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yellow GG-thymolphthalein TS). Perform a blank determi-
nation, and make any necessary correction.

Each mL of 0.1 mol/L potassium hydroxide-ethanol VS
=18.419 mg of C8H12N203

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

Barium Sulfate
FEBEN U I L

BaSOy,: 233.39

Description Barium Sulfate occurs as a white powder. It is
odorless and tasteless.

It is practically insoluble in water, in ethanol (95) and in
diethyl ether.

1t does not dissolve in hydrochloric acid, in nitric acid and
in sodium hydroxide TS.

Identification (1) Mix 0.5 g of Barium Sulfate with 2 g
each of anhydrous sodium carbonate and potassium car-
bonate in a crucible, heat the mixture until fusion is com-
plete, treat the cooled mass with hot water, and filter. The
filtrate, acidified with hydrochloric acid, responds to the
Qualitative Tests for sulfate.

(2) Wash the hot water-insoluble residue obtained in (1)
with water, dissolve in 2 mL of acetic acid (31), and filter, if
necessary: the solution responds to the Qualitative Tests for
barium salt.

Purity (1) Acidity or alkalinity—Agitate 1.0 g of Barium
Sulfate with 20 mL of water for 5 minutes: the solution is
neutral.

(2) Phosphate—Boil 1.0 g of Barium Sulfate with 3 mL
of nitric acid and 5 mL of water for 5 minutes, cool, and
add water to restore the original volume. Filter through a
filter paper, previously washed with dilute nitric acid, to the
filtrate add an equal volume of hexaammonium heptamolyb-
date TS, and allow to stand between 50°C and 60°C for 1
hour: no yellow precipitate is produced.

(3) Sulfide—Place 10 g of Barium Sulfate in a 250-mL
conical flask, add 10 mL of dilute hydrochloric acid and
water to make 100 mL, and boil for 10 minutes: the gas
evolved does not darken moistened lead (II) acetate paper.

(4) Heavy metals—Boil 5.0 g of Barium Sulfate with
2.5mL of acetic acid (100) and 50 mL of water for 10
minutes, cool, add 0.5 mL of ammonia TS and water to
make 100 mL, and filter. Perform the test with a 50-mL por-
tion of this filtrate. Prepare the control solution with 2.5 mL
of Standard Lead Solution, 1.25 mL of acetic acid (100),
0.25 mL of ammonia TS and water to make 50 mL (not
more than 10 ppm).

(5) Arsenic—Prepare the test solution with 2.0 g of Bari-
um Sulfate according to Method 1, and perform the test us-
ing Apparatus B (not more than 1 ppm).

(6) Hydrochloric acid-soluble substances and soluble
barium salts—Cool the solution obtained in (3), add water
to make 100 mL, and filter. Evaporate 50 mL of the filtrate
on a water bath to dryness, add 2 drops of hydrochloric acid
and 10 mL of warm water, filter through filter paper for as-
say, and wash with 10 mL of warm water. Evaporate the
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combined filtrate and washings on a water bath to dryness,
and dry the residue at 105°C for 1 hour: the residue weighs
not more than 15 mg. Shake the residue, if any, with 10 mL
of water, and filter. To the filtrate add 0.5 mL of dilute sul-
furic acid, and allow to stand for 30 minutes: no turbidity is
produced.

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

Beclometasone Dipropionate
TOEt By

C28H37C1072 521.04
9-Chloro-114,17,21-trihydroxy-168-methylpregna-
1,4-diene-3,20-dione 17,21-dipropionate [5534-09-8]

Beclometasone Dipropionate, when dried, contains
not less than 97.0% and not more than 103.0% of
C28H37C107.

Description Beclometasone Dipropionate occurs as a
white to pale yellow powder. It is odorless.

It is freely soluble in chloroform, soluble in methanol,
sparingly soluble in ethanol (95) and in 1,4-dioxane, slightly
soluble in diethyl ether, and practically insoluble in water.

Melting point: about 208°C (with decomposition).

Identification (1) Dissolve 2mg of Beclometasone
Dipropionate in 2 mL of sulfuric acid: initially a yellowish
color develops, and gradually changes through orange to
dark red-brown. To this solution add carefully 10 mL of
water: the color changes to bluish green, and a flocculent
precipitate is formed.

(2) Dissolve 0.01 g of Beclometasone Dipropionate.in 1
mL of methanol, add 1 mL of Fehling’s TS, and heat: a red
to red-brown precipitate is formed.

(3) Prepare the test solution with 0.02 g of Beclometa-
sone Dipropionate as directed under the Oxygen Flask Com-
bustion Method, using a mixture of 1 mL of sodium
hydroxide TS and 20 mL of water as an absorbing liquid:
the test solution responds to the Qualitative Tests for chlo-
ride.

