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Molecular formula 

Molecular weight 

Storage conditions 

Precautions & Special instructions for 
sampling 

Quantity of sample required for analysis 

Quantity of reserve sample 

Retest period 

Re-test Parameter 

Reference 

Sampling instruction 

Destructions instructions 

Particulars PREPARED BY 

Name K.SARAVANAN

Designation 

Signature 

Date l�\o�\ g)_c&J, 
Format No: ST/QC/058:Al 

(C17H3sC02)2 Mg 

591.27 

Store at ambient temperature. 

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

20 g 

40 g 

12 months from the date of release 

As mentioned in Specification 

BP 

Follow the standard operating procedure No.: 
ST/QC/040. 

Follow the standard operating procedure No.: 
ST/QC/032. 
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1. *Description

2. *Solubility

3. *Identification

A. By Freezing point

B. By Acid value

C. By Fatty acid composition

D. By Chemical test

4. Acidity or alkalinity 

5. Chlorides 

6. Sulfates 

7. Cadmium 

Particulars PREPARED BY 

Name K.SARAVANAN

Designation y. Manager-QC

Signature 

Date \ &to 2, \ ©o�i-\

Format No: ST/QC/058:Al 

A white or almost white, very fine, light powder, 
greasy to the touch. 

Practically insoluble in water and in anhydrous 
ethanol. 

Not less than 53°. 

The acid value of the fatty acids is 195 to 210. 

The principle peaks in the chromatogram 
obtained with the test solution corresponds to 
the peak in the chromatogram obtained with the 
reference solution. 

A white crystalline precipitate is formed. 

Not more than 0.05ml of O.lM Hydrochloric acid 
or O.lM Sodium hydroxide is required to change 
the colour of the indicator. 

Not more than 0.1%. 

Not more than 1.0%. 

Not more than 3 ppm 

REVIEWED BY APPROVED BY 

M.VIJAYAKUMAR S.MARAN

GM-QC AGM-QA 

� 

I�, D� \ &:i&>J.., I".'>/ 0;} l v>V, 



e 
Saf�tab Lif� Sci me� 

Puducherry 

RAW MATERIAL SPECIFICATION 

Name of Product MAGNESIUM STEARATE BP 

--

�,�STE._ :--[:�-f;-ij 
--· --

---

Specification No. SPEC-RMEM0033-00 Revision No. 00 Item Code.: RMEM0033

Supersedes RMESM0033-01 Effective Date 14 \o�b-09...f Page No.: 3 of 4

::r�t(�). . . '.}':}:1,i l .-; ) 
' "'' , 

8. Lead

9. Nickel 

10. *Loss on drying

11. *Assay for Magnesium (On dried basis)

12. Stearic acid and Palmitic acid 

(i) Stearic acid

(ii) Sum of Stearic acid and Palmitic acid

13. *Microbial contamination

(i) Total aerobic microbial count

(ii) Total yeast and mold count

iii) Escherichia coli

iv) Salmonella species

,4:ifl::t-:"�; it,·\ ,'(',i"'J�[ ·,:,}) 
•' '.,_ � � 

Not more than 10 ppm 

Not more than 5 ppm 

Not more than 6.0% w/w. 

Not less than 4.0% and not more than 5.0% w/w 

Not less than 40.0% 

Not less than 90.0% 

Not more than 1000 cfu/g 

Not more than 100 cfu/g 

Should be absent 

Should be absent 

Remarks: The above * Marked tests are to be performed while retesting the material. 
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Name of Product MAGNESIUM STEARATE BP 

Specification No. SPEC-RMEM0033-00 Revision No. 00 
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REVISION HISTORY: 

(i) Specification numbering
procedure revised as per SOP
No. ST/QC/058.

ST/CC/23/063 

SPEC-RMEM0033-00 

Particulars 

Name 

Designation 

Signature 

Date 

(ii) There is no changes in
specification as per current 
monograph. 

