JP XIV

dichloroethane and acetic acid (100) (9:1) to a distance of
about 15 cm, and air-dry the plate. Examine under ultravio-
let 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.

Water 11.0 - 13.0% (0.2 g, direct titration).

Assay Weigh accurately about 0.06 g of Loxoprofen Sodi-
um, and dissolve in diluted methanol (3 in 5) to make exact-
ly 100 mL. Pipet 5 mL of this solution, add exactly 10 mL
of the internal standard solution, add diluted methanol (3 in
5) to make 100 mL, and use this solution as the sample solu-
tion. Separately, weigh accurately about 0.05g of Lox-
oprofen Reference Standard, previously dried in a desicca-
tor (in vacuum, 60°C) for 3 hours, and dissolve in diluted
methanol (3 in 5) to make exactly 100 mL. Pipet 5 mL of
this solution, proceed in the same manner as directed for the
preparation of the sample solution, and use so obtained solu-
tion as the standard solution. Perform the test with 10 uL
each of the sample solution and the standard solution as
directed under the Liquid Chromatography according to the
following conditions, and calculate the i‘atios, QOr and Qs, of
the peak area of loxoprofen to that of the internal standard.

Amount (mg) of Ci5H;7NaOg
= amount (mg) of Loxoprofen Reference
Standard
Ot

X O x 1.089
Internal Standard Solution—A solution of ethyl benzoate in
diluted methanol (3 in 5) (7 in 50,000).
Operating conditions—

Detector: An ultraviolet
(wavelength: 222 nm).

Column: A stainless steel column 4.6 mm in inside di-
ameter and 15 cm in length, packed with octadecylsilanized
silica gel for liquid chromatography (5 um in particle di-
ameter).

Column temperature: A constant temperature of about
40°C.

Mobile phase: A mixture of methanol, water, acetic acid
(100) and triethylamine (600:400:1:1).

Flow rate: Adjust the flow rate so that the retention time
of loxoprofen is about 7 minutes.

System suitability—

System performance: When the procedure is run with 10
uL of the standard solution under the above operating con-
ditions, loxoprofen and the internal standard are eluted in
this order with the resolution between these peaks being not
less than 10.

System repeatability: When the test is repeated 5 times
with 10 uL of the standard solution under the above operat-
ing conditions, the relative standard deviation of the ratios
of the peak area of loxoprofen to that of the internal stan-
dard is not more than 1.0%.

absorption photometer

Containers and storage Containers—Tight containers.
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L-Lysine Hydrochloride, when dried, contains not
less than 98.5% of C¢H4N,O,.HCI.

Description L-Lysine Hydrochloride occurs as a white pow-
der. It is odorless, and has a slight, characteristic taste.

It is freely soluble in water and in formic acid, and practi-
cally insoluble in ethanol (95).

Identification (1) Determine the infrared absorption spec-
trum of L-Lysine Hydrochloride, previously dried, as direct-
ed in the potassium bromide disk method under the Infrared
Spectrophotometry, and compare the spectrum with the
Reference Spectrum: both spectra exhibit similar intensities
of absorption at the same wave numbers. If any difference
appears between the spectra, dissolve L-Lysine Hydrochlo-
ride in water, evaporate the water to dryness at 60°C, and
repeat the test with the residue.

(2) A solution of L-Lysine Hydrochloride (1 in 10)
responds to the Qualitative Tests for chloride.

Optical rotation [a]®: +19.0 - +21.5° (after drying, 2 g,
6 mol/ L hydrochloric acid TS, 25 mL, 100 mm).

pH Dissolve 1.0 g of L-Lysine Hydrochloride in 10 mL of
water: the pH of this solution is between 5.0 and 6.0.

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

(2) Sulfate—Perform the test with 0.6 g of L-Lysine
Hydrochloride. Prepare the control solution with 0.35 mL
of 0.005 mol/L sulfuric acid VS (not more than 0.028%).

(3) Ammonium—Perform the test with 0.25 g of L-Ly-
sine Hydrochloride. Prepare the control solution with 5.0
mL of Standard Ammonium Solution (not more than
0.02%).

(4) Heavy metals—Proceed with 2.0g of L-Lysine
Hydrochloride according to Method 1, and perform the
test. Prepare the control solution with 2.0 mL of Standard
Lead Solution (not more than 10 ppm).

(5) Arsenic—Prepare the test solution with 1.0 g of L-Ly-
sine Hydrochloride according to Method 1, and perform the
test using Apparatus B (not more than 2 ppm).

