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Mobile phase: To 57 mL of acetic acid (100) and 139 mL
of triethylamine add water to make 1000 mL. To 50 mL of
this solution add 500 mL of acetonitril, 10 mL of dilute acet-
ic acid and 440 mL of water.

Flow rate: Adjust the flow rate so that the retention time
of oxapium is about 4 minutes.

Selection of column: Dissolve 0.05 g of Oxapium Iodide
and 3 mg of benzophenone in 100 mL of the mobile phase.
Proceed with 20 uL of this solution under the above operat-
ing conditions, and calculate the resolution. Use a column
giving elution of oxapium and benzophenone in this order
with the resolution between these peaks being not less than
5.

Detection sensitivity: Adjust the detection sensitivity so
that the peak height of oxapium obtained from 50 uL of the
standard solution composes 5 to 15% of the full scale.

Time span of measurement: About 6 times as long as the
retention time of oxapium after the peak of iodide ion.

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 0.7 g of Oxapium lodide,
previously dried, dissolve in 50 mL of a mixture of acetic an-
hydride and acetic acid (100) (9:1), and titrate with 0.1
mol/L perchloric acid VS (potentiometric titration, plati-
num electrode). Perform a blank determination, and make
any necessary correction.

Each mL of 0.1 mol/L perchloric acid VS
= 47.14 mg of C22H34IN02

Containers and storage Containers—Tight containers.
Storage—Light-resistant.

Oxaprozin
AE47OS

C13H15NO3I 293.32
3-(4,5-Diphenyloxazol-2-yl)propanoic acid [21256-18-8]
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Oxaprozin, when dried, contains not less than
985% of C13H15N03.

Description Oxaprozin occurs as a white to yellowish
white crystalline powder.

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

It is gradually affected by light.

Identification Determine the infrared absorption spectrum
of Oxaprozin, previously dried, as directed in the potassium
bromide disk method under the Infrared Spectrophotomet-
ry, and compare the spectrum with the Reference Spectrum:
both spectra exhibit similar intensities of absorption at the
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same wave numbers.

Absorbance E!% (285 nm): 455 - 495 (after drying, 0.01
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g, methanol, 1000 mL).
161 - 165°C

Purity (1) Heavy metals—Proceed with 2.0g of Ox-
aprozin according to Method 4, and perform the test. Pre-
pare the control solution with 2.0 mL of Standard Lead So-
lution (not more than 10 ppm).

(2) Arsenic—Prepare the test solution with 2.0g of
Oxaprozin according to Method 3, and perform the test us-
ing Apparatus B (not more than 1 ppm).

(3) Related substances—Dissolve 0.10 g of Oxaprozin in
10 mL of methanol, and use this solution as the sample solu-
tion. Pipet 1 mL of the sample solution, add methanol to
make exactly 100 mL, and use this solution as the standard
solution (1). Pipet 5mL, 3 mL and 1 mL of this solution,
add methanol to each to make exactly 10 mL, and use these
solutions as the standard solutions (2), (3) and (4), respec-
tively. Perform the test with these solutions as directed un-
der the Thin-layer Chromatography. Spot 10 4L each of the
sample solution and the standard solutions (1), (2), (3) and
(4) on a plate of silica gel with fluorescent indicator for thin-
layer chromatography. Develop the plate with a mixture of
ethyl acetate and acetic acid (100) (99:1) to a distance of
about 15 cm, and air-dry the plate. Examine under ultravio-
let light (main wavelength: 254 nm): the total intensity of
the spots other than the principal spot from the sample solu-
tion is not more than 1.0% calculated on the basis of intensi-
ties of the spots from the standard solutions (1), (2), (3) and
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Loss on drying Not more than 0.30% (1g, 105°C, 2
hours).

Melting point

Residue on ignition Not more than 0.30% (1 g).

Assay Weigh accurately about 0.5 g of Oxaprozin, previ-
ously dried, dissolve in 50 mL of ethanol (95), and titrate
with 0.1 mol/L sodium hydroxide VS (potentiometric titra-
tion). Perform a blank determination, and make any neces-
sary correction.

Each mL of 0.1 mol/L sodium hydroxide VS
= 29.332 mg of C13H15N03

Containers and storage Containers—Tight containers.
Storage—Light-resistant.

Oxazolam
FERYS T A

013H17C1N2022 328.79
10-Chloro-2,3,7,11b-tetrahydro-2-methyl-11b-
phenyloxazolo[3,2-d][1,4]benzodiazepin-6(5 H )-one
[24143-17-7]
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Oxazolam, when dried, contains not less than
990% of C18H17C1N202.

Description Oxazolam occurs as white crystals or crystal-
line powder.

It is odorless and tasteless.

It is freely soluble in acetic acid (100), soluble in 1,4-di-
oxane and in dichloromethane, slightly soluble in ethanol
(95) and in diethyl ether, and practically insoluble in water.