ST /CC/24/06 7 

** END OF THE DOCUMENT** 
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Name of Product MAGNESIUM STEARATE BP 

STP No. STP-RMEM0033-00 Revision No. 00 Item Code.: RMEM0033 

Supersedes RMETM0033-01 Effective Date 1-4>\D.:1.\�� Page No.: 1 of 11 

1. DESCRIPTION:< REFER GAM 001>

A white or almost white, very fine, light powder, greasy to the touch.

2. SOLUBILITY: < REFER GAM 002>

10mg of sample + 100ml of Water 

10mg of sample + 100ml of Anhydrous ethanol 

Practically insoluble if the material 
does not dissolves. 
Practically insoluble if the material 
does not dissolves. 

3. IDENTIFICATION: < REFER GAM 003>

First identification : C and D

Second identification: A, B and D

To 5.0g of sample add 50 ml of peroxide-free ether, 20ml of dilute nitric acid and 20ml of
water and heat under a reflux condenser until dissolution is complete. Allow to cool. In a
separating funnel, separate the aqueous layer and shake the ether layer with 2 quantities,
each of 4ml of water. Combine the aqueous layers, wash with 15ml of peroxide-free ether and
dilute to 50ml with water (Solution S). Evaporate the organic layer to dryness and dry the 
residue at 100-105°C. Keep the residue for identification tests A and B. 

A. By Freezing point:

Determined on the residue obtained in the preparation of solution S has a freezing point not 
less than 53°C. 

B. By Acid value:

The acid value of the fatty acids is 195 to 210, dissolved on 0.2g of the residue obtained in the 
preparation of solution S in 25ml of the mixture of equal volumes of ethanol (96 per cent) and light 
petroleum, previously neutralised with 0.1M potassium hydroxide or 0.1M sodium hydroxide, 
unless otherwise specified, using O.Sml of phenolphthalein solution as indicator. If necessary, 
heat to about 90°C to dissolve the substance to be examined. When the substance to be 
examined has dissolved, titrate with 0.1M potassium hydroxide or 0.1M sodium hydroxide until 
the pink colour persists for at least 15s (n ml of titrant). When heating has been applied to aid 
dissolution maintain the temperature at about 90° C durinq the titration. 

Particulars PREPARED BY REVIEWED BY APPROVED BY 

Name K.SARAVANAN M.VIJAYAKUMAR S.MARAN

Designation y. Manager-QC GM-QC AGM-QA 
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C. By Fatty acid composition:
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Item Code.: RMEM0033

Page No.: 2 of 11

Examine the chromatograms obtained in the assay of stearic acid and palmitic acid. 

The two principle peaks in the chromatogram obtained with the test solution are similar in 
retention time to the two principal peaks in the chromatogram obtained with the reference 

solution. 

D. By Chemical test:

Take lml of Solution S, add lml of dilute ammonia; a white precipitate is formed that 
dissolves on addition lml of ammonium chloride solution. Add lml of 120g/L solution of 

disodium hydrogen phosphate dodecahydrate; a white crystalline precipitate is formed. 

4. ACIDITY OR ALKALINITY:

To l.Og of sample, add 20ml of carbon dioxide free water and boil for 1 minute with
continuous shaking. Cool and filter. To lOml of filtrate add 0.05ml of bromothymol blue 
solution. Not more than 0.05ml of O.lM hydrochloric acid or O.lM sodium hydroxide is 

required to change the colour of the indicator.

S. CHLORIDES: < REFER GAM 008>

Not more than 0.1%.

-

Dilute 10.0ml of Solution S to 40ml with water. Neutralise if necessary with nitric
acid using litmus as indicator. Add lml of nitric acid and lml of O.lM silver nitrate and dilute
to 50ml with water. Mix and allow to stand for 5 min protected from light. The turbidity, if
any, is not greater than that produced in a solution containing l.4ml of 0.02M hydrochloric

acid.

