy 4 101.46 103.09 102.50
= £ 3 5 102.55 102.52 102.41
N = E 6 99.13 97.43 98.80
& Xz 7 99.27 101.83 100.52
= = 8 103.19 101.93 10235
o —~B L 9: 98.48 96.50 . 97.45
= 5 10 103.35 100.64 101.50
= = Min. - 98.23 96.50 97.45
ES Max. 103.35 103.09 102.50
Mean 100.901 100.545 100.75
% RSD 1.968 2.468 1.767
Comments/ | Complies/does not comply with Compli
Remarks | respected  to standards ~ of | “OMPHES
9 ~Conwonsy Cupy ‘i‘-lo'. ; ‘x
! v i
i Sign/ Date : 1\J\,§/1 A
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Batch Size: 3000000

Generic name

GENSET

Protocol No.

PVR-G13

Analytlcal Result of Dry Mixing (For 12 Min)

Observation

" Test Limit ; ;
B. No--> 'GF210101 | GF210216 | GF210301
Sample No. _ Cetirizine Hydrochloride

£ 1 99.27 98.32 99.50
2 = 2 102.04 100.15 101.20

= 5 3 98.65 101.31 99.80
2 A 4 102.40 101.86 101.50
= 2 a 5 103.93 101.33 10230

> 3 E 6 99.23 98.90 99.60

= Xz 7 99.29 100.16 99.86
= = 8 101.55 99.92 100.30

= & 9 101.82 100.59 101.45

= = 10 . 99.72 98.33 99.89

B S Min. 98.65 98.32 99.50
S Max. 103.93 101.86 102.30

Mean 100.79 100.087
% RSD 1.761 1.250
Comments/ | Complies/does not comply with -
Remarks | respected  to  standards  of P
Analytical Result of Lubricated Blend (For 041Min)
Test " ' | Limit R "} /Observation AT A T
“B.No-> - GF210101 | cruao2i6 | Gr210301
Sample No. - @ i Cetirizine Hydrochloride © i
E 1 101.44 101.14 101.44
a = 2 101.24 97.98 103.50
= < 3 102.71 99.45 102.33
2 £ 4 9939 99.00 100.45
= 2@ 5 99.25 101.65 101.19
= 3 E 6 99.73 99.05 103.54
= 2Z 7 101.03 96.17 103.53
§ =1 8 99.99 98.71 102.35
o =& 9 99.49 99.72 102.33
= s 10 99.58 101.61 102.06
P =N Min. 99.25 96.17 100.45
=S Max. 102.71 101.65 103.54
Mean 100.385 99.448 102.272
% RSD 1.149 1.717 1.027
Comments/ | Complies/does not comply with Compli
Remarlks respected to standards of | =OMmPieS
| A ttiad \
‘ ‘g, / Date \ /

s
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PROCESS VALIDATION REPORT Batch Size: 3000000
Generic name | GENSET
Protocol No. | PVR-G13
Analytical Result of Lubricated Blend (For 05Min)
- Test Limit z Obsérvation v
B. No->' GF210101 GF210216 | GF210301
Sample No. = " Cetirizine Hydrochloride
: g 1 101.16 98.25 102.09
= 5 2 99.26 101.52 103.96
z b 3 101.47 100.99 102.22
= S8 4 99.11 98.71 103.02
= 2@ 5 99.50 100.00 101.56
> S E 6 99.44 99.49 103.32
g 2Z 7 98.61 97.45 101.88
& s 2 8 100.65 101.36 102.39
& = 9 99.24 98.13 102.00
5 S 10 99.52 101.36 103.98
i = Min. 98.61 97.45 101.56
g Max. 101.47 101.52 103.98
Mean 99.796 99.726 102.642
% RSD 0.953 1.539 0.849
Complies/does not comply with .
Clgglmn::-l[](t:/ respeited to standal;d}s, of Complies
Analytical Result of Lubricated Blend (For 06Min)
“ouTest” - | Limit! LA :Observation | ' | o R
B. No-> i) GF210101 | Gr210216 | GF210301
Sample No. " i) o v Cetirizine Hydrochloride 75 50
£ 1 100.06 102.25 103.53
2 = 2 97.21 98.40 101.96
& 3 3 96.99 99.06 101.04
a A 4 100.40 98.49 98.71
& 2@ 5 102.24 98.33 101.77
= B 6 97.42 100.20 100.99
= g E 7 100.29 100.63 101.67
= = 3 99.89 99,81 10281
=4 — g 9 99.49 99.19 103.50
= = 10 101.08 100.43 102.44
= EN Min. 96.99 98.33 98.71
& Max. 102.24 . 102.25 103.53
Mean 99.509 99.679 101.842
% RSD 1.765 1.244 1.393
Comments/ | Complies/does not comply with Comolies
Remarks respected to standards of P

