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C6H11BIN2022 223.07
(RS)-(2-Bromo-3-methylbutanoyl)urea [496-67-3]

Bromovalerylurea, when dried, contains not less
than 98.0% of CzH11BrN,O,.

Description Bromovalerylurea occurs as colorless or white
crystals or crystalline powder. It is odorless, and has a slight-
ly bitter taste.

It is soluble in ethanol (95), sparingly soluble in diethyl
ether, and very slightly soluble in water.
* It dissolves in sulfuric acid, in. nitric acid and in
hydrochloric acid, and precipitates are produced on the addi-
tion of water.

It dissolves in sodium hydroxide TS.

Identification (1) Boil 0.2 g of bromovalerylurea with 5
mL of a solution of sodium hydroxide (1 in 10): the gas
evolved changes moistened red litmus paper to blue. Boil
this solution with an excess of dilute sulfuric acid: the odor
of valeric acid is perceptible.

(2) To 0.1 g of Bromovalerylurea add 0.5 g of anhy-
drous sodium carbonate, and decompose thoroughly by gen-
tle heating. Dissolve the residue in S mL of hot water, cool,
acidify with acetic acid (31), and filter: the filtrate responds
to the Qualitative Tests (2) for bromide.

Melting point 151 - 155°C

Purity (1) Acidity or alkalinity—To 1.5g of
Bromovalerylurea add 30 mL of water, shake for 5 minutes,
and filter: the filtrate is neutral.

(2) Chloride—Perform the test with a 10-mL portion of
the filtrate obtained in (1). Prepare the control solution with
0.40 mL of 0.01 mol/L hydrochloric acid VS (not more
than 0.028%).

(3) Sulfate—Perform the test with 10 mL of the filtrate
obtained in (1). Prepare the control solution with 0.40 mL
of 0.005 mol/L sulfuric acid VS (not more than 0.038%).

(4) Heavy metals—Proceed with 20¢g of
Bromovalerylurea according to Method 2, and perform the
test. Prepare the control solution with 2.0 mL of Standard
Lead Solution (not more than 10 ppm).

(5) Arsenic—Dissolve 0.5 g of Bromovalerylurea in 5
mL of sodium hydroxide TS, use this solution as the test so-
lution, and perform the test using Apparatus B (not more
than 4 ppm).

(6) Readily carbonizable substances—Perform the test
with 0.5 g of Bromovalerylurea: the solution has no more
color than Matching Fluid A.

Loss on drying Not more than 0.5% (1 g, 80°C, 2 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.4 g of Bromovalerylurea,
previously dried, in a 300-mL conical flask, add 40 mL of so-
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dium hydroxide TS, and boil gently for 20 minutes under a
reflux condenser. Cool, wash the lower part of the reflux
condenser and the mouth of the flask with 30 mL of water,
and combine the washings with the solution in the conical
flask. Add 5 mL of nitric acid and exactly 30 mL of 0.1
mol/L silver nitrate VS, and titrate the excess silver nitrate
with 0.1 mol/L ammonium thiocyanate VS (indicator: 2
mL of ammonium iron (III) sulfate TS). Perform a blank de-
termination.

Each mL of 0.1 mol/L silver nitrate VS
= 22.307 mg of CanBI‘NzOZ

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

Bucumolol Hydrochloride
BB 78—
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Yo and enantiomer

C17H33NO4.HCl: 341.83
8-[(RS)-3-tert-Butylamino-2-hydroxypropyloxy]-5-
methylchromen-2-one monohydrochloride [36556-75-9]

Bucumolol Hydrochloride, when dried, contains
not less than 990% of C17H23NO4.HC1.

Description Bucumolol Hydrochloride occurs as white
crystals or crystalline powder.

It is freely soluble in water, sparingly soluble in methanol
and in ethanol (95), slightly soluble in acetic acid (100), and
practically insoluble in diethyl ether.

Melting point: about 228°C (with decomposition).

Identification (1) Dissolve 0.0l1g of Bucumolol
Hydrochloride in 10 mL of diluted ethanol (95) (1 in 2), and
observe under ultraviolet light (main wavelength: 365 nm):
the solution shows a yellow-green fluorescence. Render this
solution alkaline by adding sodium hydroxide TS: the
fluorescence disappears. Acidify the solution by adding di-
lute hydrochloric acid: the fluorescence reappears.

(2) Dissolve 0.1 g of Bucumolol Hydrochloride in S mL
of water, and add 5 drops of Reinecke salt TS: a light red
precipitate is formed.

(3) Determine the absorption spectrum of a solution of
Bucumolol Hydrochloride (1 in 60,000) as directed under
the Ultraviolet-visible Spectrophotometry, and compare the
spectrum with the Reference Spectrum: both spectra exhibit
similar intensities of absorption at the same wavelengths.

(4) Determine the infrared absorption spectrum of
Bucumolol Hydrochloride, previously dried, as directed in
the potassium chloride disk method under the Infrared Spec-
trophotometry, and compare the spectrum with the Refer-
ence Spectrum: both spectra exhibit similar intensities of ab-
sorption at the same wave numbers.

(5) A solution of Bucumolol Hydrochloride (1 in 50)
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responds to the Qualitative Tests for chloride.