6. SULFATES:< REFER GAM 009>

Not more than 1.0%.
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Name of Product MAGNESIUM STEARATE BP 

STP No. STP-RMEM0033-00 Revision No. 00 Item Code.: RMEM0033 

Supersedes RMETM0033-01 Effective Date , 4 \o_i\.2.0� Page No.: 3 of 11 

Dilute 6.0 ml of Solution S to 40.0 ml with water. Neutralise if necessary with hydrochloric acid 
using litmus as indicator. Add lml of 3M hydrochloric acid and 3ml of a 120g/L solution of 
barium chloride and dilute to SOmL with water. Mix and allow to stand for 10 min. The 
turbidity, if any, is not greater than that produced in a solution containing 3.0ml of 0.02M 
sulfuric acid. 

7. CADMIUM: (ATOMIC ABSORPTION SPECTROMETRY)

Not more than 3ppm.

For the preparation of all aqueous solutions and for the rinsing of glassware before use,
employ water that has been passed through a strong-acid, strong-base, mixed-bed ion­
exchange resin before use. Select all reagents to have as low a content of cadmium, lead and 
nickel as practicable and store all reagent solutions in containers of borosilicate glass. Clean
glassware before use by soaking in warm SM nitric acid for 30 min and by rinsing with
deionised water.

Blank solution:

Dilute 25ml of cadmium and lead-free nitric acid to 100.0 ml with water.

Modifier solution:

Dissolve 20g of ammonium dihydrogen phosphate and lg of magnesium nitrate in water and 
dilute to lOOmL with the same solvent. Alternatively, use an appropriate matrix modifier as 
recommended by the graphite furnace atomic absorption (GFAA) spectrometer manufacturer.

Test solution:

Place O. lOOg of the substance to be examined in a polytetrafluoroethylene digestion bomb and
add 2.Sml of cadmium- and lead-free nitric acid. Close and seal the bomb according to the 
manufacturer's operating instructions (when using a digestion bomb, be thoroughly familiar
with the safety and operating instructions. Carefully follow the bomb manufacturer's
instructions regarding care and maintenance of these digestion bombs. Do not use metal
jacketed bombs or liners which have been used with hydrochloric acid due to contamination
from corrosion of the metal jacket by hydrochloric acid). Heat the bomb in an oven at 170°C
for 3 h. Cool the bomb slowly in air to room temperature according to the bomb
manufacturer's instructions.
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Place the bomb in a fume cupboard and open carefully as corrosive gases may be expelled. 
Dissolve the residue in water R and dilute to. 10.0 ml with the same solvent. 

Reference solution: 

Prepare a solution of 0.0030 µg/ml of Cd by suitable dilutions of a 0.00825 µg/ml solution 
of cadmium nitrate tetrahydrate in the blank solution. 

Dilute 1.0ml of the test solution to 10.0ml with the blank solution. Prepare mixtures of this 
solution, the reference solution and the blank solution in the following proportions: 
(1.0:0:1.0 V/V/V), (1.0:0.5:0.5 V/V/V), (1.0:1.0:0 V/V/V). 

To each mixture add 50µL of modifier solution and mix. These solutions contain respectively 
Oµg, 0.00075µg and 0.0015µg of cadmium per millilitre from the reference solution (keep the 
remaining test solution for use in the test for lead and nickel). 

Source: Cadmium hollow-cathode lamp. 

Wavelength: 228.8 nm. 

Atomisation device: Furnace. 

Platform: Pyrolytically coated with integrated tube. 

Operating conditions: 

Use the temperature programme recommended for cadmium by the GFAA spectrometer 
manufacturer. An example of temperature parameters for GFAA analysis of cadmium is shown 
below. 

Drying 110 10 20 

Ashing 600 10 30 

Atomisation 1800 0 5 

Particulars PREPARED BY REVIEWED BY APPROVED BY 

Name K.SARAVANAN M.VIJAYAKUMAR S.MARAN

Designation GM-QC AGM-QA 

Signature � 

Date ,&lo�\ ©obl!.\ \� ,o� \ filo&il--\ \':S \03, ( V' � 

Format No: ST/QC/058:Al 



e 
Safetab Life Scimce 

Puducherry 

I· 
STANDARD TESTING PROCEDURE 

. -- ---
,, (" ,, r 

. ) - . --

--
I 

, 
.. 
. I I 

. - -

·-
Name of Product MAGNESIUM STEARATE BP 

STP No. STP-RMEM0033-00 Revision No. 00 Item Code.: RMEM0033

Supersedes RMETM0033-01 Effective Date '" \03 \ 2-0!2,f Page No.: 5 of 11

8. LEAD: (ATOMIC ABSORPTION SPECTROMETRY)

Not more than 10 ppm.

