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B Dn: No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date:  gufye o)
2.0 INTRODUCTION:
This repart summarizes the results of validation performed as per the Process Validation Protocol No, PVP/21/028.
-
3.0 REFERENCES:

The batches were manufacmred and anaivxed as w Batch Manufacturing Record / Standard Operating Procedure.,

e .__""'-_E-_i'_:?- !'!ﬁ!' Eall == ::_
_Hfg__- Date: JUL-2021

B. Ht Gﬂ!lﬂ?ﬂd

FIRST BATCH B. Size: 10.0L
MEASURED
S.No | oA RAMETERS ACCEPTANCE CRITERIA
1 Blend uniformity: | Individual sample values
between (B5.0% to T
115.0% of label claim) & 101.0 99.3 96.2 92.3
RSD: NMT 5 % and TCR 101.4 99.1 96.6 92.9
Average value between
(80.0% to 110.0%). MBL 105.2 101.0 102.3 96.6
MBC 102.1 99.2 101.4 93.6
MBR 102.8 100.8 102.3 94.4
BFL 101.5 98.0 90,7 92,9
BFC 102.6 97.7 96.0 94.3
BFR 103.8 100.2 102.6 95.5
Avg. 102.4 99.3 98.2 93.9
RSD 1.4 1.2 4,2 1.5
Composite 100.9 98.0 96.1 92.3
All the validation test results of Dry Mixing stage are found to be
satisfactary/not satisfactory. QA-Sign & Date: RNeA- —
O\ 2N
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- Doc No.: PYR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref, Protocol No.: PYP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: o<\ 1e\ 2
MEASURED
1 Blend uniformity: | Individual sample values
between (B5.0% to
115.0% of label claim) & o g =t i el
RSD: NMT 5 % and TCR 99.6 99.1 98.5 106.0
Ao @ value between
{gm to 110.0%). MBL 100.0 100.4 97.4 99.6
MBC 100.2 98.8 97.8 99.8
MBR 100.6 100.2 97.1 100.2
BFL 100.2 99.6 98.3 99.7
BFC 100.2 99.5 i 98.1 99.6
BFR 99.5 100.1 98.7 105.9
bp 100.3 98.4 99.1 106.8
Avg. 100.0 99.4 98.2 103.0
RSD 0.4 0.7 0.6 3.3
Composite 101.1 100.2 99.8 100.5
All the validation test results of blending stage are found to be =
satisfactory/not satisfactory. QA-Sign & Date:  fy el
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Doc No.: PYR/21/028
Ref. Protocol No.: PVYPR/21/028

Effective date: OS\w\%\

T —y

B (TEGTRESUETS. © - 17 1) dies TAEaap - |

Mixing tlmn {5 anutn}

4.3 TEST DATA FOR LUBRICATION STAGE: FIRST BATCH
MEASURED
5.Mo PARAMETERS ACCEPTAMNCE CRITERIA
i Blend uniformity: | Indlvidual sample values

between (85.0% to
115.0% of labal claim} &

RSDO: NMT 5 % and

Average value between
(90.0% to 110.0%).

RSD 1.1 2.0 .7 2.0
Composite 99.1 100.7 101.8 100.9
All the validation test results of Lubrication stage are found to be
QA-Sign & Date: -
satisfactory/not satisfactary. oA

or1eY
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Doc No.: PVR/21/028

GEMNERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocal MNo.: PVP/21/028

Effactive date: 8 S\ L\ =\

44  TEST DATA FOR LUBRICATION STAGE : B.No.: GD210704 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
FIRST BATI:H B. Size: 10.0L
ON POOLED SAMPLE
5.No
MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
| Appearance (pooled sample) | Light yellow colour granular powder Complies
2 Bulk Density For information only 0.63g/ml
3 Tapped Density For information anly 0.71g/ml
L

QA-Sign & Date:




GENERIC NAME

Safetab Life Science

PROCESS VALIDATION REPORT

| WA | LN uUPY -1

Page 6 of 43 |

Doc No.: PVR/21/028

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol No.: PVP/21/028

Effective date: 0 S\aw\o 3

1. All the valldation test results of Dry Mixing stag

4.5 CONCLUSION ON VALIDATION OF

DRY MIXING,BLENDING & LUBRICATION STAGE OF

FIRST BATCH

aracetamol 500mg, Phenylephrine Hydrochloride 5mg, Chlorphenamine Maleate 2mg And
Caffeine Anhydrous 30mg are found to be Satisfactory/Not Satisfactory After 15 Minutes Mixing.

2. All the validation test results of Blending stage of Paracetamol 500mg, Phenylephrine Hydrochloride 5mg, Chlorphenamine Maleate 2mag And Caffeine
Anhydrous 30mag are found to be Satisfactory/Not Satisfactory After 20 Minutes Mixing.

3. All the validation test results of Lubrication sta
Caffelne Anhydrous 30mg are found to be §

Verify the following standard process meters during validation of next two batches of the product.

of Paracetamol 500mg, Phenylephrine Hydrochloride Smag, Chlorphenamine Maleate 2mg And
sfactory/Not Satisfactory After 5 Minutes Mixing,

S.No Process stage Equipmeant Fixed Standard {minutes)
1 Dry Mixing stage Rapid Mixer granulator 15 minutes
Blending stage Octagonal Blender 20 minutes
Lubrication stage Octagonal Blender 5 minutes

W
>

Head-Quality Assurance: b

{(Sign & Date)

Mote: If the test results are not found satisfactory raise unplanned deviation. Necassary corrective actions and preventive actions shall be taken before
proceeding to validation of commercial batches.
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Doc No.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDRDCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol No.: PVP/21/028

Effective date: @5 yoh =

5.0 TEST DATA OF VALIDATION OF COMPRESSION PROCESS — FIRST BATCH "
5.1 TEST DATA FOR COMPRESSION STAGE: B.No.: GD210704 Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
CRITICAL PARAMETER-1: B. Size: 10.0L

COMPRESSION FORCE (HARDNESS -CHALLENGE)

TEST RESULTS

S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA Minimum Standard Maximum
compression force compression force compression force
Light vyellow coloursd flat round
1.0 | Appearance Eﬁ\rﬁ!:g gﬂ?s 1;?'::;::“;: r::l;tllll::: Complies Complies Complies
side,
635mog+3%
2.0 | Average Weight (615.950mg to 654.050mg) 636.73mg 634.92mg £35.09mg
Mot more than 2 of the Individual
3.0 | Uniformity of weight masses deviate from the average Complies Complies Complies
mass by more than £5%,
4.0 | Thickness (Average 10 tablets) ?Agfgfn':n*m[’f;’ﬁ ) 4.47mm 4.22mm 4.20mm
5.0 | Hardness (Average 10 tablets) 100N-250N (To be monitored) 112.79N 198.01N 198.01N
6.0 | Disintegration time NMT 15 mins at 37°C£2°C 08 Minutes 12 seconds | 06 Minutes 45 seconds | 08 Minutes 12 seconds
7.0 | Friability NMT 1.0%w/w 0.40% 0.25% 0.30%
B.0 | Assay:

Each uncoated tablet contains.
1.Chlorphenamine Maleate BF
2.Phenylehrine Hydrochloride BP
3.Paracetamol BP

4.Caffeine (anhydrous) BP

90.0% to 110.0%
50.0% to 110.0%
80.0% to 110.0%
90.0% to 110.0%

1.95mg (97.4%)
4,66mg (93.1%)
486.60mg (97.3%)
29.51mg (98.4%)

1.98mq (98.8%)
4.76mag (95.2%)
486.03mg (97.2%)
29.55mg (98.5%)

1.95mg (97.4%)
4.71mg (94.2%)
484.74mg (96.9%)
29.94mg (99.8%)

Comments: "\ o e hahondd st 5 Qacedon® ) hadim o Cewrrwan®on Avce ror bae
N’zhhk‘{ lﬂi m.ﬁl r“%\'_kh:-‘_i. Q-U “»@\KEH sy i «. s K (_\I.‘L:‘{"'*.fﬁt & O\,

=
QA-Sign & Date: B i e

PRTA L
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Doc MNo.: PYR/21/028

Ref. Protocol No.: PVP/21/028

Effective date: u"gndm \

‘v’l*_w-xlqlt&. ed oL

e abmoee Poendh oa 'l} ?‘\E o Q&\«u&k%
Coorgiar  potrt. & Xre

5.2 TEST DATA FOR COMPRESSION STAGE: (RPM -CHALLENGE)
CRITICAL PARAMETER-2: COMPRESSION RATE (RPM ~CHALLENGE) YESY RESULTS
S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA 10RPM (Low) 35RPM (High)
Light vyeliow coloured flat round
1.0 | Appearance beveled edged tablet with break line Complies Complies
on one side and plain on another side,
635mog=£3%
2.0 | Average Weight (615.950mg to 654.050mg) 634.76mag 636.13mg
Mot more than 2 of the Individual
3.0 | Uniformity of weight masses deviate from the average Complles Complies
mass by more than £5%.
4.0 | Thickness (Average 10 tablets) :ggmm}* 0.2mm (4.10mm to 4. 22mm 4.23mm
5.0 | Hardness (Average 10 tablets) 100N-250N (To be monitored) 186.94mm 145,57N
6.0 | Disintegration Time MMT 15 mins at 37°C+2°C 05Minutes 30 seconds 07Minutes 15 seconds
7.0 | Friability NMT 1.0%w/w 0.12% 0.18%:
Comments: gl

C3onn ond MRFRC TS oo Ve o
otlafhante @y el &

QA-Sign & Date: Q o

\w““*




Safetab Life Science

MASTER COPY

PROCESS VALIDATION REPORT  Page 9 of 43

P S = Dac No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Rel. Protocol No.: PYP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: C-j‘. Lo\ 2\
5.3 TEST DATA FOR COMPRESSION STAGE: HOPPER LEVEL CHALLENGE
CRITICAL PARAMETER-3: HOPPER LEVEL CHALLENGE ~_ TEST RESULTS 1
S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA B !‘_lil_l_ Hugp@t Half-full Hopper Nearly-empty Hopper
Light vyellow coloursd Hfat round
1.0 | Appearance beveled edged tablet with break line Complles Complies Complies
on one side and plain on another side.
635mg+3%
2.0 | Average Weight (615.950mq to 654.050mq) 634.98 635.07 635.63
Not more than 2 of the individual
3.0 | Uniformity of weight masses deviate from the average Complies Complles Complles
mass by more than £5%. =
4.0 | Thickness (Average 10 tablets) ::ggmml* 0.2mm (4.10mm to 4,23mm 4.24mm 4,23mm
5.0 | Hardness (Average 10 tablets) 100ON-250N (To be maonitored) 193.10MN 188. 44N 17B.83mm
6.0 | Disintegration Time NMT 15 mins at 37°C£2°C O6Minutes 24 seconds | 07Minutes 18 seconds | 06Minutes 33 seconds
7.0 | Friability NMT 1.0%w/w 0.15% 0.14% 0.22%
9.0 | Assay:
Each uncoated tablet
contains.
1.Chlorphenamine Maleate BP 90.0% to 110.0% 1.95mg (97.3%) 1.93mg (96.7%) 1.95mg (97.4%)
2.Phenylehrine Hydrochloride BP | 90.0% to 110.0% 4.74mqg (94.8%) 4.71mg (94.3%) 4.66mg (93.2%)
3.Paracetamol BP 90.0% to 110.0% 485.22ma (97.0%) 482.52mg (96.5%) 493.52mg (98.7%)
4.Caffeine {anhydrous) BP 90.0% to 110.0% 29.80mg (99.3%) 29.34mg (97.8%) 30.25myg (100.8%)

Comments: Tha e Mardoned Wopger \erel Ll ety /Neonty eroprtd Yon Bose Wentl od

ﬂi.m:i '#:jftau‘_.:-zl '.ﬂ_n‘.lln'-?:‘l‘t ay L) ey G "_%‘LW R @(—-I.I‘\" © !-—"‘-\Hht‘ i

. !

QA-Sign & Date: Q e

'I:I-'\.t‘\\"j\\'-ﬁ >
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i = = — Doc MNo.: PYR/21/028
PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMIME MALEATE AND Ref, Protocol No.: PVP/21/028

GENERIC NAME | CAFFEINE ANHYDROUS TABLETS Effective date: g < 1=h =t

=
All the validation test results of compression process are found to be tlﬁactwv!not satisfactory during hardness challenge.

All the validation test results of compression process are found to be satln‘f'aﬁ:tnryfnnl satisfactory during rpm challenge.

All the validation test results of comprassion process are found to be satlﬁfi:tnrr}not satisfactory during hopper level challenge.

Verify the guality attributes by applying the following optimum process parameters during validation of first three commercial batches of the product for
compression stage.

s

{Sign & Date)

Head-Quality Assurance:

Note: If the test results are not found satisfactory raise unplanned deviation. Necessary corrective actions and preventive actions shall be taken as per SOP
before proceeding to validation of commercial batches.
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Dec No.: PVR/21/028
GENERIC NAME | PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocal No.: PYP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: oS o\t

11;51' :wm FOR nm' Hmna
'STAGE:
2ND BATCH
MEASURED
S.NO | oAb AMETERS ACCEPTANCE CRITERIA |
1 | Blend Individual sample values ToTeL 1031,3 I. =5 1uu_g 96.7
uniformity: between (85.0% to e
115.0% of label claim) & 99.9 95.6 94.9 93.3
RSD: NMT 5 % and TCR 101.5 96,1 95.6 94.8
Average value between :
(90.0% to 110.0%). MBL 102.3 98,7 102.3 93.7
MBC 101.8 97.0 95.1 93.9
MBR 101.7 99,7 102.0 92.5
BFL 101.2 98.0 101.8 92.4
BFC 101.1 97.8 101.4 92.7
BFR 102.8 96.0 95.2 94.9
Avg. 101.7 97.6 98.8 93,9
RSD 1.0 1.6 3.5 1.5
Composite 103.2 94.8 94.4 94.5
All the validation test results of Dry Mixing stage are found to be
satisfactory/not satisfactory. QA-Sign & Date: - ““""'\\ P
=
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Doc No.: PVR/21/028