Absorbance E1% (296 nm): 330 - 360 (after drying, 0.04

lecm

g, water, 2500 mL).

Purity (1) Clarity and color of solution—Dissolve 1.0 g
of Bucumolol Hydrochloride in 20 mL of water: the solu-
tion is clear and colorless to pale yellow.

(2) Heavy metals—Proceed with 1.0 g of Bucumolol
Hydrochloride according to Method 2, and perform the

test. Prepare the control solution with 2.0 mL of Standard -

Lead Solution (not more than 20 ppm).

(3) Arsenic—Prepare the test solution with 1.0g of
Bucumolol Hydrochloride according to Method 3, and per-
form the test using Apparatus B (not more than 2 ppm).

(4) Related substances—Dissolve 0.10 g of Bucumolol
Hydrochloride in 10 mL of methanol, and use this solution
as the sample solution. Pipet 1 mL of the sample solution,
and add methanol to make exactly SO mL. Pipet 5 mL of
this solution, add methanol to make exactly 25 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 with fluorescent in-
dicator for thin-layer chromatography. Develop the plate
with a mixture of methanol and ammonia-ammonium chlo-
ride buffer solution, pH 10.7, (30:1) to a distance of about
12 cm, and air-dry the plate. Examine under ultraviolet light
(main wavelength: 254 nm): the spots other than the prin-
cipal spot from the sample solution are not more intense
than the spot from the standard solution.

Loss on drying Not more than 0.5% (1 g, 105°C, 5 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.4g of Bucumolol
Hydrochloride, previously dried, add 45 mL of acetic acid
(100), dissolve by warming at 60°C, and cool. Add 105 mL
of acetic anhydride, and titrate with 0.1 mol/L perchloric
acid VS (potentiometric titration). Perform a blank determi-
nation, and make any necessary correction.

Each mL of 0.1 mol/L perchloric acid VS
= 34.183 mg of Cy7H3sNO,.HCl

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

Bufetolol Hydrochloride
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C13H29NO4.HC1: 359.89
1-tert-Butylamino-3-[2-(tetrahydrofuran-2-ylmethoxy)-
phenoxy]propan-2-ol monohydrochloride [35708-88-4]

Bufetolol Hydrochloride, when dried, contains not
less than 985% of C13H29N04.HCI.

JP XIV

Description Bufetolol Hydrochloride occurs as white crys-
tals or crystalline powder.

It is freely soluble in water and in methanol, soluble in
ethanol (95) and in acetic acid (100), and practically insolu-
ble in diethyl ether.

A solution of Bufetolol Hydrochloride (1 in 10) is optical-

" ly inactive.

Identification (1) To SmL of a solution of Bufetolol
Hydrochloride (1 in 100) add 5 drops of Reinecke salt TS: a
light red precipitate is formed.

(2) Determine the absorption spectrum of a solution of
Bufetolol Hydrochloride (1 in 20,000) as directed under the
Ultraviolet-visible Spectrophotometry, and compare the
spectrum with the Reference Spectrum: both spectra exhibit
similar intensities of absorption at the same wavelengths.

(3) Determine the infrared absorption spectrum of
Bufetolol Hydrochloride, previously dried, as directed in
the potassium chloride disk method under the Infrared Spec-
trophotometry, and compare the spectrum with the Refer-
ence Spectrum: both spectra exhibit similar intensities of ab-
sorption at the same wave numbers.

(4) A solution of Bufetolol Hydrochloride (I in 50)
responds to the Qualitative Tests for chloride.

Melting point 153 -157°C

Purity (1) Clarity and color of solution—Dissolve 1.0 g
of Bufetolol Hydrochloride in 10 mL of water: the solution
is clear and colorless.

(2) Sulfate—Perform the test with 0.5 g of Bufetolol
Hydrochloride. Prepare the control solution with 0.40 mL
of 0.005 mol/L sulfuric acid VS (not more than 0.038%).

(3) Heavy metals—Proceed with 2.0g of Bufetolol
Hydrochloride according to Method 2, and perform the
test. Prepare the control solution with 2.0 mL of Standard
Lead Solution (not more than 10 ppm).

(4) Related substances—Dissolve 0.20 g of Bufetolol
Hydrochloride in 5 mL of methanol, and use this solution as
the sample solution. Pipet 1 mL of the sample solution, add
methanol to make exactly 200 mL, 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 a plate of silica gel with fluorescent indicator for thin-lay-
er chromatography. Develop the plate with a mixture of
chloroform, acetone, ethanol (95) and ammonia solution
(28) (40:20:5:1) to a distance of about 10 ¢cm, and air-dry the
plate. Examine under ultraviolet light (main wavelength:
254 nm): 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% (1 g, 105°C, 4 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.4g of Bufetolol
Hydrochloride, previously dried, dissolve in 10 mL of acetic
acid (100), add 50 mL of acetic anhydride, and titrate with
0.1 mol/ L perchloric acid VS (potentiometric titration). Per-
form a blank determination, and make any necessary correc-
tion.

Each mL of 0.1 mol/L perchloric acid VS
= 35.989 mg of C13H29N04.HC1

Containers and storage Containers—Tight containers.



