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CETIRIZINE HYDROCHLORIDE BP
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GENERAL INFORMATION
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Use hand gloves and nose mask while sampling. Reseal
the containers immediately after sampling. Avoid
inhaling.

Storage conditions

Precautions & Special instructions for sampling

SOP No.: QCGN/018

Sampling Instructions

Retest period
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Factory: R.S.No. 4/3, Plot No.33, Kurumbapet Industrial ety
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BT TR RAW MATERIAL SPECIFICATION Revision No.: 01
CETIRIZINE HYDROCHLORIDE BP Review Period:3 Years
Title: Item Code: RAI/SP/C018 Effective Date: og, | 1, |9oag
‘ 1 DES<CRIPTION White or almost white powdex Follow Section I of
method of analysis
2 SOLUBILITY Freely soluble in water; practically insoluble in | Follow Section II of
acetone and in methylene chloride. method of analysis
3 IDENTIFICATION*
Follow Section III of
A.By UV When examined in the range of 210 nm to 350 | method of analysis
' nm. The resulting solution shows an absorption
maximum at about 231 nm. The specific
absorbance at 231 nm is 359 to 381.
The IR absorption spectrum of sample should be
B.By IR concordant with the spectrum obtained with
Cetirizine hydrochloride working standard.
C.By'TLC The brincipal spot in the chromatogram obtained
with the test solution is similar in position and
size to the principal spot on the chromatogram
obtained with reference solution (a).
D: Test for Chlorides A curdy white precipitate is formed.
4 APPEARANCE OF Solution S is clear and not more intensely colored | Follow Section IVof
SOLUTION than reference solution BY?. : method of analysis
5 pH 1.2t0 1.8 Follow Section V of
method of analysis
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No. RMS: RAI/SP/C018

A1 PRIMUS LIFE

RAW MATERIAL SPECIFICATION

Revision No.: 01

CETIRIZINE HYDROCHLORIDE BP

Review Period:3 Years

Title: Item Code: RAI/SP/CO018 Lffective Date: 28 |4, J5000
S. No. | TEST LIMITS METHOD
6 RELATED SUBSTANCES Follow Section VIof
(By HPLC) method of analysis
- Any known impurity
(A,B,C,D,E, F) NMT 0.15 %
- Any unknown impurity NMT 0.10 %
- Total impurities NMT 0.3 %
7 LOSS ON DRYING NMT 0.5 % Follow Section VII of
(1.000 g/105°C) method of analysis
8 SULFATED ASH NMT 0.2 % Follow Section Vill of
method of analysis
9 ASSAY 99.0 % -101.0 % Follow Section IX of
(By Potentiometry) method of analysis
(on dried basis)

*First identification: B, D.
Second identification: A, C, D.

HISTORY

S. No. Revision Number

Reason for Revision

] Revision No.: 00

New Specification No. RMS: RAI/SP/CO18

2 Revision No.: 01

Periodic Revision

END OF DOCUMENT
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e . JFactory: R.S.No. 4/3, Plot No.33, Kurum bapet Industrial .
b bitee Estate, Villianur Commune, Puducherry-605009. B RN EPRATSEIS
o e S'% | RAW MATERIAL STANDARD TEST PROCEDURE | Revision No.: 01
4 CETIRIZINE HYDROCHLORIDE BP Review Period: 3 Years
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METHOD OF ANALYSIS

SECTION I

DESCRIPTION

By Physical observation:

Take the sample in a clean dry glass petri-dish and record its appearance.

White or almost white powder.

SECTION II
SOLUBILITY
Measure the volume specified below in each test tube and checks the solubility with appropriate solvent given.
Qty. to be taken (g) | Solvent Volume (mL) | Limit
1.0 Water 1-10 - Freely soluble
0.01 Acetone v >100 Practically insoluble
0.01 Methylene chloride >100 Practically insoluble
SECTION III
IDENTIFICATION
A. By UV

Dissolve 20.0 mg of sample in 50 mL of a 1.03 % w/v solution of hydrochloric acid and dilute to 100 mL with the
same acid. Dilute 10 mL of this solution to 100 mL with the 1.03 %w/v solution of hydrochloric acid.

