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2.0

3.0

4.0

PURPOSE:

To establish that the manufacturing process blending validation of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules will meet the predetermined
specifications and quality attributes consistently.

SCOPE:

This protocol is applicable for the manufacturing and sampling of validation batches of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules with a
batch size of 13, 50,000. In case data obtained from validation batches seem to be inadequate, further extension of the validation batches shall be done.
For further confidence of efficacy and fitness till its assigned shelf life, these three batches shall be charged for both Long term and Accelerated stability

study.

RESPONSIBILITIES OF

VALIDATION TEAM:

Validation Team

Responsibilities

Quality Assurance

1) Defining the manufacturing process and process parameters that impact the quality, safety, purity and efficacy of the product
based on the knowledge gained through process validation.

2) To ensure pre-requisite requirements are completed before proceeding for Process validation.

3) Preparation of Process validation Protocol cum report.

4) In-process monitoring and assurance of guality. Withdrawal of samples as per the sampling plan defined in this protocol.

5) Review of batch records, analytical reports, compilation of data, evaluation of results and Process validation report.

6) Reviewing and approving investigations and CAPA for deviations from defined manufacturing process and Process Validation
protocol.

Production

1) Review of Process Validation protocol cum report.

2) Execution of process as per the batch record and Process validation protocol and relevant operating procedures.

3) Co-ordination with Quality Assurance for sampling.

4) Investigating any deviations from defined manufacturing process and Process Validation protocol and identifying CAPA.

Quality Control

1) Review of Process validation protocol cum report.

2) Testing the samples drawn during Process validation study and compilation of results.

Engineering

1) Providing necessary utility as per the product requirement.

2) Ensuring calibration of measuring devices available on process equipment and utilities and maintenance of processing
Equipments.

Head Quality
Assurance

1) Approval of Protocol cum report.
2) To review and approve the investigations and CAPA for deviations from defined manufacturing process and protocol.

3) To take decision on further release and distribution of validation batches.

ST/QA/029 (R2):F4
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5.0 ACCEPTANCE CRITERIA:
All the product quality parameters must comply within the acceptance criteria as specified in this protocol.

6.0 PROCEDURE:

Execute three batches as per Master Formula Record and Batch Manufacturing Record. Record the critical parameters of the manufacturing unit operations
as described in this protocol and compile subsequent test report. Raise deviation as per ST/QA/005. If any abnormalities found during the process validation.
Necessary corrective actions and preventive actions shall be taken as per SOP No.: ST/QA/043 before proceeding to validation of commercial batches.

7.0 PRODUCT DETAILS:

Product Name : CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

BRAND NAME:

Batch No

Batch Size

Mfg. Date

Expiry Date :

ST/QA/029 (R2):F4
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Product Néme

Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules

Each hard Gelatin Capsule contains:

Carbonyl Iron

Equivalent to Elemental Iron 100mg
Folic acid BP  500mcg
Cyanocobalamin (coated) 15mcg
(Vitamin B12)
Label Claim Ascorbic Acid (coated) 75mg
Zinc sulphate Monohydrate BP 61.8mg
(Equivalent to Elemental Zinc 22.5mg)
Alpha Tocopheryl Acetate BP 151U
Sodium Selenate Equivalent to Selenium 65mcg
Approve colours used in empty hard gelatin capsule.
Appropriate overages of Vitamins are added to compensate the loss on storage.
Shelf life 36 Months
Storage Condition Store in cool and dry place, Keep away from light and moisture.
Batch Size 13,50,000 Capsules

Therapeutic Use

Carbonyl iron is used to treat or prevent iron deficiency and iron deficiency anaemia. This
medication is a multivitamin product used to treat or prevent vitamin deficiency due to poor
diet, certain illnesses, or during pregnancy. Vitamins are important building blocks of the body
and help keep you in good health.

Product Pack

Printed Foil: 160mm blister aluminum foil (0.025mm thickness).
Base Foil: 164mm PVDC clear foil.

Pack Style

3 x 10’s blister pack

ST/QA/029 (R2):F4
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8.0

9.0

REFERENCE DOCUMENTS FOR METHOD OF MANUFACTURING AND TESTING:

S.No. | NAME OF THE DOCUMENT

DOCUMENT NUMBER

1 Master Formula Record

ST/MFC/135/R1

Batch Manufacturing Record

STBMR:452/00

3 Product specifications and Test Procedure

IMSR00221-00
IMTR00221-00

REASON FOR VALIDATION:

Reasons

Tick in the appropriate row

Reasons

Tick in the appropriate row

New formulation

Significant changes in process

Change in formulation

Change/modification in equipment

Change in location

Change in batch size

Any other reasons (specify)

Change in vendor of API

10.0 BILL OF RAW MATERIALS : ACTIVE PHARMACEUTICAL INGREDIENTS

. \“,‘No

'No | Name of the
| Ingredients

Label claim per |
~ tabletinmg

Approved Vendor

i Carbonyl Iron RMAC0073 100.000 USP Nil 135.0000 PARAS ORGANICS PVT.LTD
2 Folic Acid RMAF0018 50n(1.C(;00 BP 20 0.810 MCCOY DRUGS PVT.LTD

. HEBEI YUXING
3 Cyanocobalamin RMAC0066 15mcg BP 50 30.375gm PHARMACEUTICAL

ST/QA/029 (R2):F4
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,,\ ” Tot Qty(Kg) \Ap;\)r&vé& Vendor

Ascorbic Acid RMAA0029 75.000 121.500 BAJAJ HEALTHCARE LTD
Zinc Sulfate
5 Momohydrate RMAZ0009 61.800 BP 20 100.116 SHREEJI INDUSTRIES
6 ﬁ'cpert‘:t?mphery' RMAA0030 151U BP 20 48.600 EMMER CHEM/SHREENATH
7 Sodium Selenate RMAS0028 65 mcg H 25 262.500gm | SNA HEALTHCARE

* Quantity varies based on Potency Calculation

INDENT OF EXCIPIENTS:

SNo : Name of the Ingrechents | tenal Code | e ( ’:?f . ,A;Er&\’}éa‘vén"dcf
g |fuamphoms Gollginal anlvydrous RMEC0017 3.000 BP 4.050 WACKER
9 gﬁﬁl’g;’fgﬂ"lngzcrysm”‘”e RMEMO038 166.022 BP 224.127 | DFE
10 | Calcium hydrogen phosphate RMED0015 10.000 BP 13.500 :’T-il\(l)%lF;HHi%’EINDIA
11 | purified Talc RMET0012 10.000 BP 13.500 | NEELKANTH
12 Magnesium stearate RMEMO0033 10.000 BP 13.500 NITIKA

ST/QA/029 (R2):F4
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EMPTY HARD GELATIN CAPSULE

Vendor

“0” Size Red/Red hard gelatin

capsule(GHPL Printed) 1363500 ERAWAT PHARMA

RMER0012 IHS

11.0 EQUIPMENT DETAILS:

Table 1: List of major process equipment to be used in the manufacturing:

SR. NO. EQUIPMENT MAKE EQUIPMENT NO.

. ST/SRWB/001, ST/SRWB/002, ST/WB/189, ST/PRWB/002,
1.0 Weighing Balances ESSAE TERAOKA ST/WB/205, ST/WB/202 or ST/WB/207

2.0 Vibro Sifter GEM Pharma ST/PRG/006, ST/PRG/007, ST/PRG/008,

SRI KARPAGA VINAYAKA
4.0 Octagonal blender (2200lts) ST/PROB/001

ST/QA/029 (R2):F4
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12.0 PROCESS FLOW CHART

Sifting

Sift microcrystalline cellulose PH 102, Folic Acid, Zinc Sulfate Monohydrate,
and Alpha Tocopheryl acetate through 30#, Calcium hydrogen Phosphate,
Cyanocobalamin (Coated) through 30#. Microcrystalline crystalline cellulose PH
102, Carbonyl! Iron, Ascorbic Acid, Sodium Selenate through 30#.Talc,
Hydrophobic colloidal anhydrous silica through 30#. Magnesium Stearate
Through 60#.

|

’ Blending (OGB 600Lts) 5| Sampled by IPQA
1 (Mix for 30mins). §

Sifted Magnesium Stearate
distribute/sprinkle over the >
blended material.

Lubrication (OGB 600Lts)
(Mix for 5mins).