It dissolves in dilute hydrochloric acid.
It gradually changes in color by light.
Melting point: about 187°C (with decomposition).

Identification (1) Dissolve 0.01 g of Oxazolam in 10 mL
of ethanol (95) by heating, and add 1 drop of hydrochloric
acid: a light yellow color develops, and the solution shows a
yellow-green fluorescence under ultraviolet light (main
wavelength: 365 nm). Add 1 mL of sodium hydroxide TS to
this solution: the color and fluorescence of this solution dis-
appear immediately.

(2) Dissolve 0.01 g of Oxazolam in 5mL of dilute
hydrochloric acid by heating in a water bath for 10 minutes.
After cooling, 1 mL of this solution responds to the Qualita-
tive Tests for primary aromatic amines.

(3) Place 2 g of Oxazolam in a 200-mL flask, add 50 mL
of ethanol (95) and 25 mL of 6 mol/L hydrochloric acid TS,
and boil under a reflux condenser for 5 hours. After cool-
ing, neutralize with a solution of sodium hydroxide (1 in 4),
and extract with 30 mL of dichloromethane. Dehydrate with
3 g of anhydrous sodium sulfate, filter, and evaporate the
dichloromethane of the filtrate. Dissolve the residue in 20
mL of methanol by heating on a water bath, and cool im-
mediately in an ice bath. Collect the crystals, and dry in
vacuum at 60°C for 1 hour: the crystals melt between 96°C
and 100°C.

(4 Determine the absorption spectrum of a solution of
Oxazolam in ethanol (95) (1 in 100,000) 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.

(5) Proceed with Oxazolam as directed under the Flame
Coloration Test (2), and perform the test: a green color ap-
pears.

Absorbance E}% (246 nm): 410 - 430 (after drying, 1 mg,
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ethanol (95), 100 mL).

Purity (1) Chloride—To 1.0 g of Oxazolam add 50 mL
of water, allow to stand for 1 hour with occasional shaking,
and filter. To 25 mL of this filtrate add 6 mL of dilute nitric
acid and water to make 50 mL, and perform the test using
this solution as the test solution. Prepare the control solu-
tion with 0.20 mL of 0.01 mol/L hydrochloric acid VS (not
more than 0.014%).

(2) Heavy metals—Proceed with 1.0 g of Oxazolam ac-
cording to Method 2, and perform the test. Prepare the con-
trol solution with 2.0 mL of Standard Lead Solution (not
more than 20 ppm).

(3) Arsenic—Place 1.0g of Oxazolam in a Kjeldahl
flask, add 5 mL of sulfuric acid and 5 mL of nitric acid, and
heat gently. Repeat the addition of 2 to 3 mL of nitric acid
at times, and continue to heat until a colorless to light yel-
low solution is obtained. After cooling, add 15 mL of satu-
rated ammonium oxalate monohydrate solution, heat the so-
lution until dense white fumes are evolved, and evaporate to
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a volume of 2 to 3 mL. After cooling, dilute with water to
10 mL, and perform the test with this solution as the test so-
lution using Apparatus B (not more than 2 ppm).

(4) Related substances—Dissolve 0.05 g of Oxazolam in
10 mL of dichloromethane, and use this solution as the sam-
ple solution. Pipet 1mL of this solution, add
dichloromethane to make exactly 200 mL, and use this solu-
tion as the standard solution. Perform the test with these so-
lutions as directed under the Thin-layer Chromatography.
Spot 10 uL each of the sample solution and the standard so-
lution on a plate of silica gel with fluorescent indicator for
thin-layer chromatography. Immediately air-dry, develop
the plate with a mixture of toluene and acetone (8:1) to a dis-
tance 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, 3 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.65 g of Oxazolam, previ-
ously dried, dissolve in 100 mL of a mixture of acetic acid
(100) and 1,4-dioxane (1:1). Titrate with 0.1 mol/ L perchlor-
ic acid VS until the color of the solution changes from pur-
ple through blue to blue-green (indicator: 2 drops of crystal
violet TS). Perform a blank determination, and make any
necessary correction.

Each mL of 0.1 mol/L perchloric acid VS
= 32.880 mg of C18H17C1N202

Containers and storage Containers—Tight containers.
Storage—Light-resistant.

Oxethazaine
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CogH41N3O3: 467.64
2,2’-(2-Hydroxyethylimino)bis[N-(1,1-dimethyl-2-
phenylethyl)-N-methylacetamide] [126-27-2]

Oxethazaine, when dried, contains not less than
98.5% of C28H41N303.

Description Oxethazaine occurs as a white to pale yellow-
ish white, crystalline powder.

Identification (1) Determine the absorption spectrum of
a solution of Oxethazaine in ethanol (95) (1 in 2500) 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.