When examined in the range of 210 nm to 350 nm. The resulting solution shows an absorption maximum at about
231 nm. The specific absorbance at 231 nm is 359 to 381.
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B. By IR

Triturate about 1 mg of the substance with approximately of 300 mg of dry, finely powdered of potassium bromide
IR. Or potassium chloride IR, as directed. Those quantities are usually suitable for disc 13 mm in diameter. Grind
the mixture thoroughly, spread it uniformly in a suitable die and compress under vacuum at pressure of about 800
Mpa. Commercial dies are available and the manufacturer’s instructions should be strictly followed. Mount the
resultant discs in a suitable holder in the spectrometer. Several factors, such as inadequate or excessive grinding,
moisture or other impurities in the halide carrier, may give rise to unsatisfactory discs. A disc should be rejected, if
visual inspection shows lack of uniformly or if the transmittance at about 2000 cm ™' (5 um) in the absence of a
specific absorption band is less than 75 % without compensation. If the other ingredients of tablets, injections, or
other dosage forms are not completely removed from the substance being examined, they may contribute to the
spectrum.

Record the background spectrum. Record and compare the spectrum from 4000-400 cm™ for the working standard
and the sample.

C. By TLC
Mobile phase

Prepare a suitable quantity of mixture of ammonia, methanol and methylene chloride in the ratio of 1:10:90 Mix
well.

Test solution

Dissolve 10 mg of substance to be examined in water and dilute to S mL with water.

Reference solution (a)

Dissolve 10 mg of Cetirizine hydrochloride working standard in water and dilute to 5 mL with water.
Reference solution (b)

Dissolve 10 mg of Chlorpheniramine maleate working standard in water and dilute to 5 mL with water. To 1 mL of
this solution, add 1 mL of reference solution (a).

Prepared by Checked by Approved By
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Evaluation of system suitability:
The test is not valid unless the chromatogram obtained with reference solution (b) shows two clearly separated
spots.

Procedure
Apply separately to the plate 5 pL of each solution. After development dry the plate in a current of cold air and
examine in UV light at 254 nm.

The principal spot in the chromatogram obtained with the test solution is similar in position and size to the principal
spot on the chromatogram obtained with reference solution (a).

D. Test for chlorides

To 2 mL of solution S, acidify with the dilute nitric acid and add 0.4 mL of silver nitrate solution. Shake and allow
to stand. A curled, white precipitate is formed. Centrifuge and wash the precipitate with three quantities, each of
I mL of water. Carry out this operation rapidly in subdued light, disregarding the fact that the supernatant solution
may not become perfectly clear. Suspend the precipitate in 2 mL of water and add 1.5 mL of ammonia. The
precipitate dissolves easily with the possible exception of a few large particles which dissolves slowly.

SECTION 1V
APPEARANCE OF SOLUTION
Solution S: Dissolve 1.0 g of sample in 20 mL of carbon dioxide-free water.

Clarity of solution

Take two matched, flat bottomed test tubes of.colorless transparent, neutral glass. Place 20 mL of the solution S in
one test tube and 20 mL of freshly prepared reference suspension in another test tube. After 5 minutes of reference
suspension preparation, compare the contents of the tubes against a black background by viewing in diffused day
light down the vertical axes of the tubes.

A solution is considered clear; if its clarity is same as that of water.

Color of solution
Take two matched, flat bottomed test tubes of colorless transparent, neutral glass. Place 20 mL of the solution S in
one test tube and 20 mL of reference solution in another test tube. Examine the colors of liquid in diffused daylight

Prepared by Checked by Approved By
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by viewing down the vertical axes of the tubes against a white background.
Solution S is clear and not more intensely colored than reference solution BY7.
Reference solution BY;

Add 2.5 mL of standard solution BY to 97.5 mL of 10 g/L hydrochloric acid.
Standard solution BY

Mix 2.4 mL of yellow solution, 1.0 mL of red solution, 0.4 mL blue solution and 6.2 mL of 10 g/L hydrochloric
acid.

