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A: amount (mL) of 0.5mol/L sodium hydroxide con-
sumed

W: amount (g) of the test sample, calculated on the anhy-
drous basis

Content (%) of acetyl group (C2H30)
_ 100 x (P—0.5182 x B) _ _
= 0B X —0.5772 x C

B: amount (%) of free acids obtained in Purity (2) Free
acids

C: content (%) of carboxybenzoyl group

P: content (%) of free acids and bound acetyl group
(C2H30)

Containers and storage Containers—Tight containers.

Cetanol
5 /=L

Cetanol is a mixture of solid alcohols, and consists
chieﬂy of C16H340.

Description Cetanol occurs as unctuous, white flakes, gran-
ules, or masses. It has a faint, characteristic odor. It is taste-
less.

It is very soluble in pyridine, freely soluble in ethanol (95),
in ethanol (99.5) and in diethyl ether, very slightly soluble in
acetic anhydride, and practically insoluble in water.

Melting point 47 - 53°C  Prepare the sample according to
Method 2, then attach tightly a capillary tube to the bottom
of the thermometer by means of a rubber band or by any suit-
able means, and make the bottom of the capillary tube equal
in position to the lower end of the thermometer. Insert this
thermometer into a test tube 17 mm in inside diameter and
about 170 mm in height, fasten the thermometer with cork
stopper so that the lower end of the thermometer is about 25
mm distant from the bottom of the test tube. Suspend the
test tube in a beaker containing water, and heat the beaker
with constant stirring until the temperature rises to 5°C be-
low the expected melting point. Then regulate the rate of in-
crease to 1°C per minute. The temperature at which the sam-
ple is transparent and no turbidity is produced is taken as the
melting point.

Acid value Not more than 1.0.
Ester value Not more than 2.0.
Hydroxyl value 210-232

Iodine value Not more than 2.0.

Purity (1) Clarity of solution—Dissolve 3.0 g of Cetanol
in 25 mL of ethanol (99.5) by warming: the solution is clear.

(2) Alkali—To the solution obtained in (1) add 2 drops
of phenolphthalein TS: no red color develops.

Residue on ignition Not more than 0.05% (2 g).

Containers and storage Containers—Well-closed contain-
ers.
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Chlorinated Lime

H528

Chlorinated Lime contains not less than 30.0% of
available chlorine (Cl: 35.45).

Description Chlorinated Lime occurs as a white powder. It
has a chlorine-like odor.

It dissolves partially in water. The solution changes red lit-
mus paper to blue, then gradually decolorizes.

Identification (1) To Chlorinated Lime add dilute
hydrochloric acid: a gas, which has the odor of chlorine,
evolves, and the gas changes moistened starch-potassium
iodide paper to blue.

(2) Shake 1 g of Chlorinated Lime with 10 mL of water,
and filter: the filtrate responds to the Qualitative Tests (2)
and (3) for calcium salt.

Assay Weigh accurately about 5 g of Chlorinated Lime,
transfer to a mortar, and triturate thoroughly with 50 mL of
water. Transfer to a 500-mL volumetric flask with the aid of
water, and add water to make 500 mL. Mix well, immediate-
ly take exactly 50 mL of the mixture in an iodine flask, add
10 mL of potassium iodide TS and 10mL of dilute
hydrochloric acid, and titrate the liberated iodine with 0.1
mol/L sodium thiosulfate VS (indicator: 3 mL of starch TS).
Perform a blank determination, and make any necessary cor-
rection.

Each mL of 0.1 mol/L sodium thiosulfate VS
= 3.5453 mg of Cl

Containers and storage Containers—Tight containers.
Storage—Light-resistant, and in a cold place.

Chlorobutanol

a7y /—0L

HyG  CHs

Cl
OH

ct cl

C4H7C1302 177.46

1,1,1-Trichloro-2-methylpropan-2-ol [57-15-8]
Chlorobutanol contains not less than 98.0% of

C,H,Cl;0, calculated on the anhydrous basis.

Description Chlorobutanol occurs as colorless or white
crystals. It has a camphoraceous odor.

It is very soluble in methanol, in ethanol (95) and in
diethyl ether, and slightly soluble in water.

It slowly volatilizes in air.

Melting point: not lower than about 76°C.

Identification (1) To 5mL of a solution of Chlo-
robutanol (1 in 200) add I mL of sodium hydroxide TS, then
slowly add 3mL of iodine TS: a yellow precipitate is
produced and the odor of iodoform is perceptible.
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(2) To 0.1g of Chlorobutanol add 5mL of sodium
hydroxide TS, shake well the mixture, add 3 to 4 drops of ani-
line, and warm gently: the disagreeable odor of phenyl isoc-
yanide (poisonous) is perceptible.

Purity (1) Acid—Shake thoroughly 0.10 g of the powder
of Chlorobutanol with 5 mL of water: the solution is neu-
tral.

(2) Chloride—Dissolve 0.5 g of Chlorobutanol in 25 mL
of dilute ethanol, and add 6 mL of dilute nitric acid and
water to make 50 mL. Perform the test using this solution as
the test solution. Prepare the control solution with 1.0 mL of
0.01 mol/L hydrochloric acid VS by adding 25 mL of dilute
ethanol, 6 mL of dilute nitric acid and water to make 50 mL
(not more than 0.071%).