GENERIC NAME | cAFFEINE ANHYDROUS TABLETS

PARACETAMOL, PHENYLEPHRINE HYDROTHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Protocol No.: PVP/21/028

Effective date: &<\ el m y

6.2  TEST DATA FOR DRY MIXING B.No.: GD210706 Mfg. Date: JUL-2021 Exp. Date: JUN-2024
STAGE: :
i 3”0 BATCH B. Size: 10.0L
=:'.-'=‘-'ET;3“'-—%.‘.* .-=ﬁ-?'-t'_:: i “Eﬂﬂmmlﬁﬂl——r ST W ) ._5:5.;... i pamdy
MEASURED Mixing time (15 minutes)
BNO | o A METERS ACCEPTANCE CRITERIA o _.Th__ =T
TSN duly # !_
1 Blend Indlvidual sample values I‘.':L 1{]. 98.7 L f
uniformity: between [B5.0% to TC —
115.0% of label claim) & 102.5 93.2
RSD: NMT 5 % and TCR
Average value between 3048 100.3
(90.0% to 110.0%). MBL 100.1 96.6
MBC 100.9 95.4
MBR 102.1 97.3
BFL 103.2 97.2
BFC 106.3 100.1
BFR 100.4 98.7 96.7 91.9
Avg. 102.6 98.2 98.8 94.3
RSD 2.0 1.7 3.6 2.2
Sampesite 102.2 100.1 97.9 93.7
All the validation test results of Dry Mixing stage are found to be
B
satisfactory/not satisfactory. QA-Sign & Date: g~ e
LBk
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Doc No.: PVR/21/028
GENERIC NAME | PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: oy fyo\o

6.3  TEST DATA FOR BLENDING STAGE: 2"° BATCH

MEASURED

S.No PARAMETERS ACCEPTANCE CRITERIA
1 Blend Individual sample values
uniformity: between (85.0% to

115.0% of iabel claim) &
RSD: NMT 5 % and
Average value between
(90.0% to 110.0%).

Avg. 100.2 98.6 99.0 103.2
RSD 0.6 0.8 0.6 3.4
Composite 99.6 99.1 100.5 99.1

All the validation test results of blending stage are found to be =

satisfactory/not satisfactory. QA-Sign & Date: @ oA
o
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Doc No.: PVR/21/ 1}23

GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

CAFFEINE ANHYDROUS TABLETS

Ref. Protocol Ma.: PYR21/028

Effective date: ns iy

64  TEST DATA FOR BLENDING STAGE: 3%° MTCH

&ﬂa‘q 4

MEASURED
S.No PARAMETERS ACCEPTANCE CRITERIA
1 Blend Individual sample values
uniformity: between (85.0% to
115.0% of label clalm) & TC 98.7 98.5 98.5 105.1
RSD: NMT 5 % and
Average value between TCR 100.4 98.6 98.7 106,9
(90.0% to 110.0%). MBL 100.4 99.7 98.7 99.9
MBC 599.2 96.1 96.1 98.9
MBR 99.9 97.5 978 59.3
BFL 100.9 97.0 97.1 100.6
BFC 100.9 298.4 99.2 100.6
BFR 99.5 99.4 88.9 106.2
DP 99.3 96.8 97.1 105.8
Avag, 99.8 98.0 98.1 102.9
RSD 0.8 1.2 1.1 3.2
Composite 100.0 97.6 88.2 99.9
All the validation test results of blending stage are found to be
satisfactory/not satisfactory. QA-Sign & Date: < Neh
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Doc No.: PVR/21/028
GENERIC NAME | PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: o5\ N2 \

6.5 TEST DATA FOR LUBRICATION STAGE: 2"° BATCH

—— e —
[ = =
MEASURED
S.NO | bARAMETERS ACCEPTANCE CRITERIA —a
hald
1 | Blend - | Individual sample values TCL
uniformity: between [(B5.0% to TC
115.0% of label claim) &
RSD: NMT 5 % and TCR
Average value between
(90.0% to 110.0%). MBL
MBC
MBR
BFL
BFC
BFR
DP
Avg.
RSD 2.0 3.4 L4 4.4
Composite |  101.4 101.0 98.0 106.9
All the validation test results of Lubrication stage are found to be R
satisfactory/not satisfactory. QA-5ign & Date: . s \\_\,‘,“;ﬁ 4,
g o
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Doe No.: PVYR/21/028

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND | Ref. Protocol No.: PVP/21/028 ]

GENERIC NAME | cAFFEINE ANHYDROUS TABLETS Effective date: oSiua\

6.5 TEST DATA FOR LUBRICATION STAGE: 3"° BATCH

TRy e S R EFER S

MEASURED

1 | Blend - | Individual sample values
uniformity: between (85.0% to

115.0% of label daim) &
RSD: NMT 5 % and
Average value between
(90.0% to 110.0%).

Avg. 99.5 90,9 92.2 9a.5
RSD 0.9 3.9 1.3 2.1
' Composite 99.6 95.6 91.2 104.1

All the validation test results of Lubrication stage are found to be

satisfactory/not satisfactory. QA-Sign & Date: Q s S o
e
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Doc No.: PVR/21/028

CENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No. 'PVF,-"E 1/028 |
CAFFEINE ANHYDROUS TABLETS Effective date: oY\ uve s |
1 6.6 TEST DATA FOR LUBRICATION STAGE : | B.No.: GD210705 Mfg. Date: JUL-2021 Exp. Date: JUN-2024
ZHDEMCH St ! B. Size: 10.0L
ON POOLED SAMPLE
S.No o
MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
1 Appearance (pooled sample) | Light yeillow colour granular powder Complies
2 Bulk Density For Information only 0.63g/mi
3 Tapped Density Far Information only 0.77%g/mi

QA-Sign & Date:
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- ' Doc No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol Mo.: FWIIUHEE
CAFFEINE ANHYDROUS TABLETS Effective date: oCau\n
6.7  TEST DATA FOR LUBRICATION STAGE : B.Neo.: GD210706 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
310 BATCH B. Size: 10.0L
ON POOLED SAMPLE
S5.MNo
MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
1 Appearance (poocled sample) | Light yellow colour granular powder Complies
2 Bulk Density For information only 0.63g/ml
3 Tapped Density For Infarmation only 0.71g/ml
QA-Sign & Date:
R 4M N
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Dot Ne.: PVR/21/028

!
=

CAFFEINE ANHYDROUS TABLETS

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Pratocol No.: PVP/21/028

Effactive date: ody sip s

6.8_CONCLUSION ON VALIDATION OF
DRY MIXING,BLENDING & LUBRICATION STAGE OF 157,240 & 3% BATCHES

2mg And Caffeine Anhydrous 30mg are found to
be Satisfactory after 5 Minutes Mixing.