Yellow solution

Dissolve 46 g of ferric chloride in about 900 mL of a mixture of 25 mL of hydrochloric acid and 975 mL of water
and dilute to 1000 mL with same mixture. Adjust the solution to contain 45 mg of FeCls, 6H20 per mL by adding
the same acidic mixture. Protect the solution from light.

Red solution ;

Dissolve 60 g of cobalt chloride in about 900 mL of a mixture of 25 mL of hydrochloric acid and 975 mL of water
and dilute to 1000 mL with same mixture. Adjust the solution to contain 59.5 mg of CoCls,

6H20 per mL by adding the same acidic mixture.

Blue solution

Dissolve 63 g of copper sulfate in about 900 mL of a mixture of 25 mL of hydrochloric acid and 975 mL of water
and dilute to 1000 mL with same mixture. Adjust the solution to contain 62.4 mg of

CuSO0q, 5H20 per mL by adding the same acidic mixture. Protect the solution from light.

SECTION V

pH

Measure the pH of solution S using suitable pH meter.
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SECTION VI
RELATED SUBSTANCES (By HPLC)

Chromatographic conditions:

Column : A stainless steel column, silica gel for chromatography ,250 mm x 4.6 mm, 5pum
Wavelength :230 nm
Flow rate : 1 mL/min

Injection volume :20 pL
Run time : 3 times the retention time of Cetirizine
Mobile phase

Prepare a suitable quantity of a mixture of dilute sulphuric acid, water and acetonitrile in the ratio of 0.4:6.6:93.
Mix well.

Test solution

Dissolve 20.0 mg of the substance to be examined in the mobile phase and dilute to 100 mL with mobile phase.
Reference solution (a)

Dissolve 2 mg each of Cetirizine dihydrochloride working standard and 2 mg of Cetirizine Impurity A standard in
the mobile phase and dilute to 50 mL with the mobile phase. Dilute 1.0 mL of the solution to 100.0 mL with the
mobile phase.

Reference solution (b)

Dilute 1.0 mL of test solution to 100.0 mL with mobile phase. Dilute 1.0 mL of this solution to 10.0 mL with the
mobile phase.

Prepared by Checked by Approved By
Designation Executive QC Sr.Executive QC Manager QC
Signature \—4 S Qf‘
Date ) s o \uleoo o8 (1 )ror}
Department: Quality Control Date of Issue: og | N2023
i \ 7 | Ty
i S H ¢y i
(VWY T ] i
- IR v, - ”




Format No.: F/QCGN/041/02

o SAI PRIMUS LIFE BIOTECH PVT LTD Page 6 of 9
Syt Factory: R.S.No. 4/3, Plot No.33, Kurumbapet Industrial .
focr i Estate, Villianur Commune, Puducherry-605009. No. RMSTP:RAL/SP/C18

i ot e RAW MATERIAL STANDARD TEST PROCEDURE Revision No.: 01

SHOTECES VT D
CETIRIZINE HYDROCHLORIDE BP Review Period: 3 Years
Title: Item Code: RAI/SP/C018 Effective Date: 2.5 |1 J2024

Reference solution (c)

Dissolve the contents of a vial of cetirizine for peak identification (containing impurities B, C, D, E and F) in 5 ml
of mobile phase.

Evaluation of system suitability:

Inject reference solution (a) into the chromatograph and record the chromatograms.

The system is suitable for analysis, if and only if;

The resolution between Cetirizine and Impurity A peaks is not less than 3.0.

The symmetry factor for Cetirizine peak is not more than 2.0.

Procedure

Inject blank, sample solution and reference solution (b) into the chromatograph and record the chromatograms.
Examine the blank chromatogram for any extraneous peaks, and disregard any corresponding peaks observed in the

chromatogram of the sample solution. The relative retention time of cetirizine is about 10 min.

The relative retention times of the eluting peaks wrt Cetirizine hydrochloride are as follow

S. No. Name of the impurity RRT
] Impurity D 0.6
2 Impurity B 0.8
3 Impurity C 0.9
4 Impurity E 1.2
5 Impurity F 1.37
6 Impurity A 1.42

Identification of impurities:

- use the chromatogram supplied with cetirizine for peak identification and the chromatogram obtained with
reference solution (c).
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- use the chromatogram obtained with reference solution (b) to identify the peak due to impurity A, B, C, D, E, F
and any unkown.