!
©

A4

Sampled by IPQA

ST/QA/029 (R2):F4
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©

Capsule Filling
0’ Size Red/Red hard gelatin
capsule (GHPL Printed)

Polishing and sorting of filled
capsules

ST/QA/029 (R2):F4
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13.0 CRITICAL PROCESS STAGES TO BE VALIDATED:

13.1 BLENDING AND LUBRICATION STAGE:

SAMPLING PROCEDURE

BLENDING AND LUBRICATION CRITICAL PARAMETER TO BE
PROCEDURE VALIDATED
(Refer MFR/BMR more details)

1. Mixing time
Step-1 Sift microcrystalline cellulose PH 102, (Pre-lubricated blend
Folic Acid, Zinc Sulfate Monohydrate, and Alpha uniformity)
Tocopheryl acetate through 30#, Calcium
hydrogen Phosphate, Cyanocobalamin
(Coated) through 30#. Microcrystalline
crystalline cellulose PH 102, Carbonyl Iron,
Ascorbic Acid, Sodium Selenate through
30#.Talc, Hydrophobic colloidal anhydrous
silica through 30#. Magnesium Stearate
Through 60#. Mix for 30mins.

2. Mixing time

) ) (Lubri lend unif ity)
Step - 2 Sifted Magnesium Stearate e

distribute/sprinkle over the blended material.
(Mix for 5mins).

Step- 1: PRE - LUBRICATION: Samples shall be withdrawn
from 10 different locations Collect approximately 2 g of blend
sample location from top, middle and bottom level of the
Octagonal blender (as per sampling diagram 13.2) separately
by using sampling thief after 30 minutes mixing. Use these
samples for blend uniformity test as per 14.1.1.1

Step- 2: AFTER LUBRICATION: Samples shall be withdrawn
from 10 different locations Collect approximately 2 g of
lubrication blend sample location from top, middle and bottom
level of the Octagonal blender (as per sampling diagram 13.2)
separately using sampling thief after 5 minutes mixing. Use
these samples for blend uniformity test as per 14.1.1.2

ST/QA/029 (R2):F4
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13.2 SAMPLING LOCATIONS IN OCTAGONAL BLENDER:

SIDE VIEW

Samples are to be drawn from 10 different positions as follows:

TCL - Top center left

TC - Top center

TCR - Top center right
MBL - Middle back left
MBC - Middle back center
MBR - Middle back right
BFL — Bottom front left
BFC - Bottom front center
BFR - Bottom front right
DP - Discharge port

(TCL) (TC) (TCR)

(MBL)  (MBC)  (MBR)

(BFL)  (BFC) (BFR)

(DP)

ST/QA/029 (R2):F4
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14.0 TEST PROGRAM AND ACCEPTANCE CRITERIA FOR VALIDATION:
14.1 GRANULATION PROCESS :

S.No. MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST PROCEDURE
14.1.1 BLENDING & LUBRICATION PROCESS:
14.1.1.1 BLENDING - PRE LUBRICATION:
1 Blend uniformity: Individual sample values between (85.0% to Specification and test procedure no:
115.0% of label claim) & RSD: NMT 5 % and IMSR00221-00
Average value between (90.0% to 110.0%). IMTR00221-00
14.1.1.2 LUBRICATION:
1 Appearance (pooled sample) White colour granular powder Specification and test procedure no:
IMSR00221-00
Individual sample values between (85.0% to IMTR00221-00
- Blend uniformity: 115.0% of label claim) & RSD: NMT 5 % and
Average value between (90.0% to 110.0%).
3 Bulk: density For information only
(pooled sample)
; NA
4 Tap density (pooled sample) For information only

ST/QA/029 (R2):F4
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15.0 TEST DATA FOR VALIDATION OF BLENDING & LUBRICATION STAGE -1ST ,2ND & 3RP BATCHES

15.1 TEST DATA FOR BLENDING STAGE:

1ST BATCH NO.:

S. | MEASURED
No | PARAMETERS

ACCEPTANCE CRITERIA

SAMPLE LOCATION

TEST RESULTS

Mixing time (30 minutes)

FOLIC ACID

ALPHA TOCOPHERYL ACETATE

1 Blend
uniformity:

Individual sample values
between 85.0% to 115.0% of
label claim & RSD: NMT 5 %
and Average value between
90.0% to 110.0%.

TCL

TC

TCR

MBL

MBC

MBR

BFL

BFC

BFR

DP

Avg.

RSD

Composite

All the validation test results of blending stage are found to be satisfactory/not

satisfactory.

QA-Sign & Date:

ST/QA/029 (R2):F4




Safetab Life Science

PROCESS VALIDATION PROTOCOL CUM REPORT

Page 15 of 30

Protocol No.: PVP/23/003-01 | Revision no.:00

GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: | b |02 (102 2

15.1.1 TEST DATA FOR BLENDING STAGE: 2NP BATCH NO.:

S. MEASURED
No | PARAMETERS

ACCEPTANCE CRITERIA

SAMPLE
LOCATION

TEST RESULTS

Mixing time (30 minutes)

FOLIC ACID ALPHA TOCOPHERYL ACETATE

1 Blend
uniformity:

Individual sample values
between 85.0% to 115.0% of
label claim & RSD: NMT 5 %
and Average value between
90.0% to 110.0%.

TCL

TC

TCR

MBL

MBC

MBR

BFL

BFC

BFR

DP

Avg.

RSD

Composite

All the validation test results of blending stage are found to be satisfactory/not

satisfactory.

QA-Sign & Date:
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15.1.2 TEST DATA FOR BLENDING STAGE: 3RP BATCH NO.:

S. MEASURED
No | PARAMETERS

ACCEPTANCE CRITERIA

SAMPLE LOCATION

TEST RESULTS

Mixing time (30 minutes)

FOLIC ACID ALPHA TOCOPHERYL ACETATE

1 Blend
uniformity:

Individual sample values
between 85.0% to 115.0%
of label claim & RSD: NMT
5 % and Average value
between 90.0% to
110.0%.

TCL

TC

TCR

MBL

MBC

MBR

BFL

BFC

BFR

DP

Avg.

RSD

Composite

All the validation test results of blending stage are found to be
satisfactory/not satisfactory.

QA-Sign & Date:
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15.2

TEST DATA FOR LUBRICATION STAGE:

S. MEASURED
No | PARAMETERS

ACCEPTANCE
CRITERIA

SAMPLE LOCATION

TEST RESULTS FOR FOLIC ACID

Mixing time (5 minutes)

1ST B.NO:

2ND B.NO: 3RD B.NO:

1 Blend
uniformity:

Individual sample
values between 85.0%
to 115.0% of label
claim & RSD: NMT 5 %
and Average value
between 90.0% to
110.0%.

TCL

TC

TCR

MBL

MBC

MBR

BFL

BFC

BFR

DP

Avg.

RSD

Composite

All the validation test results of Lubrication stage are found to be
satisfactory/not satisfactory.

QA-Sign & Date:
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15.2.1 TEST DATA FOR LUBRICATION STAGE:

S. MEASURED
No | PARAMETERS

ACCEPTANCE
CRITERIA

SAMPLE LOCATION

TEST RESULTS FOR ALPHA TOCOPHERYL ACETATE

Mixing time (5 minutes)

1ST B.NO:

2NP B.NO:

3RP B.NO:

1 Blend
uniformity:

Individual sample
values between 85.0%
to 115.0% of label
claim & RSD: NMT 5 %
and Average value
between 90.0% to
110.0%.

TCL

TC

TCR

MBL

MBC

MBR

BFL

BFC

BFR

DP

Avg.

RSD

Composite

All the validation test results of Lubrication stage are found to be
satisfactory/not satisfactory.

QA-Sign & Date:
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15.3 TEST DATA FOR LUBRICATION STAGE :

ON POOLED SAMPLE

TEST RESULTS

S.No | MEASURED ACCEPTANCE CRITERIA 15T Batch No.:
PARAMETERS
1 Appearance White colour granular powder
2 Bulk Density For information only

Tapped Density | For information only

PARTICLE SIZE OF RETAINS:

. #20 Mesh
. #30 Mesh
. #40 Mesh
. #60 Mesh
. #80 Mesh
. #100 Mesh

For information only

AU WN -

Particle size of passing:

5 1. #100 Mesh For information only

QA-Sign & Date:
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15.4 CONCLUSION ON VALIDATION OF
BLENDING & LUBRICATION STAGE OF
1ST 2ND & 3RP BATCH

1. All the validation test results of Blending stage of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules are found to be Satisfactory/Not Satisfactory
after 30 Minutes Mixing.