S.No ob " 15t Batch No.: 2" Batch No.: 3 Batch No.:
ok GD210704 GD210705 GD210706
All the validation test results of Dry Mixing stage
of Paracetamol 500mg, Phenylephring ¥ o i
1. Hydrochloride Smg, Chlorphenamine Maleate Cdmplies/Does not comply Camplies/Does not comply Complies/Does not comply
2mg And Caffeine Anhydrous 30mg are found to
be Satisfactory after 15 Minutes Mixing.
All the validation test resulks of Blending stage of
Paracetamol 500mg, Phenylephrine Hydrochloride o o -
5mg, Chlorphenamine Maleate 2mg And Caffeine D t | lies/Does not compl Complies/Does not compl
e Anhydrous 30mg are found to be Satisfactory ComplienEloes. Aok compy CompliesQoes i R py
after 20 Minutes Mixing.
All the vaildation test results of Lubrication stage
of Paracetarmol 500mg, Phenylephrine ", =
3, | Hydrochloride Smg, Chlorphenamine Maleate Complies/Does not comply complies/Does not comply Complies/Does not comply

\ o
Head-Quality Assurance: W

(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.
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Doc Na.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol No,: PVP/21/028

Effective date: & uf{weynn

| 7.0

7.1

TEST DATA OF VALIDATION OF COMPRESSION PROCESS - 2M° BATCH

TEST DATA FOR COMPRESSION STAGE:

B.No.: GD210705

Mfg. Date: JUL-2021

Exp. Date: JUN-2024

| CRITICAL PARAMETER-1:
_ COMPRESSION FORCE (HARDNESS -CHALLENGE)

B. Size: 10.0L

\\_ghs,b_cn.r"- e &\-‘m& Coed  Aouach

TEST RESULTS
S.No F:ml:!.nr::s ACCEPTANCE CRITERIA Minimum Standard Maximum
compression force compression force compression force
Light yellow coloured flat round beveled
1.0 | Appearance edged tablet with break line on one side Complies Complies Complies
and plain on another side.
i g 633.26 634.72m
2.0 | Average Weight (615.950mg to 654.050mag) 636.33mg 3 mg ]
Mot more than 2 of the Individual masses
3.0 | Uniformity of weight | deviate from the average mass by more Complies Complies Complies
than £5%.
Thicknass 4.19
4.0 (Average 10 tablets) 4.30mm % 0.2mm (4.10mm to 4.50mm}) 4.49mim 4.30mm mm
Hardness : 173.21N 191.13N
5.0 (Average 10 tablets) 1DON-250N (To be monitored) 109.93N ;
6.0 | Disintegration time NMT 15 mins at 37°Ct2°C 05 Minutes 06 seconds | 07 Minutes 33 seconds | 08 Minutes 48 seconds
7.0 | Friability NMT 1.0%w/w 0.32% 0.29% 0.33%
Comments: P PN P W, rﬁ.ﬁ"l“‘-ﬁ“-‘q.& AL S . FL;\I'N\AB.\%. ¥ B\ o Coany sH oo ‘5\“‘& g
Covoglioh  LoWi vn Aepe © 2o (o Osiseonha .

e

QA-Sign & Date: Q- o x }\q \
g
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GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Doc No.: PVR/21/028
Ref. Protocol No.: PVP/21/028

CAFFEINE ANHYDROUS TABLETS Effoctive date: oslieha o
7.2 TEST DATA FOR COMPRESSION STAGE: (RPM -CHALLENGE)
CRITICAL PARAMETER-2: COMPRESSION RATE (RPM -CHALLENGE) TEST RESULTS
| 5.No MEASURED PARAMETERS ACCEPTANCE CRITERIA 10RPM (Low) 35RPM (High)
| Light yellow coloured flat round beveled edged
1.0 | Appearance tablet with break line on one side and plain on Complies Complies
another side.
635mg+3% s
2.0 | Average Weight (615.950mg to 654.050mg) 628.64mg 637.34mg
Mot more than 2 of the individual masses deviate
3.0 | Uniformity of weight from the. average mass by more than £5%. Compllies Complies
4.0 gi‘;‘;'::}m (Average 10 4.30mm £ 0.2mm (4.10mm to 4.50mm) 4.28mm 4.31mm
5.0 g;i’:t';;“ (Average 10 100N-250N (To be monitored) 171.39mm 184.32mm
5.0 | Disintegration Time NMT 15 mins at 37°C+2°C 08 Minutes 57 seconds GeMinutes 59 seconds
7.0 | Friability NMT 1.0%w/'w 0.23% 0.24%
Comments:* [© .  aloooc Thoe oo ch an A 'C"'.:o\;-u!\"“_ N\ anrd VW& =) \,0,5 \LE_CA'“. “John \-i;_ 4.-_;_&
= 1 . ]
O fJ‘.'Dg_N\ O _.:.1“@"\.:.' ek Basbt, “Am MUag a0 C.QQ e Pator 3 Cre\ W o
QA-Sign & Date: <. {c..)v"”ﬁ
ﬁ-‘.\\ Yo -\
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Doc No.: PYR/21/028

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Protocol No.: PVP/21/028

GENERIC NAME | cArFEINE ANHYDROUS TABLETS Effective date: oS\ve\=\
7.3 TEST DATA FOR COMPRESSION STAGE: HOPPER LEVEL CHALLENGE
CRITICAL PARAMETER-3: HOPPER LEVEL CHALLENGE TEST RESULTS
S.Mo | MEASURED PARAMETERS ACCEPTANCE CRITERIA Full Hopper Half-full Hopper Nearly-empty Hopper
Light vellow coloured Ffat round C e
1.0 | Appearance beveled edged tablet with break line omplies Complies Complies
on one side and plain on another side.
635mg+3%
2.0 | Average Welght {EiE.BEﬂm_g_ to 65 E-UEHN*J} 632.38mg 532.91ma 629_25mg
Mot more than 2 of the Individual Complkes
3.0 | Uniformity of weight masses deviate from the average P Complies Complies
mass by more than £5%.
Thickness (Average 10 4.30mm £ 0.2mm (4.10mm to 4. 30mm
4.0 tablets) 4.50mm) 4.32mm 4. 30mm
5.0 t’;ﬁ:‘:;?“ (Arnage iy 100N-250N {To be manitored) A72:55N 171.51N 173,26N
5.0 | Disintegration Time NMT 15 mins at 37°C£2°C 06 Minutes 48 seconds 05 Minutes 55 seconds | 06 Minutes 12 seconds
7.0 | Friability NMT 1.0%w/w R-E0 0.25% 0.18%
Commante; T odoee  meniened  Wofes \i?_ vl LT % Lo 3 ﬁﬁ‘{:h‘t D BEES
et ‘(- ed  and hns Qoegiier tavdte o Mt acepfonce Oyean
QA-Sign & Date: " N 5
=5 Je™ s
G o .