Disregard limit: 0.5 times the area of the principal peak in the chromatogram obtained with reference solution (b)
(0.05%).

Calculation
AT Sw 1 1 1 100 P
1. Any known = X X X X X X x 100
impurity AS 50 100 100 10 SW 100
(A,B,C,D,E, F)
And any unknown
3. Total impurities = Sum of all known + unknown impurities.

Where

AT = Area of any known impurity (A, B, C, D, E, F) peak in the chromatogram for sample solution.
AS= Average area of Cetirizine peak in the chromatogram for reference solution (b).

SW = Weight of sample (mg)

P =Percent purity of sample (on as is basis).

SECTION VII

LOSS ON DRYING

Weigh a glass-stoppered, shallow weighing bottle that has been previously dried in oven at 105°C for 30 min
(W1 g). Transfer to the bottle about 1.000 g of sample and distribute the sample evenly by gentle sidewise shaking.
Weigh the bottle and the sample (W2 g). Dry the loaded weighing bottle in oven at 105°C, with its lid opened. After
drying is completed, remove the weighing bottle from the oven and close the bottle properly. Allow it to cool to
room temperature in a desiccator. Weigh the bottle and sample (W3 g).

Dry the sample to constant weight (W, g).

The two consecutive weighing should not differ by more than 0.5 mg.
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Calculation

Percentage of LOD = W>-W, x 100
(%) Wa-W,

Where

Wi = Weight of empty weighing bottle in g.

W2 = Weight of empty weighing bottle + sample in g.

W3 = Weight of empty weighing bottle +sample in g (after drying-I).
Wa= Weight of empty weighing bottle + sample in g (alter drying-II).

SECTION VIII
SULFATED ASH

[gnite a suitable crucible at 600£50°C for 30 minutes, allow to cool in a desiccator over silica gel or other suitable
desiccant and weigh (W1). Place the 1.0 g of the substance under examination in the crucible and weigh (W2).
Moisten the substance under examination with a small amount of sulfuric acid (usually 1 mL) and heat gently at a
low temperature as practicable until the sample is thoroughly charred. After cooling, moisten the residue with small
amount of sulfuric acid (I mL), heat gently until white fumes are no longer evolved and ignite at 600+50°C until
the residue is completely incinerated. Ensure that flames are not produced at any time during the procedure. Allow
the crucible to cool in a desiccator over silica gel or other suitable desiccant (W3), weigh it again and calculate the
percentage of residue.

Ignite the sample to constant weight (W, g).
Repeat the operation until the two successive weighing do not differ by more than 0.5 mg.

Percentage of Sulphated ash = W,-W, x 100
(%) Wa-W,

Where

W, = Weight of empty crucible in g.

W, = Weight of crucible + sample in g.

W3 = Weight of crucible + sample in g (after Ignition-I).
Wy = Weight of crucible + sample in g (after [gnition-11).
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SECTION IX

ASSAY (By Potentiometry)

Weigh accurately about 0.100 g of sample; dissolve in 70 mL mixture of 30 volumes of water and 70 volumes of
acetone. Titrate with 0. M sodium hydroxide to the 2" point of inflexion. Determine the end- point
potentiometrically. Carry out a blank titration.

Each mL of 0.1 M sodium hydroxide is equivalent to 15.39 mg of Cetirizine.

Calculation

(Vs-Vb) x M x 15.39 100
Assay (%) = X x 100
(on dried basis) SW (100 — LOD)
Where
Vs = Volume consumed for sample (mL).
Vb = Volume consumed for blank (mL).
M = Molarity factor of sodium hydroxide.
LOD = Percent loss on drying of sample.
SW = Sample weight (mg).
HISTORY

S. No. Revision Number Reason for Revision
1 Revision No.: 00 New Specification No.RMSTP: RAI/SP/C018
2 Revision No.: 01 Periodic revision
END OF DOCUMENT
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RAW MATERIAL SPECIFICATION

Revision No.: 01

DRIED MAIZE STARCH Review Period: 3 Years
Title: " Item Code: IRIVI/SP/M001 Effective Date: 0&) of, |202y
GENERAL INFORMATION
Molecular formula NA
NA

Molecular weight

Pack details

25 kg packed in plastic container.