(4) Determine the infrared absorption spectrum of
Beclometasone Dipropionate, previously dried, as directed
in the potassium bromide disk method under the Infrared
Spectrophotometry, and compare the spectrum with the
Reference Spectrum or the spectrum of previously dried
Beclometasone Dipropionate Reference Standard: both
spectra exhibit similar intensities of absorption at the same
wave numbers. If any difference appears between the spec-
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tra, dissolve Beclometasone Dipropionate and Beclometa-
sone Dipropionate Reference Standard in ethanol (95),
respectively, then evaporate the ethanol to dryness, and
repeat the test on the residues.

Optical rotation [a]ZDO: +88 - +94° (after drying, 0.1 g,
1,4-dioxane, 10 mL, 100 mm).

Purity (1) Heavy metals—Proceed with 0.5g of
Beclometasone Dipropionate according to Method 2, and
perform the test. Prepare the control solution with 1.5 mL
of Standard Lead Solution (not more than 30 ppm).

(2) Other steroids—Dissolve 0.020 g of Beclometasone
Dipropionate in 5mL of a mixture of chloroform and
methanol (9:1), and use this solution as the sample solution.
Pipet 1 mL of the sample solution, add a mixture of chlo-
roform and methanol (9:1) to make exactly 50 mL, and use
this solution as the standard solution. Perform the test with
these solutions as directed under the Thin-layer Chro-
matography. Spot 5 uL each of the sample solution and the
standard solution on a plate of silica gel for thin-layer chro-
matography. Develop the plate with a mixture of 1,2-

-dichloroethane, methanol and water (475:25:1) to a distance
of about 15 cm, and air-dry the plate. Spray evenly alkaline
blue tetrazolium TS on the plate: the spots other than the
principal spot from the sample solution are not more intense
than the spot from the standard solution. :

Loss on drying Not more than 0.5% (0.5g, 105°C, 3
hours).

Residue on ignition Not more than 0.1% (0.5 g).

Assay Weigh accurately about 0.02 g each of Beclometa-
sone Dipropionate and Beclometasone Dipropionate Refer-
ence Standard, previously dried, and dissolve each in
methanol to make exactly 50 mL. Pipet 10 mL each of these
solutions, add exactly 10 mL of the internal standard solu-
tion and methanol to make 50 mL, and use these solutions
as the sample solution and the standard solution, respective-
ly. Perform the test with 20 uL each of the sample solution
and the standard solution as directed under the Liquid Chro-
matography according to the following conditions, and cal-
culate the ratios, Ot and Qs, of the peak area of beclometa-
sone dipropionate to that of the internal standard, respec-
tively.

Amount (mg) of CysH3;ClO7
= amount (mg) of Beclometasone Dipropionate
Reference Standard
X &
Os

Internal standard solution—A solution of testosterone
propionate in methanol (1 in 4000).
Operating conditions—
Detector: An  ultraviolet
(wavelength: 254 nm).
Column: A stainless steel column 4.6 mm in inside di-
ameter and 20 cm in length, packed with octadecylsilanized
silica gel for liquid chromatography (5 um in particle di-
ameter). :
Column temperature: A constant temperature of about
25°C.
Mobile phase: A mixture of acetonitrile and water (3:2).
Flow rate: Adjust the flow rate so that the retention time
of beclometasone dipropionate is about 6 minutes.

absorption photometer
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System suitability—

System performance: When the procedure is run with 20
uL of the standard solution under the above operating con-
ditions, beclometasone dipropionate and the internal stan-
dard are eluted in this order with the resolution between
these peaks being not less than 8.

System repeatability: When the test is repeated 6 times
with 20 L of the standard solution under the above operat-
ing conditions, the relative standard deviation of the ratios
of the peak area of beclometasone dipropionate to that of
the internal standard is not more than 1.0%.

Containers and storage Containers—Tight containers.

Bekanamycin Sulfate
577 2N b ai e (O

C18H37N5010.XH2504
0-3-Amino-3-deoxy-c-D-glucopyranosyl-(1—6)-0O-[2,6-
diamino-2,6-dideoxy-a-D-glucopyranosyl-(1 —4)]-2-deoxy-
D-streptamine sulfate [70550-99-1]

Bekanamycin Sulfate conforms to the requirements
of Bekanamycin Sulfate in the Requirements for An-
tibiotic Products of Japan.

Description Bekanamycin Sulfate occurs as a white pow-
der.

It is freely soluble in water, and practically insoluble in
ethanol (95) and in diethyl ether.

Benserazide Hydrochldride

b T e B

H NH; OH

H
Ho\/QH/N\N OH
th * HCI
0 )
OH and enantiomer

C10H15N305.HC1: 293.70
(RS)-2-Amino-3-hydroxy-N'-(2,3,4-
trihydroxybenzyl)propanoylhydrazide
monohydrochloride [[4919-77-8]