Safetab Life Science

PROCESS VALIDATION REPORT

 COPY ‘j

| Page 23 of 43

=

Doc Ne.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol Ne.: PVP/21/028

Effective date: oL\ ooy

fw

Al 5."&1:'1.( ¢

BAdSDe

B.0 TEST DATA OF VALIDATION OF COMPRESSION PROCESS - 3"° BATCH
8.1 TEST DATA FOR COMPRESSION STAGE: B.No.: GD210706 Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
'CRITICAL PARAMETER-1: B. Size: 10.0L
COMPRESSION FORCE (HARDNESS -CHALLENGE)
TEST RESULTS
S.No p:::;ﬁ::s ACCEPTANCE CRITERIA Minimum Standard compression Maximum
compression force force compression force
Light yellow coloured flat round
1.0 | Appearance beveled edged tablet with break line Complies Complles Complies
on one side and plain on another side,
635mg+3%
2.0 | Average Weight (615.950mg to 654.050mg) 636.3mg 637.3mg B635.4mg
Mot more than 2 of the Individual
3.0 | Uniformity of weight masses deviate from the average Complies Complles Complies
mass by mare than £5%.
Thickness 4.30mm + 0.2mm (4.10mm to
e (Average 10 tablets) 4.50mm) 4.24mm 4.25mm #.23mg
Hardness
5.0 (Average 10 tablets) 100N-250N (To be monitored) 128.7N 128.5N 125.4N
06 Minutes D3
6.0 | Disintegration time NMT 15 mins at 37°C+2°C SRcoRs 06 Minutes 14 seconds 05 Minutes 50 seconds
7.0 | Friability NMT 1,0%w/w 0.11% 0.12% 0.17%
Comments:— o odeova Vadioned  Withowene » Qﬁf{.ﬁ_ﬁm . MNOgt e g spx etihep "'/1{“ Yy e

S o=

"
A
G 'n\\‘}\%

M Yoo \k;_\ﬁ\:\q_,}- Ourch, Lﬁ.\u— .\ [:'}omﬁa_% U] o e
Y

QA-Sign & Date:
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Doc No.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref, Protocol No.: PYP/21/028

Effective date:

oSl

8.2

TEST DATA FOR COMPRESSION STAGE: (RPM -CHALLENGE)

CRITICAL PARAMETER-2: COMPRESSION RATE (RPM -CHALLENGE)

TEST RESULTS

S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA 10RPM (Low) 35RPM (High)

Light yellow coloured flat round beveled edged

1.0 | Appearance tablet with break line on one side and plain on Complies Complles
another side. s B

" BISmMg+3%

2.0 | Average Weight (615.950mg to 654.050mg) 636.92mg 636.00mg
Mot more than 2 of the individual masses deviate

3.0 | Uniformity of waight from the average miass by more than £5%, Complles Complles

4.0 Eﬂhﬂg‘;‘“ (Average 10 4.30mm # 0.2mm (4.10mm to 4.50mm) 4.32mm 4.35mm

5.0 :.I:I:I-:;;“ {Average 10 100N-250N (To be monitored) 177.11N 181.06N

6.0 | Disintegration Time NMT 15 mins at 37°C+2°C 05 Minutes 00 seconds 04 Minutes 48 seconds

7.0 | Friability NMT 1.0%w/w 0.16% 0.07%

ed,  rHAoted O eedien

Lai i Can Ao o] LLQ{'?',:«n (a4

Q_),h’xﬂ;":». - gy

Comments: . (25 Vo Wociferoal b CE‘-L;.U\QA’.EE_ € S ol and Ay 19EL D bosk oo \ew \"- ‘-"Fl

QA-Sign & Date: R o i

!.3\_‘_"\..._‘._'::\1' b
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| Doc No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protecol No.: PYP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: osfyeh 2\
8.3 TEST DATA FOR COMPRESSION STAGE: HOPPER LEVEL CHALLENGE
CRITICAL PARAMETER-3: HOPPER LEVEL CHALLENGE TEST RESULTS
S.Mo | MEASURED PARAMETERS ACCEPTANCE CRITERIA Full Hopper Half-full Hopper Nearly-empty Hopper
Light yellow coloured flat round
: :
1.0 | Appearance :ﬁvg:f: gﬁeirﬁb ;};ﬁti:r:zztm?_ Complies Complies Complies
side.
635mgx3% 638.65mg
2.0 | Averaga Weight (615.950mg to 654.050mg) 636.15ma 639.36mg
Mot more than 2 of the individual
3.0 | Uniformity of weight masses deviate from the average Complies Complies Complies
mass by more than £5%.
Thickness (Average 10 4,30mm £ 0.2mm (4.10mm to 4. 36mm
4.0 tablets) 4.50mm) 4.30mm 4.36mm
5.0 t';;,"g;;" (Average 10 100N-250N (To be monitored) 191.62N 188.03N 185.67N
6.0 | Disintegration Time NMT 15 mins at 37°C42°C 05 Minutes 22 seconds | pq Minutes 57 seconds 06 Minutes 02 seconds
7.0 | Friability NMT 1.0%w/w 0.09% 0,24% 0.08%
Comments: -~ 11, R Hoahored Mopoes  Nave L A L 1‘-'-]5-(; f ek, ﬁk-cdu)D A B {m’ﬂ\-& 2 mq"ruk ™~
~ %
-"f‘-;:.é Lass Ve {“w_.:g ol r'-!'\?t_mat f_:mw\l al Ce\dts Un oo QoroCkonte i a
QA-Sign & Date: __
I -Jlep}' i
< e
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Doc No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVYP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: aS\vah o
8.4 CONCLUSION ON VALIDATION OF
COMPRESSION PROCESS OF
COMMERCIAL BATCHES
S.No 1%t Batch No.: 274 Batch No.: 3% Batch No.:
Obusruation GD210704 GD210705 GD210706
All the validation test results of compression o o i
1. E?ﬁ;&:ﬁﬁ:;ﬂ be satisfactory during Complies/Does not comply Complies/Does not comply Complies/Does not comply
All the valldation test results of compression - -~ >
2, | ok arefound o helsesfactary U TP | complies/pioes fot csmply Complies/Does not camply | Complies/Does not comply
All the validation test results of compression " e/ v
3. procass are found to be satisfactory during Complies/Does not comply omplies/Does not comply Complies/Does not comply
hopper level challenge.

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

Y T b
QA: A i o

Head-Quality Assurance:

(Sign & Date) (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,
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Doc No.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHEMAMINE MALEATE AND
CAFFEIME ANHYDROUS TABLETS

Raf. Protocol No.: PVP/21/028

Effective date: el 1eym s

9.0 TEST DATA OF VALIDATION OF UN COATED TABLET (COMPOSITE SAMPLE) — 157,2M° & 3° BATCHES
:' 9.1 TEST DATA FOR UN COATED STAGE: 15" BATCH | B.No.: GD210704 | Mfg. Date: JUL-2021 ] Exp. Date: JUN-2024 |
| CRITICAL PARAMETER B. Size: 10.0L
| 5.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
| 1.0 | Appearance Light yellow coloured flat round beveled edged tablet with break line Co
mplies
an one side and plain on another side.
2.0 | Average Weight 635mg+3%
(615.950mg to 654.050maq) 634.6mg
el s Nat more than 2 of the individual masses deviate from the average Complies
mass by mare than £5%, P
4.0 | Thickness
{Average 10 tablets) 4.30mm £ 0.2mm (4.10mm to 4.50mm) 4.22mm
5.0 | Disintagration time NMT 15 mins at 379C£2°C 06 Minutes 19 seconds
6.0 | Friabllity NMT 1.0%w/w 0.24%
0 | Herdness 100N-250N (To be monitored) 195.50N
‘8.0 | Dissolution:
1.Chlorphenamine Maleate BP Mot less than 80% of stated amount released in 45 minutes Min:97.0%, Max:100.0%, Avg:98.2%
2.Phenylehrine Hydrochloride BF | Nat less than 80% of stated amount released in 45 minutes Min:80.6%, Max:95.5%, Ava:91.7%
3.Paracetamol BP MNat less than B0% of stated amount released In 45 minutes Min:95.2%, Max:100.4%, Avg:98.1%
4. Caffeine (anhydrous) BP Mot less than 80% of stated amount released in 45 minutes Min:96.1%, Max:102.7%, Avg:99.1%