Storage conditions

Store in well-closed containers.

Precautions & Special instructions for sampling

Use hand gloves and nose mask while sampling. Reseal
the containers immediately after sampling. Avoid
inhaling, )

Quantity of sample required for chemical analysis

"

30g

Quantity of reserve sample

60 g

Sampling Instructions

SOP No.: QCGN/018

Retest period

12 months
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S.No. | TEST LIMITS METHOD

1 DESCRIPTION Very fine white and slightly yellow powder, | Follow séction Lof
irregular white masses which are readily | method of analysis
reducible to powder, creaks when pressed
between fingers, odorless and tasteless.

2 BULK DENSITY 0.65 m/cc to 0.9 m/cc Follow section II of

method of analysis
3 LOSS ON DRYING NMT 15% w/w Follow section III of

(IR moisture balance for
15 min at 105°C)

method of analysis

4 SIEVE SIZE 100% passes through 60# Follow section IV of
method of analysis
HISTORY
S. No. Revision Number Reason for Revision
1 Revision No.: 00 New Specification No.RMS: IRM/SP/M001
2 Revision No.: 01 Periodic Revision
END OF DOCUMENT
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METHOD OF ANALYSIS
SECTION I
DESCRIPTION

Take about 1.g of the sample in a clean dry glass Petri dish and record its appearance.

Very fine white and slightly yellow powder, irregular white masses which are readily reducible to powder, creaks
when pressed between fingers, odorless and tasteless.

SECTION II
BULK DENSITY
Weighed accurately 10 g of sample in a 50 mL stoppered measuring cylinder. Fit the cylinder to Bulk Density

apparatus. Note down the volume. Run the apparatus for 150 tapping. Check the volume occupied by the material.
Calculate the bulk density accordingly.

SECTION III
LOSS ON DRYING

Set the I.LR moisture balance temperature at 105°C. After reaching 105°C maintain the same temperature for
15 minutes.

Placed 5.0 g quantity of the substance to be examined in an LR moisture balance. Kept the sample in an I.R
moisture balance at 105 °C for 15 minutes. Turn off the infrared lamp. Rotate the scale where pointer coincides
with the index & % mark. % mark where pointer coincides with the index is the % LOD of the sample.
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RAW MATERIAL STANDARD TEST PROCEDURE
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Review Period: 3 Years
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Effective Date: g &g b\ 2024

SECTION III

SIEVE SIZE

Weighed accurately 10 g of sample and place it on 60 # sieve. Fit the sieve shaker apparatus. Run the apparatus.
Weighed accurately the amount passed through the sieve and record this weight as W1. Calculate the accordingly.

HISTORY
S. No. /| Revision Number Reason for Revision ;
Revision No.: 00 New STP No.: RMSTP: [RM/SP/M001
Revision No.: 01 Periodic Revision
END OF DOCUMENT
Prepared by Checked by Approved By

Designation Executive QC Sr.Executive QC Manager QC
Signature \ —9 Ry " Q?f”
Date 08l V) 24 Rlob | 200y ) %Loélw),u

Department: Quality Control

Date of Issue: D%‘OHQOQL]




Format No.: F/QCGN/041/01

&

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

Page 1 of 3

No.RMS: REX/SP/L.003

S0 PRIMUS LIFE

SRCATES 4 ST LT,

RAW MATERIAL SPECIFICATION

Reviéion No 02

LACTOSE MONOHYDRATE 200 MESH BP

Review Iiel'iocl:3 Years

Effective Date: 2o \ \\\ 2o Dy

/

Title: Item Code: REX/SP/L003

GENERAL INFORMATION

Molecular formula

C12H2201, H20

Molecular weight

360.3

Pack details

25 kg packed in Poly Woven bag

Storage conditions

Store protected from moisture at a temperature not
exceeding 30°C.