2. All the validation test results of Lubrication stage of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules are found to be Satisfactory/Not
Satisfactory after 5 Minutes Mixing.

S.No Process stage Equipment Fixed Standard (minutes)
1 Blending stage Octagonal Blender
) Lubrication stage Octagonal Blender

Head-Quality Assurance:

(Sign & Date)

Note: If the test results are not found satisfactory raise unplanned deviation. Necessary corrective actions and preventive actions shall be taken before
proceeding to validation of commercial batches.

ST/QA/029 (R2):F4
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7.0

TEST DATA FOR CAPSULE FILLING STAGE : (Initial, Middle, Final) 157,2NP& 3RP BATCH

7.1 TEST DATA FOR CAPSULE FILLING STAGE :15T BATCH

15T B.No:

CRITICAL PARAMETER-1:

1ST BATCH

TEST RESULTS

S.No

MEASURED PARAMETERS

ACCEPTANCE CRITERIA

Initial stage

Middle stage

Final stage

1.0

Appearance

Red/Red coloured ‘0’ size
GHPL printed on both body
and cap Hard gelatin capsule
Filled with pale green colour
granular powder.

2.0

Average weight of a capsule

595mg + 3.0%
(Limit: 577.150 mg to
612.850 mg)

3.0

Net fill weight

500 mg £ 3.0%
(Limit:475.0 mg to 525.0

mg)

4.0

Uniformity of fill Weight

+7.5% of average fill weight

5.0

Disintegration Time

NMT 30 minutes in 37°C %+
2°C

6.0 Assay: Each Hard gelatin Capsule contains:

6.1 Folic Acid BP 500mcg NLT 90% of the labeled claim

Alpha Tocopheryl Acetate o .
6.2 Concentrate 50% BP 15IU NLT 90% of the labeled claim
Comments:

QA-Sign & Date:
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7.1.1

TEST DATA FOR CAPSULE FILLING STAGE :2N° BATCH

2 B.No:

CRITICAL PARAMETER-1: 2N° BATCH

TEST RESULTS

S.No

MEASURED PARAMETERS

ACCEPTANCE CRITERIA

Initial stage

Middle stage

Final stage

1.0

Appearance

Red/Red coloured ‘0’ size
GHPL printed on both body
and cap Hard gelatin capsule
Filled with pale green colour
granular powder.

2.0

Average weight of a capsule

595mg £ 3.0%
(Limit: 577.150 mg to
612.850 mqg)

3.0

Net fill weight

500 mg + 3.0%
(Limit:475.0 mg to 525.0

mg)

4.0

Uniformity of fill Weight

+7.5% of average fill weight

5.0

Disintegration Time

NMT 30 minutes in 37°C =
2°C

6.0 Assay: Each Hard gelatin Capsule contains:

6.1 Folic Acid BP 500mcg NLT 90% of the labeled claim

Alpha Tocopheryl Acetate .
6.2 Concentrate 50% BP 15IU NLT 90% of the labeled claim
Comments:

QA-Sign & Date:

ST/QA/029 (R2):F4
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GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | bo|o2 | 21717

7.1.2 TEST DATA FOR CAPSULE FILLING STAGE :3R° BATCH 3rd B.No:
CRITICAL PARAMETER-1: 3RP BATCH TEST RESULTS
S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA Initial stage Middle stage Final stage
Red/Red coloured ‘0’ size
Abbearance GHPL printed on both body
1.0 PP and cap Hard gelatin capsule
Filled with pale green colour
granular powder.
595mg £ 3.0%
2.0 Average weight of a capsule (Limit: 577.150 mg to
612.850 mqg)
500 mg £ 3.0%
3.0 Net fill weight (Limit:475.0 mg to 525.0
mg)
4.0 Uniformity of fill Weight +7.5% of average fill weight
- - oC &
5.0 Disintegration Time NMT 30 minutes in 37°C

2°C

6.0 Assay: Each Hard gelatin Capsule contains:

6.1 Folic Acid BP 500mcg NLT 90% of the labeled claim

Alpha Tocopheryl Acetate . .
6.2 Concentrate 50% BP 15IU NLT 90% of the labeled claim
Comments:

QA-Sign & Date:

ST/QA/029 (R2):F4
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GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | [»] 00 [ Lo22

7.2

TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAMPLE)

CRITICAL PARAMETER-4 : 15T BATCH

15T B.No:

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA
Appearance Red/Red coloured ‘0’ size GHPL printed on both body and cap
1.0 Hard gelatin capsule Filled with pale green colour granular
powder.
. 595mg % 3.0%

2.0 | hverage weight of a eapsule (Limit: 577.150 mg to 612.850 mg)

. . 500 mg + 3.0%
5.0 | Netfill waight (Limit:475.0 mg to 525.0 mg)
4.0 Uniformity of fill Weight +7.5% of average fill weight
5.0 Disintegration Time NMT 30 minutes in 37°C £ 2°C

6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental

(o) 0, i
6.1 Iron 100m 90.0% to 110.0% of the labeled claim.
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim
6.3 Cyanocobalamin BP 15mcg NLT 90% of the labeled claim
6.4 Ascorbic Acid BP 75mg NLT 90% of the labeled claim
Zinc Sulphate monohydrate BP
6.5 61.8mg (eq. to elemental zinc NLT 90% of the labeled claim
22.5mg
Alpha Tocopheryl Acetate o .
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim
6.7 Sod|u-m selenite £q, to NLT 90% of the labeled claim
Selenium 65mcg
Comments:

QA-Sign & Date:

ST/QA/029 (R2):F4
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GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: |6 ,@:L [1o2X

7.3

TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAMPLE)

CRITICAL PARAMETER-4 : 2'° BATCH

2NP B.No:

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA
P —— Red/Red coloured ‘0’ size GHPL printed on both body and cap
1.0 PP Hard gelatin capsule Filled with pale green colour granular
powder.
. 595mg + 3.0%

2.0 | Average welght of acapsule (Limit: 577.150 mg to 612.850 mg)

. . 500 mg + 3.0%
%0 | Netfillweight (Limit:475.0 mg to 525.0 ma)
4.0 Uniformity of fill Weight +7.5% of average fill weight
5.0 Disintegration Time NMT 30 minutes in 37°C + 2°C

6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental

6.1 90.0% to 110.0% of the labeled claim.
Iron 100mg
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim
6.3 Cyanocobalamin BP 15mcg NLT 90% of the labeled claim
6.4 | Ascorbic Acid BP 75mg NLT 90% of the labeled claim
Zinc Sulphate monohydrate BP
6.5 61.8mg (eq. to elemental zinc NLT 90% of the labeled claim
22.5mg
Alpha Tocopheryl Acetate o ;
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim
6.7 Sodlu.m selemite Eq, 1o NLT 90% of the labeled claim
Selenium 65mcg
Comments:

QA-Sign & Date:

ST/QA/029 (R2):F4
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GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date:

(62 tro2z

7.4

TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAMPLE)

CRITICAL PARAMETER-4 : 3R BATCH

3RD B.No:

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA
Red/Red coloured ‘0’ size GHPL printed on both body and cap
1.0 Appeasance Hard gelatin capsule Filled with pale green colour granular
powder.
. 595mg £ 3.0%
2.0 | Average weight of a capsule (Limit: 577.150 mg to 612.850 mq)
. . 500 mg = 3.0%
40 | Netfill weight (Limit:475.0 mg to 525.0 mg)
4.0 Uniformity of fill Weight +7.5% of average fill weight
5.0 Disintegration Time NMT 30 minutes in 37°C £ 2°C

6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental

6.1 90.0% to 110.0% of the labeled claim.
Iron 100mg
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim
6.3 Cyanocobalamin BP 15mcg NLT 90% of the labeled claim
6.4 Ascorbic Acid BP 75mg NLT 90% of the labeled claim
Zinc Sulphate monohydrate BP
6.5 61.8mg (eq. to elemental zinc NLT 90% of the labeled claim
22.5mg
Alpha Tocopheryl Acetate o .
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim
6.7 Sodm_m selanite Eq, o NLT 90% of the labeled claim
Selenium 65mcg
Comments:

QA-Sign & Date:

ST/QA/029 (R2):F4
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Protocol No.: PVP/23/003-01 | Revision no.:00

GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: | b | 021 1022
16.0 CONCLUSION ON VALIDATION OF
CAPSULE FILLING STAGES OF
COMMERCIAL BATCHES
S.No | Observation 1STB.No : 2ND B_No: 3RD B.No:

All the validation test results of capsule
1. filling stage are found to be satisfactory
during Initial, Middle and Final stage.