——

Safetab Life Science =
WASTER COPY| |
PROCESS VALIDATION REPORT Page 28 of 43 —t—
Doc Neo.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.;: PVR/21/028
CAFFEINE ANHYDROUS TABLETS Effective date! o <ftelas
9.0 Assay:
Each uncoated tablet
contains,
1.Chlorphenamine Maleate BP 90.0% to 110.0% of the labeled claim 1.96mg (98.1%)
2. Phenylehrine Hydrochloride BP | 90.0% to 110.0% of the labelad claim 4.89mg (97.8%)
3.Paracetamol BP 90.0% to 110.0% of the labeled claim 497.00mg (99.4%)
4.Caffeine (anhydrous) BP 80.0% ta 110.0% of the labeled clalm 30.66mg (102.2%)
10.0 | Related Substances:
Single Maximum unknown Mot more than 0.20% 0.04%
impurity
Tatal impurilties Mot more than 0.50% 0.07%

commentsi Tty deowe Becweead  Qoramekexs Kebest 7 Dastlwion P R
\\JAL benn \[ﬂ.ﬁ%d ﬂuf\i’k M Q,:.mé\i.qr),. Lasnh G s \-(_,_q D‘t&fhﬂﬂ_{

g

—  oilral 2y

AL .
Cravdesrun ™ o T )

QaA-Sign & Date £
g o q.\“l_'*l.l" = .-l-‘i:

NN
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2 COPY

Page 29 of 43

Doc No.: PVR/21/028

Ref. Protocol No.: PVP/21/028

Effective date: o=Tig\ 2

9.2

TEST DATA FOR UN COATED STAGE: 2"" BATCH

B.No.: GD210705

Mfg. Date: JUL-2021

Exp. Date: JUN-2024

CRITICAL PARAMETER

B. Size: 10.0L

S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
Light yeliow caloured flat round beveled edged tablet with break line

EE |[Seymamece on one side and plain on another side. Gumpiies
5635mg+3%

2.0 | Average Weight (615.950mg to 654.050mg) 6534 Bmg
Mot more than 2 of the individual masses deviate from the avaerage

Thickness

4.0 (Average 10 tablets) 4.30mm £ 0.2mm (4.10mm to 4.50mm) 4.30mm

5.0 | Disintegration time NMT 15 mins at 37°C+2°C 06 Minutes 27 seconds

6.0 Frlahlllty NMT 1.0%w/w 0.229%

7.0 | Hardness 100N-250N (To be monitored) 154.53N

8.0 | Dissolution:

1.Chlorphenamine Maleate BP
2.Phenylehrine Hydrochloride BP
3.Paracetamol BP

4.Caffeine (anhydrous) BP

Not less than B0% of stated amount released In 45 minutes
Mot less than B0O% of stated amount released in 45 minutes
Mot less than 80% of stated amount released In 45 minutes

Mot less than B0% of stated amount released In 45 minutes

Min:97.0%, Max:101.0%, Avg:929.1%
Min:89,2%, Max:95.9%, Avg:93.7%
Min:97.0%, Max;100.9%, Avg:98.5%

Min:98.5%, Max:104.2%, Avg:101.1%
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| PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

GENERIC NAME | cArretnE ANHYDROUS TABLETS

MASTER COPY ||

| Page Hﬁ of 43

Deoc No.: PVR/21/028
Ref. Protocol No.; PYP/21/028

Effective date: o<%iah=s

9.0 Assay:

Each uncoated tablet
contains.

1.Chlerphenamine  Maleate BP
2.Phenylehrine Hydrochloride BP
3.Paracetamaol BP

4,Caffeine (anhydrous) BP

90.0% to 110.0% of the labeled claim
90.0% to 110.0% of the labeled claim
90.0% to 110,0% of the |abeled claim

90.0% to 110.0% of the labaled claim

1.96mg (98.1%)
4.93mg (98.6%)
505.94mg (101,2%)
30,90mg (103.0%)

10.0 | Related Substances:
Single Maximum unknown
impurity

Total impurities

Not more than 0.20%

Mot more than 0.50%

Below Disregard Limit

Below Disregard Limit

} 5

Comments: -—‘1._1:\-:' ﬂhﬂ"l"ﬂ NB“MNLJ& Q(““m"r\.qh-'& r H‘.ﬂ"t__kh ’ U\\K{;E\Umm J.I' {)Mﬁ‘;l MYQ‘TMW"H
Yoo Faeeo \re%\{m& acd  Aeweal Qnmg\m Ly VL ¢

A muﬁh'mr_e_ @ e, |,

re—

p ___ﬁ_g_i{min

~—~)

QA-Sign & Date : 2
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PROCESS VALIDATION REPORT

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Protocol No.: PVR/21/028

GENERIC NAME | CAFFEINE ANHYDROUS TABLETS Effective date: o<\ s
: 9.3 TEST DATA FOR UN COATED STAGE: 3%° BATCH | B.No.: GD210706 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
CRITICAL PARAMETER B. Size: 10.0L
S.No | MEASURED PARAMETERS | ACCEPTANCE CRITERIA TEST RESULTS
Light yellow coloured flat round beveled edged tablet with break
240 | Appoarence line on one side and plain on anather side, Complies
635mg£3%
20 | Average Weight (615.950mg to 654.050mg) 635.9mg
3.0 | Uniformity of weight ::;rar;g"fn;;:’g?i;iﬂ"&‘;;“j;‘:&“' masses deviate from the | ¢, es
Thicknass
40 | (average 10 tablets) 4.30mm & 0.2mm (4.10mm to 4.50mm) 4.31mm
5.0 | Disintegration time NMT 15 mins at 37°C+20C 04 Minutes 20 seconds
7.0 Hardness 100N-250N (To be mn]mmd] 180.10N
8.0 | Dissolution:

1.Chlorphenamine Maleate BP
2.Phenylehrine Hydrochloride BP
3.Paracetamal BP

4.Caffeine (anhydrous) BP

Mot less than 80% of stated amount released in 45 minutes
Mot less than B0% of stated amount released In 45 minutes
Mat less than B0% of stated amount released in 45 minutes

Mat |ess than 80% of stated amount released (n 45 minutes

Min:87.6%, Max:100.1%, Avg:99.1%
Min:95.2%, Max:98.4%, Avg:96.8%

Min:97.7%, Max:100.1%, Avg:99.3%
Min:96.2%, Max:102.9%, Avg:98.3%
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GENERIC NAME

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Fage 32 of 43

| Doc No.: FVR/21/028

Ref. Protocol No.: PVP/21/028

Effective date: vitas \

contains.