For the preparation of all aqueous solutions and for the rinsing of glassware before use, 
employ water that has been passed through a strong-acid, strong-base, mixed-bed ion­
exchange resin before use. 

Select all reagents to have as low a content of cadmium, lead and nickel as practicable and 
store all reagent solutions in containers of borosilicate glass. Clean glassware before use by 

soaking in warm 8M nitric acid for 30 min and by rinsing with deionised water. 

Blank solution: 

Use the solution described in the test for cadmium. 

Modifier solution: 

Use the solution described in the test for cadmium. 

Test solution: 

Use the solution described in the test for cadmium. 

Reference solution: 

Prepare a solution of 0.100 µg/ml of Pb by suitable dilutions of lead standard solution 
(100 ppm Pb) R with the blank solution. 

Prepare mixtures of the test solution, the reference solution and the blank solution in the 
following proportions: (1.0:0:1.0 V/V/V), (1.0:0.5:0.5 V/V/V), (1.0:1.0:0 V/V/V). To each 
mixture add 50 µL of modifier solution and mix. These solutions contain respectively O µg, 
0.025 µg and 0.05 µg of lead per millilitre from the reference solution. 

Source: Lead hollow-cathode lamp.

Wavelength: 283.3 nm.
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Atomisation device: Furnace. 

Platform: Pyrolytically coated with integrated tube. 

Operating conditions: 

Use the temperature programme recommended for lead by the GFAA spectrometer 

manufacturer. An example of temperature parameters for GFAA analysis of lead is shown 
below. 

Drying 110 10 20 

Ashing 450 10 30 

Atomisation 2000 0 5 

9. NICKEL: (ATOMIC ABSORPTION SPECTROMETRY)

Not more than 5 ppm.

For the preparation of all aqueous solutions and for the rinsing of glassware before use,

employ water that has been passed through a strong-acid, strong-base, mixed-bed ion­
exchange resin before use. Select all reagents to have as low a content of cadmium, lead and 
nickel as practicable and store all reagent solutions in containers of borosilicate glass. Clean
glassware before use by soaking in warm SM nitric acid for 30 min and by rinsing with
deionised water.

Blank solution:

Use the solution described in the test for cadmium.

Modifier solution:

Dissolve 20g of ammonium dihydrogen phosphate in water R and dilute to lOOmL with the
same solvent.
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STP No. STP-RM EM0033-00 Revision No. 00 Item Code.: RMEM0033 
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Alternatively, use an appropriate matrix modifier as recommended by the GFAA spectrometer 
manufacturer. 

Test solution: 

Use the solution described in the test for cadmium. 

Reference solution: 

Prepare a solution of 0.050 µg/ml of Ni by suitable dilutions. of a 0.2477 µg/ml solution 

of nickel nitrate hexahydrate in the blank solution. 

Prepare mixtures of the test solution, the reference solution and the blank solution in the 
following proportions: (1.0:0:1.0 V/V/V), (1.0:0.5:0.5 V/V/V), (1.0:1.0:0 V/V/V). To each 
mixture add 50 µL of matrix modifier solution and mix. These reference solutions contain 
respectively O µg, 0.0125 µg and 0.025 µg of nickel per millilitre from the reference solution. 

Source: Nickel hollow-cathode lamp. 

Wavelength: 232.0 nm. 

Atomisation device: Furnace. 

Platform: Pyrolytically coated with integrated tube. 