Complies/Does not comply

Complies/Does not comply

Complies/Does not comply

All the validation test results of capsule
2: filling stage are found to be satisfactory
during RPM challenge.

Complies/Does not comply

Complies/Does not comply

Complies/Does not comply

All the validation test results of capsule
3. filling stage are found to be satisfactory
during hopper level challenge.

Complies/Does not comply

Complies/Does not comply

Complies/Does not comply

Overall Remarks on Validation of Compression Process: (Mention details of Deviations/Non-Conformance/Abnormalities if any)

QA:

(Sign & Date)

Head-Quality Assurance:

(Sign & Date)

Note: If the test results are not found satisfactory, raise unplanned deviation. Necessary corrective actions and preventive actions shall be
taken as per SOP. Repeat the complete process validation on next 3 consecutive batches.

ST/QA/029 (R2):F4




Safetab Life Science | e

PROCESS VALIDATION PROTOCOL CUM REPORT

Page 28 of 30

Protocol No.: PVP/23/003-01 [ Revision no.:00

GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: k(02 [lo2%

17.0 DEVIATIONS:

ST/QA/029 (R2):F4
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GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: |k [o02l2o2 2

18.0

EVALUATION OF RESULTS, CONCLUSION AND RECOMMENDATIONS:

Head-Quality Assurance:

(Sign & Date)

ST/QA/029 (R2):F4
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Protocol No.: PVP/23/003-01 [ Revision no.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | b(o2 2oz 3

19.0 REPORT APPROVAL

19.1

Compiled By :

Dept.

Name

Designation

Signature Date

Quality Assurance

19.2

Verified By:

Dept.

Name

Designation

Signature Date

Head-Production

Head-Quality Control

19.3

Approved By:

Dept.

Name

Designation

Signature Date

Head-Quality
Assurance

ST/QA/029 (R2):F4
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GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: 'Sb’ c2loc2

PROCESS VALIDATION PROTOCOL CUM REPORT
FOR

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Safetab Life Science,

Plot No.A-67 to 72, PIPDIC Electronic Park, Thirubuvanai,
Puducherry-605107. Phone: 91-413-2641099/2641199
E-mail: info@safetab.net

ST/QA/028 (R2):F4
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GENERIC NAME

¢ CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULE

Effective date: | {pa b

Head-Quality Control

™, %ﬁ“ﬁ {Guermcra,

1.0 PROTOCLOL APPROVAL :
i.1 Prepared By :
Dept. Name Designation - Signature Date
. ) , [ . « s N ) [ Y i e R N
Quality Assurance i V\\{‘gw\_{}&;\\; <% I LR P R
1.2 Verified By:
Dept. Name Designation Signature Date
Y T
; : amr LR 4 & N 77 i ' . o
Head-Production [ Wepeseniae o441 SR Mana @iy %;?gwfmg,ﬁ%f 12lonlas
/ { I ;
1) k
»

1.3 Approved By:
’ Dept. Name Designation Signature Date
e
e N :
s . p N . o « s [ i?’,\(~~~‘.’f‘~‘:
f Head-Quality Assurance ai} i%g ORI B N (M- a4 j} L ibioa 2005
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Protocol No.: PVP/23/003-01 [ Revision no.:00

/

GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: Lr foi/fj,,al;g

|
|
{
)

|

2.0

3.0

4.0

PURPOSE:
To establish that the manufacturing process blending vali

specifications and quality attributes consistently.
SCOPE:

This protocol is applicable for the manufacturing an
batch size of 13, 50,000. In case data obtained from validation b
For further confidence of efficacy and fitness till its assigned shelf life, these t

dation of Carbonyl! Iron, Vitamins, Zinc and Antioxidants capsules will meet the predetermined

d sampling of validation batches of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules with a
atches seem to be inadequate, further extension of the validation batches shall be done.
hree batches shall be charged for both Long term and Accelerated stability

study.
RESPONSIBILITIES OF VALIDATION TEAM:
Validation Team Responsibilities

1) Defining the manufacturing process and process parameters that impact the quality, safety, purity and efficacy of the product
based on the knowledge gained through process validation.

2) To ensure pre-requisite requirements are completed before proceeding for Process validation.

3) Preparation of Process validation Protocol cum report.

Quality Assurance
4) In-process monitoring and assurance of quality. Withdrawal of samples as per the sampling plan defined in this protocol.

5) Review of batch records, analytical reports, compilation of data, evaluation of results and Process validation report.

6) Reviewing and approving investigations and CAPA for deviations from defined manufacturing process and Process Validation
protocol.

1) Review of Process Validation protocol cum report.

2) Execution of process as per the batch record and Process validation protocol and relevant operating procedures.

e 3) Co-ordination with Quality Assurance for sampling.

4) Investigating any deviations from defined manufacturing process and Process Validation protocol and identifying CAPA.

1) Review of Process validation protocol cum report.

ality Control
Quaiity Lonire 2) Testing the samples drawn during Process validation study and compilation of results.

1) Providing necessary utility as per the product requirement.

ce of processing

2) Ensuring calibration of measuring devices available on process equipment and utilities and maintenan

Engineering
Equipments.
Head Qualit 1) Approval of Protocol cum report.
Acsurance Y 2) To review and approve the investigations and CAPA for deviations from defined manufacturing process and protocol.
3) To take decision on further release and distribution of validation batches.

ST/QA/029 (R2):F4
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GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES ‘Effective date: | /\Gﬁz f Jle2-7
5.0 ACCEPTANCE CRITERIA:
All the product quality parameters must comply within the acceptance criteria as specified in this protocol.
6.0 PROCEDURE:
Execute three batches as per Master Formula Record and Batch Manufacturing Record. Record the critical parameters of the manufacturing unit operations
as described in this protocol and compile subsequent test report. Raise deviation as per ST/QA/005. If any abnormalities found during the process validation.
Necessary corrective actions and preventive actions shall be taken as per SOP No.: ST/QA/043 before proceeding to validation of commercial batches.
7.0 PRODUCT DETAILS:

Product Name : CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES
BRAND NAME: \ ., )
RicwFER. R\LHEER Rirnree
Batch No ;
(1922002 1) Cll12 20212 GtiTzz20222
Batch Size _
> B L 125 L 5 L
Mfg. Date .
02| 2022 02 (n022 02/)n022
Expiry Date :
©1) 2021 Ol/2024 ol/200L

ST/QA/029 (R2):F4
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GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: { L [ C).fj__s: 2-<

Product Name Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules
Each hard Gelatin Capsule contains:
Carbonyl Iron
Equivalent to Elemental Iron 100mg
Folic acid BP  500mcg
Cyanocobalamin (coated) 15mcg
(Vitamin B12)
Label Claim Ascorbic Acid (coated) 75mg
Zinc sulphate Monohydrate BP 61.8mg
(Equivalent to Elemental Zinc 22.5mg)
Alpha Tocopheryl Acetate BP 151U
Sodium Selenate Equivalent to Selenium 65mcg
Approve colours used in empty hard gelatin capsule.
Appropriate overages of Vitamins are added to compensate the loss on storage.
Shelf life 36 Months
Storage Condition Store in cool and dry place, Keep away from light and moisture.
Batch Size 13,50,000 Capsules
Carbonyl iron is used to treat or prevent iron deficiency and iron deficiency anaemia. This ‘
Therapeutic Use m_edicatior.u is_ a multivitamin' product used to. tregt or prgvent vitamir) d_eﬁciency due to poor | |
diet, certain illnesses, or during pregnancy. Vitamins are important building blocks of the body
and help keep you in good health.
Product Pack Printed Foil: 160mm blister aluminum foil (0.025mm thickness).
Base Foil: 164mm PVDC clear foil.
Pack Style 3 x 10’s blister pack

ST/QA/029 (R2):F4
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GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: {} [ D2 oo <

