664 Oxymetholone / Official Monographs for Part 1
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ting B downward, and measure the volume of the residual
gas. Repeat the procedure until the volume of residual gas is
constant, and designate this as ¥ (mL). With fresh ammoni-
um chloride-ammonia TS in C, repeat the procedure at least
four times, and measure the volume of residual gas. Calcu-
late ¥ and the volume of Oxygen used as the sample with
reference to the gas at 20°C and at 101.3 kPa.

Volume (mL) of oxygen (Oy)
= calculated volume of the sample (mL)
— calculated volume of V' (mL)

Containers and storage Containers—Metal cylinders.
Storage—Not exceeding 40°C.

Oxymetholone
FELAbOL

C21H3203: 332.48
178-Hydroxy-2-hydroxymethylene-17c-methyl-5a-
androstan-3-one [434-07-1]

Oxymetholone, when dried, contains not less than
97.0% and not more than 103.0% of Cy;H3,05.

Description Oxymetholone occurs as a white to pale yel-
lowish white, crystalline powder. It is odorless.

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

It is gradually colored and decomposed by light.

Identification (1) Dissolve 2 mg of Oxymetholone in 1
mL of ethanol (95), and add 1 drop of iron (III) chloride
TS: a purple color develops.

(2) Dissolve 0.01 g of Oxymetholone in methanol to
make 50 mL. To § mL of the solution add 5 mL of sodium
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hydroxide-methanol TS and methanol to make 50 mL. De-
termine the absorption spectrum of the solution as directed
under the Ultraviolet-visible Spectrophotometry, and com-
pare the spectrum with the Reference Spectrum: both spec-
tra exhibit similar intensities of absorption at the same
wavelengths.

(3) Determine the infrared absorption spectrum of
Oxymetholone as directed in the potassium bromide disk
method under the Infrared Spectrophotometry, and com-
pare the spectrum with the Reference Spectrum: both spec-
tra exhibit similar intensities of absorption at the same wave
numbers.

Optical rotation [o]X: +34 - +38° (after drying, 0.2 g,
1,4-dioxane, 10 mL, 100 mm).

Melting point 175 - 182°C

Purity (1) Clarity and color of solution—Dissolve 0.5 g
of Oxymetholone in 25 mL of 1,4-dioxane: the solution is
clear, and shows a colorless to pale yellow color.

(2) Other steroids—Dissolve 0.050 g of Oxymetholone
in 5 mL of chloroform, and use this solution as the sample
solution. Pipet 1 mL of the sample solution, add chlo-
roform 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 4L
each of the sample solution and the standard solution on a
plate of silica gel for thin-layer chromatography, and air-
dry the spot. Develop immediately the plate with a mixture
of toluene and ethanol (99.5) (49:1) to a distance of about
12 cm, and air-dry the plate. Spray evenly vanillin-sulfuric
acid TS on the plate, and heat at 100°C for 3 to 5 minutes:
any spot other than the principal spot and starting point ob-
tained from the sample solution is not more intense than the
spot from the standard solution.

Loss on drying Not more than 1.0% (0.5 g, in vacuum,
phosphorus (V) oxide, 4 hours).

Residue on ignition Not more than 0.15% (0.5 g).

Assay Weigh accurately about 0.04 g of Oxymetholone,
previously dried, and dissolve in methanol to make exactly
50 mL. Pipet 5 mL of this solution, and add methanol to
make exactly 50 mL. To exactly measured 5 mL of this solu-
tion add 5mL of sodium hydroxide-methanol TS and
methanol to make exactly 50 mL. Determine the absorbance
A of this solution at the wavelength of maximum absorp-
tion at about 315 nm, using a solution, prepared by adding
methanol to 5 mL of sodium hydroxide-methanol TS to
make 50 mL, as the blank.

Amount (mg) of CzH303
A
=-— X
341 50,000
Containers and storage Containers—Tight containers.
Storage—Light-resistant.