Precautions & Special instructions for sampling

Use hand gloves and nose mask while sampling. Avoid
inhaling. Reseal the containers immediately after
sampling.

Quantity of sample required for analysis 258
Quantity of reserve sample slhg
Quantity for microbial analysis 20g

Sampling Instructions

SOP No.: QCGN/018

12 months
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Factory: R.S.No. 4/3, Plot No.33, Kurumbapet Industrial ) -
A | Estate, Villianur Commune, Puducherry-605009. No.RMS: BEX/SP/LOOS
e SNAID RAW MATERIAL SPECIFICATION Revision No.: 02
. [ ACTOSE MONOHYDRATE 200 MESH BP T Review Period:3 Years
L Title: Item Code: REX/SP/L003 Effective Date: oo \ W\ \209_\1\
S.No. | TEST LIMITS METHOD
1 DESCRIPTION White or almost white, crystalline powder. Follow Section I of
method of Analysis
2 SOLUBILITY Freely but slowly soluble in water, practically | . .
insoluble in ethanol (96%). Follow Section Il of
method of Analysis
3 IDENTIFICATION* Follow Section III of
method of Analysis
A. By IR The IR absorption spectrum of sample should be
concordant with the spectrum obtained with
Lactose working standard.
B. By TLC The principal spot in the chromatogram obtained
with the test solution is similar in position, colour
_and size to the principal spot in the chromatogram
obtained with reference solution.
C. By. Chemical A red colour develops.
D. Water (By KF) 4.5% to 5.5%
4 APPEARANCE OF The solution S is clear and not more intensely | Follow Section IV of
SOLUTION colored than reference solution BY7. method of Analysis
(Method II)
5 ACIDITY OR Not more than 0.4 mL of 0.1 M sodium hydroxide | Follow Section V of
ALKALINITY is required to change the colour of the indicator to | method of Analysis
pink or red.
6 SPECIFIC OPTICAL + 54.4° to + 55.9° Follow Section VI of
: ROTATION method of Analysis
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S OTE M AL, RAW MATERIAL SPECIFICATION Revision No.: 02
LACTOSE MONOHYDRATE 200 MESH BP Review Period:3 Years
Title: Item Code: REX/SP/L003 Effective Date: 22\ A\ \ 2003
S.No. | TEST LIMITS : - METHOD
7 ABSORBANCE Maximum 0.05% (5.0 mg) Follow Section VII of
method of Analysis
At 400 nm NMT 0.04 for test solution (a)
At 210 nm to 220 nm NMT 0.25 for test solution (b)
At 270 nm to 300 nm NMT 0.07 for test solution (b)
8 WATER (0.50 g) 4.5% to 5.5% ' Follow Section VIII of
method of Analysis
9 SULFATED ASH NMT 0.1% ' Follow Section IX of
: method of Analysis
10 MICROBIAL Follow Section X of
CONTAMINATION method of Analysis
- Total aerobic microbial | NMT 10?CFU/g
count (TAMC)
- Escherichia coli Must be absent
* First identification: A, D Second identification: B, C, D
HISTORY _
S.No. | Revision Number Reason for Revision
1 Revision No.: 00 New Specification No.RMS: REX/SP/L003
2 Revision No.: 01 Periodic Revision
3 Revision No.: 02 Refer to Change control No.CC/24/123
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RAW MATERIAL STANDARD TEST PROCEDURE Revision No.: 02

LACTOSE MONOHYDRATE 200 MESH BP Review Period: 3 Years
Title: Item Code: REX/SP/L003 Effective Date: o o \\\ ] 200
METHOD OF ANALYSIS
SECTION I
DESCRIPTION

By physical observation.
Take the sample in a clean dry glass petri-dish and record its appearaace.

White or almost white, crystalline powder.