8.0 REFERENCE DOCUMENTS FOR METHOD OF MANUFACTURING AND TESTING:

S.No. | NAME OF THE DOCUMENT

DOCUMENT NUMBER

1 Master Formula Record

ST/MFC/135/R1

Batch Manufacturing Record

STBMR:452/00

3 Product specifications and Test Procedure

IMSR00221-00
IMTR00221-00

9.0 REASON FOR VALIDATION:

10.0 BILL OF RAW MATERIALS : ACTIVE PHARMACEUTICAL INGREDIENTS

: -Reasons. Tick in the appropriaterow |~ . . Reasons . "+ Tick in the appropriate row
New formulation 7 Significant changes in process AlD

Change in formulation Ao Change/modification in equipment 'N'ﬁ

Change in location -~ Qr Change in batch size O

Change in vendor of API AN Any other reasons (specify) A

1 | Carbonyl Iron RMAC0073 100.000 USP Nil 135.0000 | PARAS ORGANICS PVT.LTD
> | Folic Acid RMAF0018 5°n‘1'c‘;°° BP 20 0.810 MCCOY DRUGS PVT.LTD

. HEBEI YUXING
3 Cyanoccobalamin RMAC0066 15mcg BP 50 30.375gm PHARMACEUTICAL

ST/QA/029 (R2):F4
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GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: |} [ D2 leo22

ngredients ablet in mg . pr e ;
4 Ascorbic Acid RMAA0029 75.000 BP 20 121.500 BAJAJ HEALTHCARE LTD .
Zinc Sulfate
5 Monohydrate RMAZ0009 61.800 BP 20 100.116 SHREEJI INDUSTRIES
6 QLF;Q;ZWOPI’GWI RMAAQ030 151U BP 20 48.600 EMMER CHEM/SHREENATH
7 Sodium Selenate RMAS0028 65 mcg IH 25 262.500gm SNA HEALTHCARE
* Quantity varies based on Potency Calculation

INDENT OF EXCIPIENTS:

8 é;/icc!;opiw‘oblc’cvliﬁlﬂloid“al anhydrous RMEC0017 3.000 a8p 4.050 WACKER

9 f;ﬁ[j‘fg;yesgﬂ“{‘g;'yﬁa'“”e RMEM0038 166.022 BP 224.127 | DFE

10 | calcium hydrogen phosphate RMED0015 10.000 BP 13.500 m\(x}%g:&?émom
11 | purified Talc RMET0012 10.000 BP 13.500 | NEELKANTH

12 Magnesium stearate. RMEM0033 10.000 BP 13.500 NITIKA

ST/QA/029 (R2):F4
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Protocol No.: PVP/23/003-01 | Revision no.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: [L[ 0212

EMPTY HARD GELATIN CAPSULE

“0" Size Red/Red hard gelatin
capsule(GHPL Printed)

RMER0012

IHS

NIL 1363500 ERAWAT PHARMA

11.0 EQUIPMENT DETAILS:

Table 1: List of major process equipment to be used in the manufacturing:

'SR.NO. | EQUIPMENT
I ST/SRWB/001, ST/SRWB/002, ST/WB/189, ST/PRWB/002,
1.0 Weighing Balances ESSAE TERAOKA ST/WB/205, ST/WB/202 or ST/WB/207
2.0 Vibro Sifter GEM Pharma ST/PRG/006, ST/PRG/007, ST/PRG/008,
SRI KARPAGA VINAYAKA
4.0 Octagonal blender (2200lts) ST/PROB/001

ST/QA/029 (R2):F4
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GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: [ [p2 2022

12.0 PROCESS FLOW CHART

/ Sifting

/ Sift microcrystalline cellulose PH 102, Folic Acid, Zinc Sulfate Monohydrate,
and Alpha Tocophery! acetate through 30#, Calcium hydrogen Phosphate, \
{ Cyanocobalamin (Coated) through 30#. Microcrystalline crystalline cellulose PH
| 102, Carbonyl Iron, Ascorbic Acid, Sodium Selenate through 30#.Talc,
\ Hydrophobic colloidal anhydrous silica through 30#. Magnesium Stearate /
Through 60#.

| '

1

__, Sampled by IPQA }

| Blending (OGB 600Lts)
| (Mix for 30mins).

Sifted Magnesium Stearate
distribute/sprinkle over the —>
blended material.

Lubrication (OGB 600Lts) i
(Mix for 5mins). 5| Sampled by IPQA. |

!
©

ST/QA/029 (R2):F4
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| Protocol No.: PVP/23/003-01 | Revision no.:00 ]

GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: )b( o2yl 3

©

’ Capsule Filling
! 0’ Size Red/Red hard gelatin
capsule (GHPL Printed)

Polishing and sorting of filled
capsules

ST/QA/029 (R2):F4
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[ Protocol No.: PVP/23/003-01 ] Revision no.:00 |

GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: | (0211022

13.0 CRITICAL PROCESS STAGES TO BE VALIDATED:

13.1 BLENDING AND LUBRICATION STAGE:

BLENDING AND LUBRICATION CRITICAL PARAMETER TO BE SAMPLING PROCEDURE
PROCEDURE VALIDATED
(Refer MFR/BMR more details)
1. Mixing time Step- 1: PRE - LUBRICATION: Samples shall be withdrawn

Step-1 Sift microcrystalline cellulose PH 102, Pre-lubricated blend from 10 different locations Collect approximately 2 g of blend
Folic Acid, Zinc Sulfate Monohydrate, and Alpha uniformity) sample location  from top, middle and bottom level of the
Tocopheryl acetate through 30#, Calcium Octagpnal blent.ier (a; per samphng dlagram.1‘3.2) separately
hyd Phasthate, © - by using sampling thief after 30 minutes mixing. Use these ‘,‘

yAFOgEn FROCSPRELE, ya.noco a am‘m samples for blend uniformity test as per 14.1.1.1 ;
(Coated) through 30#. Microcrystalline |
crystalline cellulose PH 102, Carbonyl Iron, Step- 2: AFTER LUBRICATION: Samples shall be withdrawn
Ascorbic Acid, Sodium Selenate through from 10 different locations Collect approximately 2 g of

30#.Talc, Hydrophobic colloidal anhydrous lubrication blend sample location from top, middle and bottom

silica through 30#. Magnesium Stearate level of the Octagonal blender (as per sampling diagram 13.2)
e i ; separately using sampling thief after 5 minutes mixing. Use

Fhoongh G, M ier S0mins. these samples for blend uniformity test as per 14.1.1.2

2. Mixing time
(Lubricated blend uniformity)

Step - 2 Sifted Magnesium Stearate
distribute/sprinkle over the blended material.
(Mix for 5mins).

ST(QA(029 (R2):F4
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Protocol No.: PVP/23/003-01 [ Revision no.:a@
GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: [[ ( e2tlcerz
13.2 SAMPLING LOCATIONS IN OCTAGONAL BLENDER:
SIDE VIEW
_—
(TCL) (TC) (TCR)
(MBL) (MBC) (MBR)
— (BFL) (BFC) (BFR)
(bP)

Samples are to be drawn from 10 different positions as follows:

TCL - Top center left

TC - Top center

TCR - Top center right
MBL - Middle back left
MBC - Middle back center
MBR - Middle back right
BFL - Bottom front left
BFC - Bottom front center
BFR - Bottom front right
DP - Discharge port

ST/QA/029 (R2):F4
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GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: [ b[02} 1022

14.0 TEST PROGRAM AND ACCEPTANCE CRITERIA FOR VALIDATION:
14.1 GRANULATION PROCESS :

S.No. MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST PROCEDURE
14.1.1 BLENDING & LUBRICATION PROCESS:
14.1.1.1 BLENDING - PRE LUBRICATION:
1 Blend uniformity: Individual sample values between (85.0% to Specification and test procedure no:
115.0% of label claim) & RSD: NMT 5 % and IMSR00221-00
Average value between (90.0% to 110.0%). IMTR00221-00
14.1.1.2 LUBRICATION:
1 Appearance (pooled sample) White colour granular powder Specification and test procedure no:
IMSR00221-00
Individual sample values between (85.0% to IMTR00221-00
> Blend uniformity: 115.0% of label claim) & RSD: NMT 5 % and
: Average value between (90.0% to 110.0%).
3 Bulk-density For information only
(pooled sample)
NA
4 Tap density (pooled sample) For information only