BpP

Each uncoated tablet

J.Paracetamol BPF

4.Caffeine (anhydrous) BP
10.0 | Related Substances:

L.Chlorphenamine Maleate BP | 90.0% to 110.0% of the labeled claim

2.Phenylehrine Hydrochloride 90,0% to 110.0% of the labeled claim

90.0% to 110.0% of the labeled claim

90.0% to 110.0% of the labeled claim

1.94mg (97.2%)
4.90mg (97.9%)
493.12mg (98.6%)

29,76mg (99.2%)

Single Maximum unknown Mot maore than 0.20% Below Disregard Limit
Impurity
Tatal impuritles Mot more than 0.50% 0.01%

Comments:

1" akeore Heenrened, wamwwc‘?inﬁm‘:. - ,Pﬁ“:*.fu.h » VK Se\haea L %ui,p_lr-e_ﬂ

PER LN FIEN Vos oo el k\d ek /&M} G N ST = S e

.—N‘—w ﬂltn?mf e ﬂ_‘“l;h'ﬁ:-ﬂ P

QA-Sign & Date
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Doc No.: PVR/21/028
GENERIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMIME MALEATE AND Ref. Protocal No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: w=lte\s \
10.0 TEST DATA OF PACKING VALIDATION - 15,2 & 3°° BATCHES
10.1 IET'FT a.::gl: FOR PACKING VALIDATION : B.No.: GD210704 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
CRITICAL PARAMETER B. Size: 10.0L
S.Mo | MEASURED PARAMETERS | ACCEPTANCE CRITERIA TEST RESULTS
1.0 | Appearance Strip appearance is acceptable & edge cutting is proper. Complies
2.0 | Sealing temperature Set sealing temperature limit (100°C to 120°C) 117°C
3.0 | Leak Test: Mo Foil Damage, No broken Tablets, No Tablets Sticking to Foll, Mo Ink lifting shall
Set machine to maximum be observed, Strip should have proper cutting and knurling, Free flowing of tablets
Speed 40 RPM and set the from hopper to guide track, Over printed details
regular temperature Are legible. Complies
Mo Strip should fall in leak test.
4.0 | Set machine to standard Mo Foil Damage, No broken Tablets, No Tablets Sticking to Foil, No ink lifting shall
Speed 25 RPM and set the be observed, Strip should have proper cutting and knurling, Free Aowing of tablets
regular temperature from hopper to gulde track, Over printed details Complies
Are legible.
No Strip should fail in leak test.
5.0 | Set machine to minimum No Foil Damage, No broken Tablets, No Tablets Sticking to Foll, No ink lifting shall

Speed 15 RPM and set the
regular temperature

be observed, Strip should have proper cutting and knurling, Free flowing of tablets
frarm hopper to guide track, Over printed details Complies
Are legible.

No Strip should fail in leak test.

Low speed Achieved:_15 RPM

High speed achieved:_40 RPM
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Doc No.: PVR/21/028

GENERIC NAME

PARACETAMOL, PHENYLEFHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol No.: PVR/21/028

Effective date: ol y o\ o

6.0 | Low temperature _100°C
High speed_40RPM Mo Strip should fall in leak test. Complies
7.0 | High temperature _120°C
Low speed_15RPM Mo Strip should fall In leak test. Complies
8.0 | Strip quality Cutting should be uniform on all sided without any angular cuts over printing
should be visible and Readable and knurling should be proper,
Complies
9.0 | pe striped tablets:
Il.ulntud Substances:
UM UnkneWn | Not more than 0.20%
0.01%
Total impurities Not more than 0.50%
0.01%
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| Doc No.: PVR/21/028
GENERIC NAME | PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: o< luia\ns
10.2 ;ﬂmﬂﬁ FOR PACKING VALIDATION : B.No.: GD210705 | Mig. Date: JUL-2021 | Exp. Date: JUN-2024
CH
CRITICAL PARAMETER B. Size: 10.0L
S.No | MEASURED PARAMETERS | ACCEPTANCE CRITERIA - TEST RESULTS
1.0 | Appearance Strip appearance is acceptable & edge cutting Is proper. Complies
2.0 | Sealing temperature Set sealing temperature limit (100°C to 120°C) B S
3.0 | Leak Taest:
Set machine to maximum No Foll Damage, No broken Tablets, No Tablets Sticking to Folil, No ink lifting shall
Speed 40 RPM and set the be observed, Strip should have proper cutting and knurling, Free flowing of tablets
regular termperature from hopper to guide track, Over printed detalls Complies
Are legible.
Mo Strip should fail In leak test,
4.0 | Set machine to standard No Foil Damage, No broken Tablets, No Tablets Sticking to Foll, No ink lifting shall
Speed 25 RPM and set the be observed, Strip should have proper cutting and knurling, Free flowing of tablets
regular temperature from hopper to guide track, Over printed detalls Complies
Are legible.
Mo Strip should fail in leak test.
5.0 | Set machine to minimum No Foil Damage, No broken Tablats, No Tablets Sticking to Foll, No ink lifting shall

Speed 15 RPM and set the
regular temperature

be observed, Strip should have proper cutting and knurling, Free flowing of tablets
fram hopper to guide track, Over printed details Complies
Are legible.

No Strip should fall in leak test.

Low speed Achieved:_15 RPM

High speed achieved:_40 RPM
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PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
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Doc No.: PVR/21/028

| Ref. Protocol No.: PYP/21/02R

Effective date: o <\\ah

Total impurities

Mot more than 0.50%

6.0 | Low temperature _100°C
Compli
High speed_40RPM No Strip should fall in leak test. plies
7.0 | High temperature _120°C
Complies
Low speed_15RPM Mo Strip should fail in leak test. pli
8.0 | Strip quality Cutting should be uniform on all sided without any an'ﬁ[a_r cuts over printing
should be visible and Readable and knurling should be proper. Complies
9.0 | pe striped tablets:
Related Substances:
Single Maximum unknown Not more than 0.20% 0.01%
Impurity
0.01%
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PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Protocol No.: PVP/21/028

GENERIC NAME | cAFFEINE ANHYDROUS TABLETS Effective date: ©=\\=\% y
10.3 31&51' B::J HA FOR PACKING VALIDATION : B.No.: GD210706 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
CRITICAL PARAMETER B. Size: 10.0L
S.No | MEASURED PARAMETERS AECEFT&ECE CRITERIA TEST RESULTS
1.0 | Appearance Strip appearance is acceptable & edge cutting s proper. Complies
2,0 | Sealing temperature Set sealing temperature limit {100°C to 120°C) 119°C
3.0 | Leak Test:
Set machine to maximum No Foll Damage, No broken Tablets, No Tablets Sticking to Foil, No Ink lifting shall
Speed 40 RPM and set the be observed, Strip should have proper cutting and knurling, Free flowing of tablets
regular temperature from hopper to guide track, Over printed detalls Complies
Are legible.
Mo Strip should fall In leak test.
4.0 | Set machine to standard Mo Foil Damage, No broken Tablets, Mo Tablets Sticking to Foil, No ink lifting shall
Speed 25 RPM and set the be observed, Strip should have proper cutting and knurling, Free flowing of tablets
regular temperature from hopper to gulde track, Over printed detalls Complies
Are legible.
No Strip should fall in leak test.
5.0 | Set machine to minimum No Foll Damage, No broken Tablets, No Tablets Sticking to Foil, No ink lifting shall
Speed 15 RPM and set the be observed, Strip should have proper cutting and knurling, Free flowing of tablets
regular temperature from hopper to gulde track, Over printed detalls Complles
Are legible.
No Strip should fall In leak test.