- Controlled Copy No: \
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
St R - : P Observation
No: ok SEamEtors - accepfance Criteria’ g toh No. GF210101
1 Description White coloured granules White coloured granules
2 LOD Informative 1.74%
3 Bulk Density (gm/ml) Informative 0.81 gm/l
4 Tapped Density (gm/ml) Informative 0.94 g/l
5 Assay (%) 90.0% to 110.0 % 99.85%
Sieve 30# 99.56 0.44
6 Analysis 40# Informative 99.02 0.98
60# 96.98 3.02
Comments/ | Complies/does not comply with respected to standards of ;
Remarks | specification comples
LS Pkl e L u e ] T Observation'
Noti| hilsien Earameters {1 Aseoptance Criteria ' /I Bateh No. GF210216
1 Description White coloured granules White coloured granules
2 LOD Informative 1.85%
3 Bulk Density (gm/ml) Informative 0.83 gm/l
4 Tapped Density (gm/ml) Informative 0.74 gm/l
5 Assay (%) 90.0%to 110.0 % 99.92%
Sieve 30it 99.73 0.27
6 Analysis 404 Informative 98.98 1.02
60# 96.23 3.77
Comments/ | Complies/does not comply with respected to standards of :
Remarks | specification complies
‘Sr. rin i b R el e S Obscrvation =70
INov | 7 e aTameters  Lov ity accepance Crlterla il e o No. GF210301
1 Description White coloured granules White coloured granules
2 LOD Informative 1.88%
3 Bulk Density (gm/ml) Informative 0.85 gm/l
4 Tapped Density (gm/ml) Informative 0.74 gm/1
5 Assay (%) 90.0% to 110.0 % 99.94%
Sieve 30# 99.31 0.69
6 Analysis 40# Informative 98.72 1.28
6O0# 97.6 2.40
Comments/ | Complies/does not comply with respected to standards of .
Remarks | specification ' ' : eamplis

| Conticlied Copy No: \ !
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PROCESS VALIDATION REPORT Batch Size: 3000000
Generic name | GENSET
Protocol No. | PVR-G13
Analytical Result of Compression at Different Speed: ;
, " Observation
Batch No.: GF210101
i
Lest Lip Low Speed ' High Speed
RPM:10 RPM: 30
Assay | Cetirizine Hydrochloride | 90.0% to 110.0 % 100.26 101.34
Comments/ | Complies/does not comply with respected to ; ;
Remarks standards of specification Complies Somplies
5 Observation
S A ) Batch No.: GF210216 '
Ry S Low Speed High Speed”
R i i ‘. RPM:10 - v RPM: 30" )
Assay | Cetirizine Hydrochloride [ 90.0% to 110.0 % 99.80 100.88
Comments/ Complies/does not comply with respected to ; :
Remarks standards of specification amplics Complies
‘Observation
Sl :‘Tl : 4 L': ‘ Batch No.: GF210301
s -, it
ke es e, 4 Low Speed ' High Speed | -
; b : ‘RPM:10 * - ‘RPM: 30
Assay Cetirizine Hydrochloride 90.0% to 110.0 % 99.84 99.88
Comments/ | Combplies/does not comply with respected to ‘ : ' :
Remarks standards of specification S Complics
Analytical Result of Compression at Different Compression Pressure:
e R Observation "
| Batch NO GF210101
s LowHardness PR ) I-Ilah Hardness LS
Wit RPM:20 sy Lo RPM 20
. . Cetirizine NLT 97.70 95.11 98.04 100.75 97.29 96 77
Dissolufion | 455 dtachlaride 80.0 % 9695 | 101.66 | 9943 | 9971 | 10072 | 98.00
Comiants Complies/does not comply with e th i
respected to standards of Complies Complies
/ Remarks < A
specification
: : e s TR Observation'{ . 7
(s g e ! wno | Batch No.: GF210216
Test : lelt - | Low BHardness ;" Hlah Ha rdness
- RPM:20 w0 RPM 20
. ; Cetirizine NLT 100.32 98.72 100.85 97.65 98.18 96.58
Dissolution |y drochloride 80.0 % 9872 | 9765 | 97.12 | 10085 | 98.18 | 10032
Complies/does not comply with
Comments ; ’
respected to standards of Complies Complies
/ Remarlks S
. specification