Operating conditions: 

Use the temperature programme recommended for nickel by the GFAA spectrometer 
manufacturer. An example of temperature parameters for GFAA analysis of nickel is shown 
below. 
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STP No. STP-RMEM0033-00 Revision No. 00 Item Code.: RMEM0033 

Supersedes RM ETM0033-01 Effective Date 

Drying 110 

Ashing 1000 

Atomisation 2300 

10. LOSS ON DRYING:< REFER GAM 026>

I 4, \ o:J.\'2.-0::uf Page No.: 8 of 11 

10 20 

20 30 

0 5 

Not more than 6.0 per cent, determined on 1.0g by drying in an oven at 105°C.

11. ASSAY:

Magnesium:

Weigh O.Sg of sample in a 250ml conical flask, add SOml of a mixture of equal volumes of 
anhydrous ethanol and butanol, Sml of concentrated ammonia, 3ml of ammonium chloride
buffer solution pH 10.0, 30.0ml of 0.1M sodium edetate and 15mg of mordant black II
triturate. Heat at 45°C to 50°C until the solution is clear and titrate with 0.1M zinc sulphate
until the colour changes from blue to violet. Carry out a blank titration.

1ml of 0.1 M sodium edetate is equivalent to 2.431 g of Mg.

Calculation:

Titer value-Blank value x Molarity of 0.1M disodium edetate x 2.431 x 100 x 100 
= -------------------------------------------------------------------------------------------

0.1 x Sample weight in mg x (100 - Sample LOD) 
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12. STEARIC ACID AND PALMITIC ACID:

Determine by gas chromatography:

Test solution:

In a conical flask fitted with a reflux condenser, dissolve O.lOg of the substance to be
examined in 5ml of boron trifluoride-methanol solution. Boil under a reflux condenser for
10 min. Add 4 ml of heptane through the condenser and boil again under a reflux condenser
for 10 min. Allow to cool. Add 20 ml of saturated sodium chloride solution. Shake and allow
the layers to separate. Dry the organic layer over O.lg of anhydrous sodium
sulfate (previously washed with heptane). Dilute l.Oml of the solution to 10.0ml
with heptane.

Reference solution:

Prepare the reference solution in the same manner as the test solution using 50.0 mg of
palmitic acid CRS and 50.0mg of stearic acid CRS instead of the substance to be examined.

Chromatographic conditions:

Material 

Size 

Stationary phase 

Carrier gas 

Flow rate 

Detection 

Injection 

Fused silica; 

I = 30 m, 0 = 0.32 mm;

Macrogol 20,000 (film thickness 0.5 µm). 

Helium for chromatography. 

2.4 ml/min. 

Flame ionisation. 

1 µL 
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Temperature: 

0-2 70 

Column 2 - 36 70 - 240 

36 - 41 240 

Injection port 220 

Detector 260 

Relative retention: 

With reference to methyl stearate: methyl palmitate = about 0.9. 

System suitability: Reference solution. 

Resolution: Minimum 5.0 between the peaks due to methyl palmitate and methyl stearate; 

Relative standard deviation: 

Maximum 3.0 per cent for the areas of the peaks due to methyl palmitate and methyl 
stearate, determined on 6 injections; maximum 1.0 per cent for the ratio of the areas of the 
peaks due to methyl palmitate to the areas of the peaks due to methyl stearate, determined 
on 6 injections. 

13. MICROBIAL CONTAMINATION:

Total Viable aerobic count and Pathogen test refer as per the current SOP No: ST/MB/011.
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STP No. STP-RMEM0033-00 Revision No. 00 

Supersedes RMETM0033-01 Effective Date , 4lv2. b..004 

REVISION HISTORY: 

(i) STP numbering
procedure revised as per
SOP No. ST/QC/058.