Water Not more than 6.0% (0.2 g, direct titration).
Residue on ignition Not more than 0.10% (1 g).

Assay Transfer about 0.1 g of Chlorobutanol, accurately
weighed, to a 200-mL conical flask, and dissolve in 10 mL of
ethanol (95). Add 10 mL of sodium hydroxide TS, boil under
a reflux condenser for 10 minutes, cool, add 40 mL of dilute
nitric acid and exactly 25 mL of 0.1 mol/L silver nitrate VS,
and shake well. Add 3mL of nitrobenzene, and shake
vigorously until the precipitate is coagulated. Titrate the ex-
cess silver nitrate with 0.1 mol/L ammonium thiocyanate VS
(indicator: 2 mL of ammonium iron (III) sulfate TS). Per-
form a blank determination.

Each mL of 0.1 mol/L silver nitrate VS
= 5.915 mg of C4;H,Cl50

Containers and storage Containers—Tight containers.

Chlorpheniramine and Calcium
Powder

JALT =TI AL TLE

Chlorpheniramine and Calcium Powder contains
not less than 0.27% and not more than 0.33% of chlor-
pheniramine maleate (C;gH;oCIN,.C,H,O4: 390.86).

Method of preparation

Chlorpheniramine Maleate 3g
Dibasic Calcium Phosphate 800 g
Starch, Lactose, or their mixture a sufficient quantity

1000 g

To make

Prepare as directed under Powders, with the above in-
gredients.

Description Chlorpheniramine and Calcium Powder oc-
curs as a white powder.

Identification (1) Determine the absorption spectrum of
the sample solution obtained in the Assay: it exhibits a maxi-
mum between 263 nm and 267 nm (chlorpheniramine male-
ate).

(2) To 0.5 g of Chlorpheniramine and Calcium Powder
add 10 mL of dilute hydrochloric acid, shake well, and filter:
the filtrate responds to the Qualitative Tests (3) for calcium
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salt.

(3) To 0.5 g of Chlorpheniramine and Calcium Powder
add 10 mL of dilute nitric acid, shake well, and filter: the
filtrate responds to the Qualitative tests (2) for phosphate.

(4) Shake 1 g of Chlorpheniramine and Calcium Powder
with 5 mL of methanol, filter, and use the filtrate as the sam-
ple solution. Separately, dissolve 0.01 g of chlorpheniramine
maleate in 17 mL of methanol, and use this solution as the
standard solution. Perform the test with these solutions as
directed under the Thin-layer Chromatography. Spot 10 uL
each of the sample solution and the standard solution on the
plate of silica gel with fluorescent indicator for thin-layer
chromatography. Develop the plate with a mixture of chlo-
roform, methanol, acetone and ammonia solution (28)
(73:15:10:2) to a distance of about 10 cm. Air-dry the plate,
and examine under ultraviolet light (main wavelength: 254
nm): the spots from the sample solution and from the stan-
dard solution show the same Rf value. Spray evenly Dragen-
dorff’s TS for spraying upon the plate: the spot from the stan-
dard solution and the corresponding spot from the sample so-
lution reveal an orange color.

Assay Weigh accurately about 0.5 g of Chlorpheniramine
and Calcium Powder, transfer to a 30-mL glass-stoppered
centrifuge tube, add 20 mL of 0.05 mol/L sulfuric acid VS,
shake for 5 minutes, centrifuge, and collect the supernatant
liquid. Add 20 mL of 0.05 mol/L sulfuric acid VS to the
residue, and proceed twice in the same manner mentioned
above. Transfer all the supernatant liquid to a 200-mL sepa-
rator, add 30 mL of diethyl ether, shake, and allow to stand
for 5 minutes. Filter the water layer through dry filter paper
into another separator. Extract the diethyl ether layer with
two 10-mL portions of 0.05 mol/ L sulfuric acid VS, filter the
extracts into the preceding separator containing the water lay-
er. Wash the filter paper with 5 mL of 0.05 mol/L sulfuric
acid VS, combine the washings with the water layer in the
preceding separator, and add 10 mL of ammonia TS. Extract
with two 50-mL portions of diethyl ether, combine the
diethyl ether layer, wash with 20 mL of water, and extract
the diethyl ether layer with two 20-mL and 5-mL portions of
0.25 mol/L sulfuric acid VS. Combine all the extracts, add
0.25 mol/ L sulfuric acid VS to make exactly 50 mL, and use
this solution as the sample solution. Separately, dissolve
about 0.075 g of chlorpheniramine maleate for assay, previ-
ously dried at 105°C for 3 hours and accurately weighed, in
10 mL of 0.05 mol/L sulfuric acid VS, and add 0.05 mol/L
sulfuric acid VS to make exactly 100 mL. Pipet 2 mL of the
solution into a 200-mL separator, add 58 mL of 0.05 mol/L
sulfuric acid VS and 30 mL of diethyl ether, and shake. Pro-
ceed in the same manner as the sample solution, and use this
solution as the standard solution. Determine the absor-
bances, At and Ag, of the sample solution and the standard
solution at 265 nm, using 0.25 mol/L sulfuric acid VS as the
blank.

Amount (mg) of chlorpheniramine maleate
(C16H19CIN;.C4H4Oy)
= amount (mg) of chlorpheniramine maleate
for assay

x4r, 1

Containers and storage Containers—Well-closed contain-
ers.