ST/QA/029 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT

Page 14 of 30

[ Protocol No.:

PVP/23/003-01 ) Revision rno..00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date:

I blea 2oL

15.0 TEST DATA FOR VALIDATION OF BLENDING & LUBRICATION STAGE ~1ST ,2NP & 3R° BATCHES
15.1  TEST DATA FOR BLENDING STAGE: 15T BATCH No.: (tt7T 2 3 02 L 1
SAMPLE LOCATION T - TEST RESULTS
. Mixing time (30 minutes)
o gfﬁffa???ns ACCEFTANCE CRITEREA FOLIC ACID ALPHA TOCOPHERYL ACETATE
b | Gnformity: é‘;‘ix;iﬁaé2?5‘3/5'?0?'1‘?_30/% of . 120 | 116 L
ey e P
90.0% to 110.0%. TCR TN o 1 2
MBL 121 1i& b
i tro . 4 [9-2- 4
MEBR 122.0 122 .5
BFL nts Lh-q
ErE N2 [21.}
BrR N3 AR
bP 121 L 1224
Avg. 120 ) 11a-k
it B 2.4
Composite 1227 1R 2
i\gttirsx?a\zl(ﬁit'lon test results of blending stage are found to be satlsfactory/not QA-Sign & Date: %’\)&y’)

ST/QA/029 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT :
Page 15 af 30
Protocol No.: PVP/23/003-01 [ Revision no.:00
GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: [ {02100 2

15.1.1 TEST DATA FOR BLENDING STAGE: 2N° BATCH NO.: I T22 0002
“ WIPEE. - | 2 . TESERESULTS.
rfb g:éf:’éf,gm ACCEPTANCE CRITERIA Mixing time (30 minutes)
: o : FOLIC ACID ALPHA TOCOPHERYL ACETATE
1 Blend Individual sample values TCL
uniformity: between 85.0% to 115.0% of a2 12.1: &

label claim & RSD: NMT 5 % TC

and Average value between 40 neg.z

90.0% to 110.0%. TCR 12y nee
ueL 1eb- g Nb-e
MBC no. | [22-2
MBER sk 1179
BFL 1o Q. &2
e 102 228§
EBFR l10.8 s
or o b e b
Avg. 11 2D 11&.9
RSD 2. 2.4

Composite 110- b |20 Ly
All the validation test results of blending stage are found to be satisfa‘{tory/not ‘)?
satisfactory. QA-Sign & Date: %\P\\
ab

ST/QA/029 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT
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Page 16 of 30

Protocol No.: PVP/23/003-01

| Revision no.:00

f
|
K
|

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date:

(Lle2 Faorz

il

15.1.2 TEST DATA FOR BLENDING STAGE:

3RP BATCH NO.:

Oil220222

 SAMPLE LOCATION | . 'TEST RESUETS &
S o Mixing time (30 minutes)
S A erERs | ACCEPTANCE CRITERIA
FOLIC ACID ALPHA TOCOPHERYL ACETATE
1 Blend Individual sample values T : , ) )
uniformity: between 85.0% to 115.0% 4 |2F® 11O-]
of label claim & RSD: NMT TC
5 % and Average value 12 b TY f1o-1
between ¢90.0% to TCR \ < .
110.0%. 1242 {1o.0
PR 122 [o& g
MBC 122 q';p l 0¢: 0
MBR e b Log « |
BrL eyt l12-0
s 129-0 1o [,
BFR 12 2-Y | 049
pP 12C. 0 ny.9
AVg. ,1_(_’:,&\ !'O‘C’
RSD 4. & 2.0
Composite J92:2 My b
All the validation test results of blending stage are found to be -
satisfadfory/not satisfactory. QA-Sign & Date: %\s&v
o/

ST/QA/029 (R2):F4

prmm T e e 0 S’ Al BT ST

NGONTRO LLED uu. !




Safetab Life Scien ce

PROCESS VALIDATION PROTOCOL CUM REPORT
Page 17 of 30

Protocol No.: PVP/23/003-01 [ Revision no.:00

GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: |£ [£2 1102 2
15.2 TEST DATA FOR LUBRICATION STAGE:
~ SAMPLE LOCATION ~ i Eyri TEST RESULTS FOR FOLIC ACID
SEoaiman e Mixing time (5 minutes)
S. | MEASURED ACCEPTANCE 15T B.NO: (1722021 | 2N° B.NO:(t]72202(2" | 3R° B.NO:(f| 7230222
No | PARAMETERS | CRITERIA
1 Blend Individual sample . ’
uniformity: values between 85.0% RCL Jurys = . 1088
to 115.0% of label TC .
claim & RSD: NMT 5 % LM nz2-2 g2
and Average value TCR . .
between 90.0% to he-o ne L 121 L
110.0%. MBL fousl . < {212
MBC vl {ub Plb-2
i Ha. 4 o {171
BFL 22| (1G4 T2
BFC 2g L, ltifeo 121.€
BFR 12k Lic 4 122 0
e |20 {110y l1b.g
AVG 121:2 b ng-g
RSD 2.0 1+ ) 2+2
Composite [19. \jo-& B i
All the validatien test results of Lubrication stage are found to be -y
i i A-Sign & Date: ke
satisfactefy/not satisfactory. QA-Sig M o

ST/QA/029 (R2):F4
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Page 18 of 30

[ Protocol No.: PVP/23/003-01 | Revision no.:00 |
GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: {,Q? / oot lo )ﬁ
15.2.1 TEST DATA FOR LUBRICATION STAGE:
- SAM LOCATION |. = ' ° TEST RESULTS FOR ALPHA TOCOPHERYL ACETATE
e Mixing time (5 minutes)
S. | MEASURED ACCEPTANCE 15T B.NO:(1jp202 1) | 2%° B.NO:g1/ 7220202 3RP B.NO:({( 1220222
No PARAMETERS | CRITERIA
1 Blend Individual sample . c
uniformity: values between 85.0% TeL 07 & [e&- 9 i f ot
to 115.0% of label TC .
claim & RSD: NMT 5 % {0k -k [ty
and Average value TCR i N . 5
between 90.0% to Ko R o1 H1bro
110.0%. MBL Lo L, 1ni.q {129
MBC 1699 120 e G
L 169 L iy b3
Lk ho L Lo € [tz
s -2 [0C. o b
g log 4 10q 4 11924
pP (08| 10f. ¢ e b
Avg: 1089 108§ 3 fluy
RSD , 73 0« 2
Composite 112 1042 [15:)
All the va‘l/idation test results of Lubrication stage are found to be >
satisfactory/not satisfactory. QA-Sign & Date: %ﬁs\w
vV

ST/QA/028 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT

Page 19 of 30

Protocol No.: PVP/23/003-01

[ Revision no.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | [ b2 [ Do27

15.3 TEST DATA FOR LUBRICATION STAGE :
ON POOLED SAMPLE
7w JFSEREsulls
S.No | MEASURED BateRNG. .
PARAMETERS e (‘_”"19—}'09-)

i Appearance White colour granular powder "
Complier
2 Bulk D it For inf ti |
u ensity or information only O E,-TS [m7
Tapped Density | For information only 0 9 'C/’?” /‘m ]
4 PARTICLE SIZE OF RETAINS: o
1. #20 Mesh N
2. #30 Mesh N\bL—
3. #40 Mesh . ) o bl
4. #60 Mesh For information only Bty
5. #80 Mesh okl
6. #100 Mesh Q-9
Particle size of passing:
5 | 1.#100 Mesh | For information only [ 3gacy

# o st batch onlyt prred B mnuies Mxing ef blond - to\lect a  pooled samyile —about 29§
Jotl prom fneea— diprernar Samflng  locatons vis wp, middleand bottom T e Cciogenc]
(WA Thns X)OO(QJ:Q /C-N'/\YLO_. J—Q-Y Oﬁalm’mﬂ O\F ‘o\\%,(ﬁ\ yc«ra MO ACAT.

bCQ n &2‘/ ’

QA-Sign & Date: %O»N}G

=
[Z

ST/QA/029 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT

Page 20 of 30

Protocol No.: PVP/23/003-01 [ Revision no.:ad

GENERIC NAME CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | s fm,fﬂ/oz‘z

1. All the validation test results of Blending stage of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules are found to be Satisfactory/Not Satisfactory

after 30 Minutes Mixing.