Triturate about 1 mg of the substance with approximately of 300 mg of dry, finely powdered of potassium bromide
{R. Or potassium chloride IR, as directed. Those quantities are usually suitable for disc 13 mm in diameter. Grind the
mixture thoroughly, spread it uniformly in a suitable die and compress under vacuum at pressure of about 800 Mpa.
Cominercial dies-are available and the manufacturer’s instructions should be strictly followed. Mount the resultant
discs in a suitable holder in the spectrometer. Several factors, such as inadequate or excessive grinding, moisture or
other impurities in the halide carrier, may give rise to unsatistactory discs. A disc should be rejected, if visuai
inspection shows lack of uniformly or if‘the transmittance at about 2000 cm 1 (5 wm) in the absence of a specific
absorption band is less than 75 % without compensation. If the other ingredients of lablets, injcctions, or other dosage:
forras are-not completely removed from the substance being examined, they may contribute to the spectrum.

Reaord the background spectrem. Record and compare the spectrum from 4000-400 cm! for the working standard
and the sample -

SECTION I
SOLOUBILITY
Weigh the quantity specified below in each test tube and check the solubility with appropriate solvent given.
S Qv to be taken (g) | Solvent Volume(inl) Limit
1.0 Water 1-10 Freely soluble

i “0.01 Ethanol (96 %) >100 Practicaily insoluble
SECTION I
IDENTIFICATION =~ : !
A.By IR
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B. By TLC

Solvent mixture : water, methanol (40:60 V/V).

Test solution : Dissolve 10 mg of the substance to be examined in the solvent mixture and dilute to 20 mL with the
solvent mixture.

Reference solution : Dissolve 10 mg of lactose monohydrate CRS in the solvent mixture and dilute to 20 mL with
the solvent mixture.

Plate TLC silica gel plate.

Mobile phase: water, methanol, glacial acetic acid, methylene chloride (10:15:25:50 V/V/V/V); measure the
volumes accurately, as a slight excess of water produces cloudiness. ‘

Application 2 pL; thoroughly dry the points of application.

Development A Over 3/4 of the plate.

Drying 4 In a current of warm air.

Development B Immediately, over 3/4 of the plate, after renewing the mobile phase.

Drying B In a current of warm air.

Detection Spray with a solution of 0.5 g of thymol in a mixture of 5 mL of sulfuric acid and 95 mL of ethanol(96 %),
heat at 130 °C for 10 min.

Results The principal spot in the chromatogram obtained with the test solution is similar in position, colour and size
to the principal spot in the chromatogram obtained with the reference solution.

C. By Chemical

Dissolve 0.25 g of sample in 5 mL of water. Add 5 mL of ammonia and heat in a water bath at 80°C for 10 min.

A red color develops.
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D. WATER See section IX.
SECTION 1V
APPEARANCE OF SOLUTION

Preparation of solution S

Dissolve 1 g of sample in boiling water and dilute to 10 mL with boiling water.

Clarity of solution

Take two matched, flat bottomed test tubes of colorless transparent, neutral glass. Place 20 mL of the sample solution
in one test tube and 20 mL of water in another test tube. After 5 minutes of reference suspension preparation,
compare the contents of the tubes against a black background by viewing in diffused day light down the vertical axes

of the tubes.
A liquid is considered clear if its clarity is the same as that of water.

Color of solution

Take two matched, flat bottomed test tubes of colorless transparent, neutral glass. Place 20 mL of the sample solution
In one test tube and 20 mL of reference solution in another test tube. Examine the colors of liquid in diffused
daylight by viewing down the vertical axes of the tubes against a white background.

The solution is clear and more intensely colored than reference solution BY7.

Preparation of reference solution BY+

Add 2.5 mL of standard solution BY to a 100 mL volumetric flask and 97.5 ml with 1% w/v solution of hydrochloric
acid make up the volume.

Preparation of standard solution BY

Mix 2.4 mL of yellow solution, 1.0 mL of red solution, 0.4 mL of blue solution and 6.2 mL of 1% w/v solution of
hydrochloric acid.
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Preparation of yellow solution

Dissolve 46 g of ferric chloride in a mixture of 25 mL of hydrochloric acid and 975 mL of water and dilute to 1000
mL with same mixture. Adjust the solution to co<ns1:XMLFault xmlns:ns1="http://cxf.apache.org/bindings/xformat"><ns1:faultstring xmlns:ns1="http://cxf.apache.org/bindings/xformat">java.lang.OutOfMemoryError: Java heap space</ns1:faultstring></ns1:XMLFault>