ST/CC/23/063 
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Item Code.: RMEM0033

Page No.: 11 of 11

STP-RMEM0033-00 
(ii) Testing procedure for ST/CC/24/067 
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RAW MATERIAL SPECIFICATION 

Name of Product PARACETAMOL BP 

Specification No. SPEC-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMASP0030-01 Effective Date O 8)06).20:23 Page No.: 1 of 3

"" ,.,,... � '< 

1 

2 

3 

: 0 •• > � < , \ 1 

Molecular formula 

Molecular weight 

Storage conditions 

4 Precautions & Special instructions for 
sampling 

5 Quantity of sample required for analysis 

6 Quantity of reserve sample 

7 Retest period 

8 Re-test Parameter 

9 Reference 

10 Sampling instruction 

11 Destructions instructions 
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Name K.SARAVANAN

Designation 

Signature 
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CsH9NQ2 

151.2 

Protected from light. 

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

3 g

6g 

12 months from the date of release 

As mentioned in Specification 

BP 

Follow the standard operating procedure No.: 
ST/QC/040. 

Follow the standard operating procedure No.: 
ST/QC/032. 
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RAW MATERIAL SPECIFICATION 

Name of Product PARACETAMOL BP 

Specification No. SPEC-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMASP0030-01 Effective Date 0£)06)!2.02� Page No.: 2 of 3 

1. *Description

2. *Solubility

3. *Identification

A. By Melting point

B. By IR

4. *Related substances (By HPLC)

(i) Impurity K

(ii) Impurity J

(iii) Unspecified impurity

(iv) Total impurities

5. Sulphated Ash 

6. *Loss on drying
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Name K.SARAVANAN

Designation 

Signature 
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White or almost white, crystalline powder. 

Sparingly soluble in water, freely soluble in 
ethanol (96 per cent), very slightly soluble in 
methylene chloride. 

Result A: 168 ° C to 172 ° C. 

Result B: Not greater than 2 ° C 

The Infrared absorption spectrum of sample 
should be concordant with that of reference 
spectrum or with the spectrum obtained from 
Paracetamol RS. 

Not more than 50 ppm 

Not more than 10 ppm 

Not more than 0.05% 

Not more than 0.2% 

Not more than 0.1% w/w 

Not more than 0.5% w/w 
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RAW MATERIAL SPECIFICATION 

Name of Product PARACETAMOL BP 

---� 

Sf I 

Specification No. SPEC-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMASP0030-01 Effective Date 0'8/o6)!2o.2.J Page No.: 3 of 3

7. 
*Assay By Titration
(On dried basis)

Not less than 99.0% and not more than 101.0% 
w/w. 

Remarks: The above * Marked tests are to be performed while retesting the material. 

REVISION HISTORY: 

(i) There is no changes in
Specification.

(ii) Specification number
SPEC-RMAP0030-02 has been changed as per

ERP. This changes
captured as per change
control number.

ST/CC/23/063 

** END OF THE DOCUMENT** 
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STANDARD TESTING PROCEDURE 

Name of Product PARACETAMOL BP 
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STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date o<B)o6)2of2J Page No.: 1 of 8 

1. DESCRIPTION:< REFER GAM 001>

White or almost white, crystalline powder.

2. SOLUBILITY: < REFER GAM 002>

lOOmg of sample + lOmL of Water 

lOOmg of sample + lml of Ethanol (96%) 
lOmg of sample + lOOmL of methylene 
chloride 

3. IDENTIFICATION:< REFER GAM 003> 

First identification: B. 

Second identification: A. 

A. By Melting point:

Determination A: 

Sparingly soluble if the material dissolves. 

Freely soluble if the material dissolves. 

Very slightly soluble if the material dissolves. 

Determine the melting point of the substance to be examined. 

Result A: 168 °C to 172 °C. 

Determination B: 

Mix equal parts of the substance to be examined and Paracetamol RS and determine the 
melting point of the mixture. 

Result B: The absolute difference between the melting point of the mixture and the value 
obtained in determination A is not greater than 2 ° C. 