Low speed Achieved:_15 RPM

High speed achiaved:_40 RPM
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Doc No.: PVR/21/028

' PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND

Ref. Protocol No.: PVP/21/028

GENERIC NAME | capFEINE ANHYDROUS TABLETS Effective date: 05 \va\5A
6.0 | Low temperature _100°C
High speed 40RPM No Strip should fail in leak test. Complles
7.0 | High temperature _120°C
Low speed_15RPM No Strip should fall in leak test. Complies
8.0 | Strip quality Cutting should be uniform on all sided without any angular culs over printing
should be visible and Readable and knurling should be proper. Complies
9.0 | pe striped tablets:
Related Substances:
Sule M unknown | ot more than 0.20% 0.01%
Total impurities Mot more than 0.50% 0.01%
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- Doc Mo.: PVR/21/028
GENFRIC NAME PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol Ne.: PVR/21/028
CAFFEINE ANHYDROUS TABLETS Effective date: osleN\s
11.0 TEST DATA OF VALIDATION OF FINISHED PRODUCT — 157,2N0 B 3RD BATCHES
11.1 TEST DATA FOR FINISHED PRODUCT : 157 BATCH | g,No.: GD210704 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024
CRITICAL PARAMETER B. Size: 10.0L
S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST REBULTS
1.0 | Appearance Light yellow coloured flat round beveled edged tablet with break line |
mplies
an one side and plain on another side,
2.0 | Average Waight
635mg+3% (615.950mg to 654.050myg) 634.6mg
48: | Ry oF viehgin Mot more than 2 of the individual masses deviate from the average oom
plies
mass by more than £5%.
4.0 | Microbiological
parameter
1) Total viable aerobic count.
20c
a) Total asrobic microbial Mot more than 1000 cfu/g fufg
count. F d ab k
b) Total yeast and mould Mot more than 100 cfu/g ARG SRR
count.
Found absent
I} Pseudomonas aeruginosa. Should be absent/g Fﬂﬂﬂd :bsent
iii) Salmonella species. Should be absent/g Found absent
Iv) Esherichia coll, Should be absent/g Found absent
v) Staphylococcus aureus. Should be absent/q
Comments: V(-2 (_‘.'n}‘m-g-q_ Menil oca d E Sy GAeieeAll, G-._.'\_;;& T LY Tm‘l' Y, g O Oy 1"'\1-‘—-—5,
Yoen s~ ey L(']' e\ Ao A-ﬁu\,q}' QNWQ\:\ ed Lowta v A &( C_::_(*J\__é‘m e C,mf‘l'rw W\ e
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Doc No.: PVR/21/028

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028

GENERIC NAME | - rrEINE ANHYDROUS TABLETS Effective date: O<\\s\s \

11.2 TEST DATA FOR FINISHED PRODUCT : 2"° BATCH | B.No.: GD210705 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024

CRITICAL PARAMETER B. Size: 10.0L
S.No | MEASURED PARAMETERS ACCEPTANCE CRITERIA TEST RESULTS
1.0 | Appearance Light yellow coloured flat round beveled edged tablet with break line combli
: plies
on one side and plain on another side,
28 | Auarage Wephe 635mg+3% (615.950mg to 654.050mg) 634,8mg
3.0 | Uniformity of weight Mot more than 2 of the Individual masses deviate from the average Compli
plies
mass by more than +5%.
4.0 | Microbiolagical
parameter
1) Total viable aerobic count.
c) Total aerobic microbial Mot more than 1000 cfu/y 20cfu/g
count.
d) Total yeast and mould Mot more than 100 cfu/g <10ctu/g
count.
ii) Peeudomonas aeruginosa. Should be absent/g Found absent
i) Salmonella species. Should be absent/g Found absent
v} Esherichia call, Should be absent/g Found absent
v) Staphylococcus aureus. Should be absent/g Found absent

Comments: —{i‘f_ alrove.  Mepienad. Aamameyert |, Hlororriciedd ta Qa\_’*‘r-.@wmmﬂn., Yor,
, f«#’%{uﬁ ard  Aounl  Coeried ot U e O\ CRafl et QU ey

QA-Sign & Date : .
o
Q -‘Ic:“:t'.\" _}\'i‘-'\




Safetab Life Science n
L COPY | |
PROCESS VALIDATION REPORT T -
| Doc No.: PVYR/21/028
GENERIC NAME | PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
CAFFEINE ANHYDROUS TABLETS Effectiva date! O&N\W=\D &

l 11.3  TEST DATA FOR FINISHED PRODUCT : 3*" BATCH | B.No.: GD210706 | Mfg. Date: JUL-2021 | Exp. Date: JUN-2024

| CRITICAL PARAMETER B. Size: 10.0L
S.No MEASURED PARAMETERS ACCEPTANCE CRITERIA | TEST RESULTS
1.0 | Appearance Light yellow coloured flat round beveled edged tablet with break line Complies
on one side and plain on another side.
2.0 | Average Weight 635mg£3%
{615,950mg to 654.050mg) 635.9mg
3.0 | Uniformity of weight Not more than 2 of the individual masses deviate from the average | . ..
mass by more than £5%. P
4.0 | Microbiological
parameter
I} Total viable aerobic count.
20cfu/fg
&) Total agrobic microbial Mot more than 1000 cfufg
count. <10cfu/g
f) Total yeast and mould Not more than 100 cfu/g
count.
Found ahbsent
i1y Pseudomonas aeruglnosa. Should be absent/g Found absent
lil} Salmonella species. Should be absent/q Found absent
Iv) Esherichia col. Should be absent/q Found absent
v) Staphylococcus aureus. Should be absent/g
::ummsnts:__-;'-m e Y arSor-ed Tmtm‘ml TV S L I.C‘IC'E:\ cal QMT'M'L'“W "‘l'\-ﬂ"—)\
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Doc No.: PVR/21/028

PARACETAMOL, PHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND Ref. Protocol No.: PVP/21/028
GENERIC NAME | CAFrEINE ANHYDROUS TABLETS Effective date: oilshny

12.0 EVALUATION OF RESULTS, CONCLUSION AND RECOMMENDATIONS:
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Doc Neo.: PYR/21/028

GENERIC NAME

PARACETAMOL, FHENYLEPHRINE HYDROCHLORIDE, CHLORPHENAMINE MALEATE AND
CAFFEINE ANHYDROUS TABLETS

Ref. Protocol No.: PVE/21/028

Effective date! otfaah\ =
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