| Controlled Copy No'. N i
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
] : CE ARl A Observation
o Batch No.: GF210301
Test lelt Low Hardness High Hardness
RPM:20 RPM: 20 -
Dissolution Cetirizine NLT 99.82 99.66 100.01 97.85 99.84 99.25
ISSOTURON | v drochloride 80.0 % 99.94 99.27 9932 | 99.41 98.98 98.58

Comments Complies/does not comply with

respected to standards of Complies Complies
/ Remarks . .

specification

Analytical Result of Compression at Optimum Speed(Hopper Challenge):

Test | Limit - | Observation (Composite Sample) e %t :
Sarnple Batpl_lNO'.: GF210101 'Batthoﬁ;-GFZIOZIG Batcl'h No.: GF210301
N Low A Full L.'ow‘.:_:._. Full Low Full
Hopper | Hopper Hopper - | Hopper | Hopper:| Hopper
s .E. Content-> | Cetirizine Hydrochloride ‘
Z. = 1 100.64 100.24 101.57 99.20 100.01 102.09
e = |2 9930 | 98.49 9920 | 10012 |99.85 103.96
% :§ 3 99.04 100.12 100.17 97.12 99.65 102.22
c;;) % 4 101.08 101.79 98.52 100.12 100.05 103.02
o b= 5 101.88 101.53 97.65 98.95 98.63 101.56
E * 6 101.66 | 98.40 100.25 97.90 99.85 103.32
5 = 7 102.39 102.37 98.52 98.81 98.63 101.88
‘ - 8 100.32 103.77 99.20 99.82 100.05 102.39
g *3 9 103.71 101.53 102.74 100.78 98.62 102.00
% % 10 102.28 103.37 98.43 101.43 100.05 103.98
B Min. 99.04 98.40 97.65 97.12 98.62 101.56
Max. 103.71 103.77 102.74 101.43 100.05 103.98
Mean 101.23 101.16 99.62 99.43 99.54 102.642
% RSD 1.432 1.819 1.580 1.310 0.644 0.849
Complies / does not compl
gg::::_f(:ty with lrespected to standardspo};' Complies
specification :

.; . - h .
L Cantrollest Conv N - Y
T [NE]

| Sign/ Date :

Y

\




Cr™y SAT PRIMUS LIFE BIOTECH PVT LTD Page 23 of 28
el Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate
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LERE DARTECH PYF LT Villianur Commune, Puducherry-605009. Revision No: 00
PROCESS VALIDATION REPORT Batch Size: 3000000

Generic name | GENSET

Protocol No. | PVR-G13

FINISHED PRODUCT REPORT:

LS et ; R N Observatnon ‘
7 Parameter Uil b L Specified | Batch No: GF210101 i
S S B s | Composite Sample
: White coloured, caplet shaped, film White coloured, caplet shaped, ﬁlm coated
Appearance coated tablet with break line on one tablet with break line on one side and plain
side and plain on other side on other side
Identification By IR
The infrared absorption spectrum of the
Cetirizine hydrochloride BP residue is concordant with Complies
the reference spectrum of cetmzme
hydrochloride.
. 120.00 mg + 5.0 %
Average weight (114.00 mg to 126.00 mg) 119.60 mg
Not more than 2 of the individual
X . , weights deviate from the average O i
Uniformity of weight weight by more than 7.5 %.acd foie +1.17 % to -1.33 %
deviate by more than + 15 % .
Dimensions:

e Min Max Aveg.
Thickness 2.50 mm to 3.10 mm 2.80 mm 284mm  2.82 mm
: Min Max Avg.
Lengil 50 s 1000 10.13mm_ 10.15mm 10.14 mm