B. By IR:

The Infrared absorption spectrum of sample should be concordant with that of reference 
spectrum or with the spectrum obtained from Paracetamol RS. 
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STANDARD TESTING PROCEDURE 

Name of Product PARACETAMOL BP 

STP No. STP-RMAP0030-02 

Supersedes RMATP0030-01 

4. RELATED SUBSTANCES: (BY HPLC}

Chemica Is/ Reagents /Standards:

Paracetamol Impurity K 

Paracetamol Impurity J 

Potassium dihydrogen phosphate 

Dipotassium hydrogen phosphate 

Purified Water 

Methanol 

Chromatographic Conditions: 

Revision No. 02 Item Code.: RMAP0030 

Effective Date o&/06J.2.o:z5 Page No.: 2 of 8 

Reference standard 

Reference standard 

AR grade 

AR grade 

Milli-Q water (or) equivalent 

HPLC grade 

Column 150mm x 4.6mm, end-capped solid core Octadecylsilyl 
silica, (Sµm). 

Column Temperature 

Auto sampler temperature 

Flow Rate 

Wavelength 

Injection volume 

Retention time 

Mobile phase A: 

30°C 

5°C 

1.Sml/min

254nm

50µ1

Retention time of Paracetamol peak is at about 4.0 minutes

Dissolve 1. 7g of Potassium di hydrogen phosphate and 1.8 g of Di potassium hydrogen
phosphate in water for chromatography and dilute to 1000 ml with the same solvent. 

Mobile phase B: Methanol 
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STANDARD TESTING PROCEDURE 
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Name of Product PARACETAMOL BP 

STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date O'S/0G/2D:b Page No.: 3 of 8 

Gradient program: 

0 - 1.5 95 5 

1.5 - 14.4 95- 90 5 - 10 

14.4 - 28.8 90 10 

28.8 - 57.6 90- 66 10 - 34 

57.6 - 60 66 34 

Solvent mixture: 

A mixture of 15 volumes of Methanol and 85 volumes of water. 

Test solution: 

Weigh accurately and dissolve about 50.0mg of the substance to be examined in 0. 75ml of 
methanol and dilute to 5.0ml with water. 

Reference solution (a): 

Dilute 1.0 ml of the test solution to 100.0 ml with the solvent mixture. Dilute 1.0 ml of this 

solution to 20.0 ml with the solvent mixture. 

Reference solution (b): 

Dissolve 5.0mg of Paracetamol impurity J RS in 25ml of methanol and dilute to 250.0 ml with 
the solvent mixture. Dilute 1.0 ml of the solution to 200.0 ml with the solvent mixture. 

Reference solution (c): 

Weigh accurately about 5.0mg of Paracetamol impurity K RS in the solvent mixture and dilute 
to 100.0 ml with the solvent mixture. Dilute 1.0 ml of the solution to 10.0 ml with the 
solvent mixture. 
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STANDARD TESTING PROCEDURE 

Name of Product PARACETAMOL BP 

STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date og)ot) f2.0f2.:J Page No.: 4 of 8 

Reference solution (d): 

Dilute 1.0 ml of the reference solution (c) to 10.0 ml with the solvent mixture. 

Reference solution (e): 

Mix 1.0 ml of the reference solution (a) and lml of reference solution (c) and dilute to 
10.0 ml with the solvent mixture. 

Procedure: 

Identification of impurities Use the chromatogram obtained with reference solution (b) to 
identify the peak due to impurity J; use the chromatogram obtained with reference solution (d) 
to identify the peak due to impurity K. 

Relative retention With reference to Paracetamol (retention time = about 4 min): 
impurity K = about 0.4; impurity J = about 10.1. 

System suitability Reference solution (e): 

- Resolution: minimum 5.0 between the peaks due to impurity Kand Paracetamol.

Calculation of percentage contents: 

- for impurity J, use the concentration of impurity J in reference solution (b);

- for impurity K, use the concentration of impurity Kin reference solution (d);

- for impurities other than J and K, use the concentration of Paracetamol in reference

solution (a).

Limits: 

- impurity K: maximum 50 ppm;

- impurity J: maximum 10 ppm;
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STANDARD TESTING PROCEDURE 

Name of Product PARACETAMOL BP 

,t 

STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date og /ot)aof2..:J Page No.: 5 of 8 

- unspecified impurities: for each impurity, maximum 0.05 per cent;

- total: maximum 0.2 per cent;

- reporting threshold: 0.03 per cent, except for impurities J and K.

