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mg, of pseudoephedrine sulfate [(CioHi5NQO); - H,SO4] in the
portion of Tablets taken by the formula:

SOC(!"U/ !'5)

in which the terms are as defined therein, pseudoephedrine
sulfate being substituted for pseudoephedrine hydrochio-

ride.
Assay for acetaminophen (If present)—

Mobile phase—Prepare a filtered and degassed mixture of
water, methanol, and glacial acetic acid (79:20:1). Make ad-
justments, if necessary (see System Suitability under Chroma-
tography (621)).

Standard preparation—Transter about 50 mg of USP Acet-
aminophen RS, accurately weighed, to a 100-mL volumetric
flask. Add 4 mL of methanol, and mix until solution is com-
plete. Dilute with 0.1% phosphoric acid to volume, and
mix.

Assay preparation—Weigh and powder not fewer than 20
Tablets. Transfer an accurately weighed portion of the pow-
der, equivalent to about 100 mg of acetaminophen, to a
50-mL volumetric flask. Add about 7.5 mL of methanol, and
sonicate to disperse the powder. Add 0.5 mbL of phosphoric
acid, dilute with water to volume, mix, and filter. Transfer
25.0 mbL of the filtered solution to a 100-mL volumetric
flask, dilute with water to volume, and mix.

Chromatographic system (see Chromatography (621))—The
liquid chromatograph is equipped with a 280-nm detector
and a 4.6-mm x 15-cm column that contains packing L7.
The flow rate is about 1 mL per minute. Chromatograph the
Standard preparation, and record the peak responses as di-
rected for Procedure: the tailing factor for the acetamino-
phen peak is not greater than 2.0, and the relative standard
deviation for replicate injections is not more than 2.0%.

Procedure—Separately inject equal volumes (about 10 ul)
of the Standard preparation and the Assay preparation into
the chromatograph, record the chromatograms, and meas-
ure the responses for the acetaminophen peaks. Calculate
the guantity, in mg, of acetaminophen (CsHoNOy) in the
portion of Tablets taken by the formula;

200C(i"u/ i"g)

in which Cis the concentration, in mg per mlk, of USP Acet-
aminophen RS in the Standard preparation; and ry and rs are
the acetaminophen peak responses obtained from the Assay
preparation and the Standard preparation, respectively.

Assay for chlorpheniramine maleate (if present)—

Mobile phase and Chromatographic system—Proceed as di-
rected in the Assay for pseudoephedrine hydrochloride.

Standard preparation—Dissolve an accurately weighed
quantity of USP Chiorpheniramine Maleate RS in water to
obtain a solution having a known concentration of about
0.8 mg per mlL. Quantitatively dilute a portion of this solu-
tion with 0.1% phosphoric acid to obtain a solution having

a known concentration of about 8 ug per mi.

Assay preparation—Weigh and finely powder not fewer
than 20 Tablets. Transfer an accurately weE%hed portion of
the powader, equivalent to about 2 mg of chlorpheniramine
maieate, to a 250-mL volumetric flask. Add 25 mL of metha-
nol, and sonicate to disperse the powder. Add 1 mL of
phosphoric acid, dilute with water to volume, mix, and fil-

ter.

Procedure—Separately inject equal volumes (about 10 ul)
of the Standard preparation and the Assay preparation into
the chromatograph, record the chromatograms, and meas-
ure the responses for the chiorpheniramine peaks. Calculate
the quantity, in mg, of chlorpheniramine maleate
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(Ci6H19CIN, - C4H4O4) in the portion of Tablets taken by the
formula:

250(:(!'{;/ f’s)

in which Cis the concentration, in mg per mL, of USP
Chlorpheniramine Maleate RS in the Standard preparation;
and ry and rs are the peak responses for chlorpheniramine
obtained from the Assay preparation and the Standard prepa-

ration, respectively.
Assay for dextromethorphan hydrobrom
ent )—

Mobile phase and Chromatographic system—Proceed as di-
rected in the Assay for pseudoepnedrine hydrochloride.

Standard preparation—Dissolve an accurately weighed
quantity of USP Dextromethorphan Hydrobromide RS in
water to obtain a solution having a known concentration of
about 0.6 mg per mL. Quantitatively dilute a portion of this
solution with 0.1% phosphoric acid to obtain a solution
having a known concentration of about 0.06 mg per mL.

Assay preparation—Weigh and finely powder not fewer
than 20 Tablets. Transfer an accurately weighed portion of
the powder, equivalent to about 6 mg of dextromethorphan
hydrobromide, to a 100-mL volumetric flask. Add 10 mL of
methanol, and sonicate to disperse the powder. Add 0.4 mL
of phosphoric acid, dilute with water to volume, mix, and

filter.

Procedure—Separately inject equal volumes (about 10 ul)
of the Standard preparation and the Assay preparation into
the chromatograph, record the chromatograms, and meas-
ure the peak responses for the dextromethorphan peaks.
Calculate the quantity, in mg, of dextromethorphan
nydrobromide (CigHsNO - HBr - H;O) in the portion of Tab-
lets taken by the formula:

(370.33/ 352.32)(1000)(ry / r5)

in which 370.33 and 352.32 are the molecular weights of
dextromethorphan hydrobromide monohydrate and anhy-
drous dextromethorphan hydrobromide, respectively; C is
the concentration, in mg per mL, of USP Dextromethorphan
Hydrobromide RS in the Standard preparation; and ry and rs
are the dextromethorphan peak responses obtained from
thegﬁ%smy preparation and the Standard preparation, respec-
tively.

iae (if pres-

Acetaminophen, Chlorpheniramine Maleate, and Dextro-
methorphan Hydrobromide Tablets contain NLT 90.0%
and NMT 110.0% of the labeled amount of acetamino-
phen (CsHoNGO,), chiorpheniramine maleate (Cyeh1oCIN; -
C4H40Oy), and dextromethorphan hydrobromide monohy-
drate (ngHgsNO . HBr - HzO)

. The retention time of the major peak for acetamino-
phen of the Sample solution corresponds to that of the
Standard solution, as obtained in the Assay for
Acetaminophen.

e B. The retention time of the major peak for chlorphenir-
amine of the Sample solution corresponds to that of the
Standard solution, as obtained in the Assay for Chlorphen-
iramine Maleate.

o €. The retention time of the major peak for dextrometh-
orphan of the Sample solution corresponds to that of the