2. All the validation test results of Lubrication
Satisfactory after 5 Minutes Mixing.

15.4 CONCLUSION ON VALIDATION OF
BLENDING & LUBRICATION STAGE OF

1ST 2ND & 3RD BATCH

il
stage of Carbonyl Iron, Vitamins, Zinc and Antioxidants capsules are found to be Satisfactory/Not

S.No Process stage Equipment Fixed Standard (minutes)
" Blending stage Octagonal Blender =05 M e
2 Lubrication stage Octagonal Blender \
S Mnukes
5
Head-Quality Assurance: ...Q\D)‘

Note: If the test results are not found satisfactory raise unplanned deviation. Necessary corrective actions and preventive actions shall be taken before

proceeding to validation of commercial batches.

(Sign & Date)

ST/QA/029 (R2):F4
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| Protocol No.: PVP/23/003-01

[ Revision no.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: 1 b [02-0002 3

7.0 TEST DATA FOR CAPSULE FILLING STAGE : (Initial, Middle, Final) 157,2"°& 3%° BATCH _
7.1 TEST DATA FOR CAPSULE FILLING STAGE :15T BATCH 1STB.No: (sl 1220211
CRITICAL PARAMETER-1: 15T BATCH TEST RESULTS :
S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA Initial stage Middle stage Final stage
Red/Red coloured ‘0’ size
P —— GHPL printed on both body N i
1.0 PP and cap Hard gelatin capsule Cem P U 0a comp UizA Com plA 24
Filled with pale green colour
granular powder.
595mg + 3.0%
2.0 Average weight of a capsule (Limit: 577.150 mg to BEa¢+ ‘Am% IS4 MY EA&- 2>m~’a
612.850 mqg)
500 mg = 3.0% 1
3.0 Net fill weight (Limit:475.0 mg to 525.0 A19¢ .9 me A9 2, Qh% /fﬁ‘i‘gm?
ma) d
4.0 Uniformity of fill Weight +7.5% of average fill weight C‘ompu 24 C/Qm{)(i A [‘OM?UM )
- : : NMT 30 minutes in 37°C % D6 minutes o2~ 0€ Minukest 29 fominitcd oq
5.0 Disintegration Time S0C g roncth Pz amoalh Goeonds -
6.0 Assay: Each Hard gelatin Capsule contains:
bor 2o Meg bos. =9 meg bo2& ma g
. . o . ,
6.1 Folic Acid BP 500mcg NLT 90% of the labeled claim C 0. 55 ) //7/0 2 ( 1202 )
- Alpha Tocopheryl Acetate o . 20,25 T0U 14- 80TV €. 2eT v
6.2 Concentrate 50% BP 15IU NLT 90% of the labeled claim (125 . 05 ) C! 29 ) C\'A‘/“ 2 )
Comments: ¢ )ﬁg oo pendioned &ay&m\u (?-"\(U}ﬁ C:_[M Pe\ 7 N\'\é&lL ard Feal QA‘Q\B&)
pr= medecs , pitay , hoo peen ved fSed cmd  found complies torlhia dhe pecopnee cakerien
N7
QA-Sign & Date: ‘(\%\)\

* ST/QA/029 (R2):F4
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PROCESS VALIDATION PROTOCOL CUM REPORT

Page 22 of 30

Protocol No.: PVP/23/003-01

( Revision no.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: 1Ll onllorX

7.1.1

TEST DATA FOR CAPSULE FILLING STAGE :2N° BATCH

2nd B.No: ()12 202 | 2

CRITICAL PARAMETER-1: 2N° BATCH

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA Initial stage Middle stage Final stage

Red/Red coloured ‘0’ size _
T GHPL printed on both body . . &

1.0 PP and cap Hard gelatin capsule Com ‘PU (A Co m{)(l oA C,OMVULS .
Filled with pale green colour
granular powder.
595mg £ 3.0%

2.0 Average weight of a capsule (Limit: 577.150 mg to 55’?»‘?'8!‘\6 CA6 4 Y‘f\;j Brg '5!775
612.850 mg)
500 mg £ 3.0%

3.0 Net fill weight (Limit:475.0 mg to 525.0 _AG 3. 7me A9C- gmg A9 2my,
mg)

4.0 Uniformity of fill Weight +7.5% of average fill weight @O,ﬂpu‘w Com.b/)[f\‘ 9A Ccm’pd A

. . : . NMT 30 minutes in 37°C % o5 minute Eh D& rovutes >0 5 meuhed g
5.0 Disintegration Time 200 - i 1 . b P
6.0 Assay: Each Hard gelatin Capsule contains:
— — T Bt Ermey [oZ Zomeg Le6 o 10
0,
6.1 Folic Acid BP 500mcg NLT 90% of the labeled claim (”3,.9% ) [ 120529 [[20_ )
Alpha Tocopheryl Acetate o . \q-54TF v 149 2ug O PRRN ISP
6.2 Concentrate 50% BP 15IU NLT 90% of the labeled claim A 1o, 14 % (12g.22) T

Comments: % U N\UM\\OWQ [/@1&\;\\% F\HW“\S W{—r\‘\ﬁ/&@/{}f /’rMC»a ea be e n

VOO pred

omd  fownd

o mfpb\z,o WP T oL Le prepe— Collsf o 4

!
L

QA-Sign & Date: \%gk"
/)/\

97
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Protocol No.: PVP/23/003-01

[ Revision no.:09

|
|
i
5
;

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | ksloo | ro2-3

7.1.2

TEST DATA FOR CAPSULE FILLING STAGE :3R° BATCH

3 B.No: H{)7T22022 2

CRITICAL PARAMETER-1:

3RD BATCH

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA Initlal stage Middle stage Final stage

Red/Red coloured ‘0’ size
Appearance GHPL printed on both body )

1.0 and cap Hard gelatin capsule | [LomP(L 22 F Lo o NL0A
Filled with pale green colour ? ()OM?L fl L p o
granular powder.
595mg £ 3.0%

2.0 Average weight of a capsule (Limit: 577.150 mg to =z O &My PAaLe 8 ros, 542 2y
612.850 mg)

500 mg + 3.0%

3.0 Net fill weight (Limit:475.0 mg to 525.0 A59:¢ MYy 441 - Onrg, A9kE e
mg)

4.0 Uniformity of fill Weight +7.5% of average fill weight Corop(3 e Comfl A comf i s

. - . NMT 30 minutes in 37°C % ObrOInutes oo rmouves | & miotes 05

5.0 Disintegration Time 20C o uordA ot Q;M::A’C @Mmﬂi

6.0 Assay: Each Hard gelatin Capsule contains:

6.1 | Folic Acid BP 500m NLT 90% of the labeled claim | —p oty e 0 B A ey pel 13100y

. olic Aci cg o of the labeled claim [ neer) (1. 17) Cino21)
Alpha Tocopheryl Acetate o ) 20 bgou 1§ 221N (G 20T0
6.2 Concentrate 50% BP 151U NLT 90% of the labeled claim (124,92 (1280 [ 128 7:)

Comments: W Adbenme . AN O nes? (’/p,g?ﬁv\\u J’Hfl\'\s

Ve Rae ey CoroPlics Lokrh o Fhe creceplemee— Cistlexs |

,}ovw\z/ '

poraitte s Prtey o been

(7
QA-Sign & Date: %\B}W
/7
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Page 24 of 30

Protocol No.: PVP/23/003-0z1

) Revision no. 00

{

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date: | [ |0 1eo22

7.2 TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAMPLE)

CRITICAL PARAMETER-4 : 15T BATCH

15T B.No:

TEST RESULTS

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA

Appearance Red/Red coloured ‘0’ size GHPL printed on both body and cap
1.0 Hard gelatin capsule Filled with pale green colour granular (ormpl'es

powder.
. 595mg *+ 3.0%
2.0 | Average weightofacapsule | (/imt: 577.150 mg to 612.850 mg) B9k ~bmy
. 5 500 mg £ 3.0%