Inject 50µ1 of the above solution as per following sequence. 

Injection sequence: 

1 Solvent mixture (Blank) 1 

2 System suitability 
Reference solution e 1 

3 Reference solution (b) 1 

4 Reference solution (d) 1 

5 Reference solution (a) 1 

6 Blank 1 

7 Test solution 1 

Calculations: 

Impurity K : {NMT SOppm) 

ATK RS 1 1 5 PK 
= --------- x -------- x -------- x -------- x --------- x -------- x 1000 x 1000 

ASK 100 10 10 WT 100 
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STANDARD TESTING PROCEDURE _...J 

Name of Product PARACETAMOL BP 

STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date o.g/06):2.o:2.'J. Page No.: 6 of 8 

Where, 

ATK = Area of Impurity K peak in Test solution. 

ASK = Area of the Impurity K peak in the Reference solution (d) 

RS = Weight of the Impurity K Reference standard in mg. 

WT = Weight of the sample taken in mg. 

P = Potency of Impurity K Reference standard in % (as such basis). 

Impurity l : (NMT 10ppm} 

ATJ RS 1 5 PJ 
= --------- x -------- x --------- x --------- x -------- x 1000 x 1000

ASJ 250 200 WT 100 

Where, 

ATJ = Area of Impurity J peak in Test solution. 

ASJ = Area of the Impurity J peak in the Reference solution (b) 

RS = Weight of the Impurity J Reference standard in mg. 

WT = Weight of the sample taken in mg. 

P = Potency of Impurity J Reference standard in % (as such basis). 

Unspecified impurity: (NMT O.OSO/o} 

ATI WT 1 1 
= 

------ x ------ x ------ x ------- x ------ x 100
AS 5 100 20 WT 
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STANDARD TESTING PROCEDURE 

Name of Product PARACETAMOL BP 

STP No. STP-RMAP0030-02 Revision No. 02 Item Code.: RMAP0030 

Supersedes RMATP0030-01 Effective Date o?J/06/202.:J Page No.: 7 of 8 

Where, 

ATI = Area of Unspecified impurity peak in Test solution. 

AS = Area of the principal peak in the Reference solution (a) 

WT = Weight of the sample taken in mg. 

Total impurities: (NMT 0.2°/o) 

ATT WT 1 5 
= ------ x ------ x ------ x ------- x ------- x 100 

AS 5 100 20 WT 

Where, 

ATT = Area of Total impurities peak in Test solution. 

AS = Area of the principal peak in the Reference solution (a) 

WT = Weight of the Test solution in mg. 

S. SULPHATED ASH: < REFER GAM 032>

Not more than 0.1% w/w. Determine on 1.0g of sample.

6. LOSS ON DRYING: < REFER GAM 026>

Not more than 0.5% w/w, determined on 1.0g of sample by drying in an oven at 105°C.

7. ASSAY: (By Titration)

Weigh accurately about 0.300g of sample in a mixture of lOmL of water and 30mL of dilute
sulfuric acid. Boil under a reflux condenser for 1 h, cool and dilute to 100.0ml with water. To
20.0ml of the solution add 40ml of water, 40g of ice, 15ml of dilute hydrochloric acid and
O.lml of ferroin. Titrate with O.lM cerium sulfate until a greenish-yellow colour is obtained.
Carry out a blank titration
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Revision No. 02 Item Code.: RMAP0030 
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lml of 0.1M Cerium sulphate is equivalent to 0.007569 of Paracetamol. 

Calculation: 

Blank-Titer value x Molarity of 0.1M Cerium sulphate x 0.00756 x 100 x100 x 100 
= -------------------------------------------------------------------------------------------------------

20 x Sample weight in (g) X (100 - Sample LOD) x 0.1 

REVISION HISTORY: 

(i) Related substance test
procedure has been
changed as per BP 2023

ST/CC/23/084 

STP-RMAP0030-02 
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