Min Max Avg.
Breadth 3.90 mm to 4.30 mm £ e 414 w412 fi
Hardness NLT 3.0 kg/cm? 3.96 kg/cm?
Disintegration Time NMT 30 mins 04 minutes 05 seconds
g:nsrollz\?::eon Not less than 85.0 % and Not more Min Max Avg.
0, H 0, 0, o,
Hydrochloride BP -10 mg than 115.0 % of labelled claim. 9382% 103.94% 98.79%
Assay
Each Film coated tablet contains:
Cetirizine Not less than 95.0 % and Not more 100.89 %
Hydrochloride BP 10 mg than 105.0 % Radide
Related Substance
Single Maximum unknown
Impurity NMT 0.2% ) : Not Detected
Total Impurities NMT 1% Not Detected
Microbiological Limits
Total Aerobic Microbial
counts NMT 1000 cfu/g . 10 cfu/g
Fungi NMT 100 cfu/g <10cfu/g
E.coli Should Be absent Absent
Salmonella Should Be absent Absent
S.Aureus Should Be absent Absent
P. aeruginosa -~ Should Beabsent ; Abscnt
| Contrclled Copy No @ \ ]
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PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
Sotedy _ ; E0 ‘Observation
. Parameter ‘Specified Batch No: GF210216
; : , S S Composite Sample e

White coloured, caplet shaped, film White coloured, caplet shaped, film coated

Appearance coated tablet with break line on one tablet with break line on one side and plain
side and plain on other side on other side

Identification By IR

The infrared absorption spectrum of the

Cetirizine hydrochloride BP residue is concordant with g Complies
the reference spectrum of cetirizine
hydrochloride.
o )
Average weight L2000 witg .0V 120.70 mg

(114.00 mg to 126.00 mg)

Uniformity of weight

Not more than 2 of the individual
weights deviate from the average

weight by more than + 7.5 % and none

deviate by more than + 15 % .

+2.73 % to -2.23 %

Dimensions:
i Min Max Avg.
Thickness 2.50 mm to 3.10 mm 2.78 mm 2.82 mm 5 =6 i
Min Max Avg.
Length 250 i 101030 mimn 10.16mm 1018 mm 10.16 mm
; Min Max Avg.
Breadth 3.90 mm to 4.30 mm 4.11 T 414 tiiri 4.12 mmi
Hardness NLT 3.0 kg/em? 3.78 kg/cm?
Disintegration Time NMT 30 mins 05 minutes 12 seconds
]g:;roil;il:::n Not less than 85.0 % and Not more Min Max Avg.
0, M 0, 0,
Hydrochloride BP -10 mg than 115.0 % of labelled claim. 95.56 % 101.86% 98.88%
Assay
Each Film coated tablet contains:
Cetirizine Not less than 95.0 % and Not more 101.03 %
Hydrochloride BP 10 mg than 105.0 % e
Related Substance
Single Maximum unknown ; Not Detected
Impurity NMT 0.2% _
Total Impurities NMT 1% Not Detected
Microbiological Limits
Total Aerobic Microbial
counts NMT 1000 cfu/g 10 cfu/g
Fungi NMT 100 cfu/g <10cfw/g
E.coli Should Be absent Absent
Salmonella Should Be absent Absent
S.Aureus Should Be absent Absent
P. aeruginosa Should Be absent Absent

¢ Controliad Copy No \

o e A 2
i wign / Date ‘(\ -
I G - A\




G Fi=,
A )
gt :

SAl PRIMUS

LIFE BIOTECH PVT LTD

SAI PRIMUS LIFE BIOTECH PVT LTD
Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate,
Villianur Commune, Puducherry-605009.