3.0 | Netiill weight (Limit:475.0 mg to 525.0 mg) x99 Sms
4.0 Uniformity of fill Weight +7.5% of average fill weight =D2r0ay (+)2- 3%
5.0 Disintegration Time NMT 30 minutes in 37°C £ 2°C 0K Miowkes €2 Se condA.
6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental 0 5 . o) 121G
6.1 Iron 100mg 90.0% to 110.0% of the labeled claim. (aa A )
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim sg10ameg [ 119:42)
6.3 Cyanocobalamin BP 15mcg NLT 90% of the labeled claim SRsEN mcﬂ[ LAY 222 )
6.4 Ascorbic Acid BP 75mg NLT 90% of the labeled claim EE . tm9 f)) b))

Zinc Sulphate monohydrate BP 24
6.5 61.8mg (eq. to elemental zinc NLT 90% of the labeled claim i

22.5mg C[O‘?'%‘/)

Alpha Tocopheryl Acetate : 20:.0pET VU
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim [ 122 1%)

Sodium selenite Eq. to o " ~ 22PN
6.7 | Gelenium 65meg. NLT 90% of the labeled claim ) d

Comments: W Abowva.  MenPoncd quu\u /FW[M'%
WA §3ed

] ,7\6{) {{\c wnA

Wa ALy ¢ 4 Hf/ﬁwﬂ

hed boon

Lor\PUeA O Tn)n T ALLOMEne  Crifexis

QA-Sign & Date: mo\,\\qﬁ

ST/QA/029 (R2):F4
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Page 25 of 30

Protocol No.:

PVP/23/003-01 [ Revision ag.:00

GENERIC NAME

CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES

Effective date:

16/ 021022

7.3 TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAMPLE)

CRITICAL PARAMETER-4 : 2" BATCH

2ND B_No:

(17220012

TEST RESULTS

Selenium 65mcg

S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA

ADHEAFANEE Red/Red coloured ‘0’ size GHPL printed on both body and cap
1.0 PP Hard gelatin capsule Filled with pale green colour granular ! P(‘

powder. CompPgA
. 595mg £ 3.0%
2.0 | Average weightofacapsule | (|imit: 577.150 mg to 612.850 mg) Bqc zmg
. . 500 mg % 3.0%

3.0 | Neutill weight (Limit:475.0 mg to 525.0 mg) Aaq . bree,
4.0 Uniformity of fill Weight +7.5% of average fill weight =) 00k L+) 5.7b
5.0 Disintegration Time NMT 30 minutes in 37°C + 2°C O5 minutes 1.6 SorondA
6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental . "
61 | Ion 100mg 90.0% to 110.0% of the labeled claim. 161-20mg (tor-ay)
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim 593 12meg )

| 6.3 Cyanocobalamin BP 15mcg NLT S0% of the labeled claim P MCC{[' |62 - 7/)

6.4 | Ascorbic Acid BP 75mg NLT 90% of the labeled claim s - bmfhfhg 47)

Zinc Sulphate monohydrate BP 94 bg "
6.5 61.8mg (eq. to elemental zinc NLT S0% of the labeled claim ) g

22.5mg C 09 b

Alpha Tocopheryl Acetate 5 . 20 |2TV
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim 1o 159
6.7 Sodim selenice Eq. to NLT 90% of the labeled claim T2 2 mfﬁ (i *A’k)

Comments: The a bovie_ Mo ke (\QJ CapCuLQ/ Qtv (,Un%

Vo i By o ancl (ﬁcumci

(omplCos

o it A

poranmetexs A—f/;(,\,j }‘\N bra_n
Accepfente.  Cxetexiorn

QA-Sign & Date: \’\//&::V\

7
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Safetab Life Science
MASTER 0OPY
PROCESS VALIDATION PROTOCOL CUM REPORT
Page 26 of 30 |
[ Protocol No.: PVP/23/003-01 ] Revision no.:00
GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: [f~{02 10023
7.4 TEST DATA FOR CAPSULE FILLING STAGE: (COMPOSITE SAM PLE)

CRITICAL PARAMETER-4 : 3R BATCH 3R0 B.No: (17220229 2 TEST RESULTS
S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA

AnpeaiEies Red/Red coloured ‘0’ size GHPL printed on both body and cap
i.0 PP Hard gelatin capsule Filled with pale green colour granular _ :

powder. (o mPCiQ A
. 595mg = 3.0%
2.0 | Average weightofacapsule | (|;it 577,150 mg to 612.850 mg) Faz-amg
. . 500 mg  3.0% Y

30 | Nethll weight (Limit:475.0 mg to 525.0 mg) Ac- 1m9
4.0 Uniformity of fill Weight +7.5% of average fill weight (— 290y (4) QU._ OAL
5.0 Disintegration Time NMT 30 minutes in 37°C £ 2°C O rminuer L ¢~ o eordA
6.0 Assay: Each Hard Gelatin Capsules contains:

Carbonyl Iron Eq. to Elemental :
6.1 Iron 100mg 90.0% to 110.0% of the labeled claim. le?2 .Avma ( 16,3.929
6.2 Folic Acid BP 500mcg NLT 90% of the labeled claim Lot-13 mco 191 B> )
6.3 Cyanocobalamin BP 15mcg NLT 90% of the labeled claim 245 meqa J( Ibl-0x)
6.4 | Ascorbic Acid BP 75mg NLT 90% of the labeled claim ~t<.2) ma( Lol L)

Zinc Sulphate monohydrate BP N ne
6.5 61.8mg (eq. to elemental zinc NLT 90% of the labeled claim . X

22.5mg 25 7img (1w 2z )

Alpha Tocopheryl Acetate o . Y
6.6 Concentrate 50% BP 15IU NLT 90% of the labeled claim 21 b2 TV (IAL\- L)

Sodium selenite Eq. to o :
6.7 Selenium 65mcg NLT 90% of the labeled claim T 1% mcf) ( Hg. y )
Comments: " =

(—VRL_ Ajpo v t\,u\’\}“wod\ﬁqa Cmy&b\\u F\\L\W} | 2 CAVAR S £ 2 ff%‘\"/ l\“g co N

verifioel  and Round Compldes  WSThin e ACCeplence Cankerxis
QA-Sign & Date: % \N7/7

ST/QA/029 (R2):F4
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Page 27 of 30

| Protocol No.: PVE/23/003-01 ) Revision no.:D0
GENERIC NAME | CARBONYL IRON, VITAMINS, ZINC AND ANTIOXIDANTS CAPSULES Effective date: |k | b2t 1022
16.0 CONCLUSION ON VALIDATION OF
CAPSULE FILLING STAGES OF
COMMERCIAL BATCHES
S.No | Observation 1STB.No: 2NP B.No: 3RP B.No:

All the validation test results of capsule
1. filling stage are found to be satisfactory
during Initial, Middle and Final stage.

Com\bﬁs/Does not comply

Comp\yﬁs/Does not comply

Com\'pﬂes/Does not comply

All the validation test results of capsule
2. filling stage are found to be satisfactory
during RPM challenge.

v :
Complies/Does not comply

Com‘pl@s/ Does not comply

Corr\wﬁt_as/Does not comply

All the validation test results of capsule
3. filling stage are found to be satisfactory
during hopper level challenge.

Complies/Does not comply

CoﬁTﬁﬁ{es/Does not comply

Co‘m/plies/Does not comply

Overall Remarks on Validation of Compression Process: (Mention details of Deviations/Non—Conformance/Abnormalities if any)

Qgrﬁ
YA

(Sign & Date)

QA:

Note: If the test results are not found satisfactory, raise unplanned deviation. Necessary corrective actions and preventive actions shall be

%’ 3D
Head-Quality Assurance: g Ok\g

taken as per SOP. Repeat the complete process validation on next 3 consecutive batches.

%

(Sign & Date)

ST/QA/029 (R2):F4
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18.0 EVALUATION OF RESULTS, CONCLUSION AND RECOMMENDATIONS:
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19.0 REPORT APPROVAL

19.1 Compiled By :
Dept. Name Designation Signature Date
Quality Assurance &B Vordwve R 4}3?((9@(&%\,\,4 QD & VoA —Q %f(o\,\\hb
19.2 Verified By:
Dept. Name Designation Signature Date
Head-Production N S\(Qm\ee\)\ ‘}\m\k U\ch : leo,(.l 23
. b
Head-Quality Control r\x\/\a,eﬂjc laamen QRM @, ZL“,\.} ] 22
19.3 Approved By:
Dept. Name Designation Signature Date
~n
Head-Qualit P
ead-Quality . -
Assurance K 30’60“: l M\M‘%&A /&H g 2‘[\01&\7/07//%
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