Page 25 of 28

Revision No: 00

PROCESS VALIDATION REPORT

Batch Size: 3000000

Generic name | GENSET
Protocol No. | PVR-G13
- it W e ; : | Observationit i i
v Parameter. . phty ,S_pec‘i'ﬁeyd Batch No: GF210301 /=
8 : ; B Rl ] Composite Sample = j
White coloured, caplet shaped, film White coloured, caplet shaped, film coated
Appearance coated tablet with break line on one tablet with break line on one side and plain
side and plain on other side on other side
Identification By IR

The infrared absorption spectrum of the

Cetirizine hydrochloride BP residue is concordant with o Complies
the reference spectrum of cetirizine
hydrochloride.
0,
Average weight 12000 me &30 119.60 mg

-(114.00 mg to 126.00 mg)

Not more than 2 of the individual
weights deviate from the average

S : e 0
Ynitaemity ol weight weight by more than + 7.5 % and none AT %10-L3 05
deviate by more than + 15 % .
Dimensions:
2 Min Max Avg.
Thickaness 2.50 mm to 3.10 mm 2.80 mm 284mm  2.82 mm
Min Max Avg.
Length 22020 80, 10,30 mn 10.13mm 1015 mm 10.14 mm
Min Max Avg.
Breadth 3.90 mm to 4.30 mm T A TAwin " 412 fin
Hardness NLT 3.0 kg/cm? 3.96 kg/cm?
Disintegration Time NMT 30 mins 04 minutes 05 seconds
]C);Stf:;lzl;::n Not less than 85.0 % and Not more Min Max Avg.
() H 0, 0, 0,
Hydsedhilorids BP <10 mg than 115.0 % of labelled claim. 93.82% 103.94% 98.79 %
Assay
Each Film coated tablet contains:
Cetirizine Not less than 95.0 % and Not more 100.89 %
Hydrochloride BP 10 mg than 105.0 % e A2
Related Substance
Single Maximum unknown
Impurity NMT 0.2% | Not Detected
Total Impurities NMT 1% Not Detected
Microbiological Limits
Total Aerobic Microbial
counts . NMT 1000 cfu/g 10 cfu/g
Fungi NMT 100 cfu/g <10cfu/g
E.coli Should Be absent Absent
Salmonella Should Be absent Absent
S.Aureus Should Be absent Absent ) .
P. aeruginosa Should Be absent Absent N i
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Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate
SAl PRIMUS ) : ' .
LURE BHOTEEH, (Vi L1 Villianur Commune, Puducherry-605009. Revision No: 00
PROCESS VALIDATION REPORT ; Batch Size: 3000000

Generic name | GENSET

Protocol No. PVR-G13

11.0 PROCESS YIELD STATEMENT: g
‘FObservation (%)
Sr. No. . Stage | Batch No.:
GF210101 GF210216 GF210301
1. Blending & Lubrication 99.57% 99.85% 99.88%
2. Compression 99.25% 99.72% 99.80%
3. Inspection 99.15% 99.28% 97.16%
4. Packing . 96.28% ; 98.02% g 96.58%

12.0 Deviation and Justification/Corrective Action:

Remarks

Deviation details o dtotilication(s) iy . Acceptable /.
Wl Ee e . Corrective Action(s) Not acceptable S
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SAJ ;RIMLJS Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate,

LiRE/SOTECH e G Villianur Commune, Puducherry-605009.
PROCESS VALIDATION REPORT
Generic name | GENSET

Revisiom No: 00

Batch Size: 3000000

Protocol No. PVYR-G13

13.0 SUMMARY:
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14.0 CONCLUSION:
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e : Factory: R.S. No. 4/3, Plot No.33, Kurumbapet Industrial Estate,
SAl PRIMUS ’ > “
HIFE Br0TeCH) VT 170 Villianur Commune, Puducherry-605009. Revision No: 00
PROCESS VALIDATION REPORT Batch Size: 3000000

Generic name | GENSET

Protocol No. PVR-G13

15.0 REPORT APPROVAL:

The process Validation Report of batch “GENSET” having batch size of 30,00,000 Tablets has been reviewed and
complies with requirements.

Prepared By:

Name: £ VAca N

Sign / Date: % Aefls, f%fﬂ(fiazl
(Quality Assurance)

Checked and Reviewed By:

Warie: 5@?« ALt A R Assn/ Name: _ 20004 v B s voroan ) 5
Sign/Date: i\nﬂ; | Sign/Date: 8[J«vfw\,\j
(Quality Control) (Production) b 9;/0 <Tand

Comments: We certify that the process Validation report for “GENSET" having batch size of 30,00,000 Tablets has been
accepted. .

Report Ai)proved By:

Name: [ S Ralz mwuuch
Sign / Date: Q )\/\/\/\/ .‘1.\'0 "\JO

./ (Head @A)
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