(6) Other amino acids—Dissolve 0.10g of L-Lysine
Hydrochloride in 25 mL of water, and use this solution as
the sample solution. Pipet 1 mL of the sample solution, add
water to make exactly S0 mL, pipet 5 mL of this solution,
add water to make exactly 20 mL, and use this solution as
the standard solution. Perform the test with these solutions
as directed under the Thin-layer Chromatography. Spot 5
uL each of the sample solution and the standard solution
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on a plate of silica gel for thin-layer chromatography. De-
velop the plate with a mixture of 1-propanol and ammonia
water (28) (67:33) to a distance of about 10 cm, and dry the
plate at 100°C for 30 minutes. Spray evenly the plate with a
solution of ninhydrin in acetone (1 in 50) and heat at 80°C
for 5 minutes: 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 1.0% (1 g, 105°C, 3 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.1g of L-Lysine
Hydrochloride, previously dried, dissolve in 2 mL of formic
acid, add exactly 15 mL of 0.1 mol/L perchloric acid VS,
and heat on a water bath for 30 minutes. After cooling, add
45 mL of acetic acid (100), and titrate the excess perchloric
acid with 0.1 mol/L sodium acetate VS (potentiometric titra-
tion). Perform a blank determination, and make any neces-
sary correction.

Each mL of 0.1 mol/L perchloric acid VS
= 9.133 mg of Cs¢H14N,O0,.HCl

Containers and storage Containers—Tight containers.

Magnesium Carbonate
REEX T X227 L

Magnesium Carbonate is a basic hydrated magnesi-
um carbonate or a normal hydrated magnesium car-
bonate. Magnesium Carbonate contains not less than
40.0% and not more then 44.0% of magnesium oxide
(MgO: 40.30).

‘““Heavy magnesium carbonate’> may be used as
commonly used name for Magnesium Carbonate
which shows the height of the precipitate below the
12.0-mL graduation line in the Precipitation test.

Description Magnesium Carbonate occurs as white, fria-
ble masses or powder. It is odorless.

It is practically insoluble in water, in ethanol (95), in
diethyl ether and in 1-propanol.

It dissolves in dilute hydrochloric acid with effervescence.

Its saturated solution is alkaline.

Identification (1) Dissolve 1 g of Magnesium Carbonate
in 10 mL of dilute hydrochloric acid, boil, then cool, neu-
tralize with sodium hydroxide TS, and filter, if necessary:
the solution responds to the Qualitative Tests for magnesi-
um salt,

(2) Magnesium Carbonate responds to the Qualitative
Tests (1) for carbonate.

Purity (1) Soluble salts—To 2.0 g of Magnesium Car-
bonate add 40 mL of 1-propanol and 40 mL of water, heat
to boil with constant stirring, cool, and filter. Wash the
residue with water, combine the washings with the filtrate,
and add water to make exactly 100 mL. Evaporate 50 mL of
the solution on a water bath to dryness, and dry at 105°C
for 1 hour: the mass of the residue does not exceed 10.0 mg.

(2) Heavy metals—Moisten 1.0 g of Magnesium Car-
bonate with 4 mL of water, dissolve by addition of 10 mL of
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dilute hydrochloric acid, and evaporate on a water bath to
dryness. Dissolve the residue in 35 mL of water, 2 mL of di-
lute acetic acid, 1 drop of ammonia TS, filter, if necessary,
wash the filter paper with water, combine the washings with
the filtrate, and add water to make 50 mL, and perform the
test using this solution as the test solution. Prepare the con-
trol solution as follows: evaporate 10mL of dilute
hydrochloric acid on a water bath to dryness, add 2 mL of
dilute acetic acid and 3.0 mL of Standard Lead Solution,
and dilute with water to make 50 mL (not more than 30
ppm).

(3) Iron—Prepare the test solution with 0.10 g of Mag-
nesium Carbonate according to Method 1, and perform the
test according to Method A. Prepare the control solution
with 2.0 mL of Standard Iron Solution (not more than 200
ppm).

(4) Arsenic—Prepare the test solution with 0.40 g of
Magnesium Carbonate, previously moistened with 1.5 mL
of water, add 3.5 mL of dilute hydrochloric acid, and per-
form the test using Apparatus B (not more than 5 ppm).

(5) Calcium oxide—Weigh accurately about 0.6 g of
Magnesium Carbonate, and dissolve in 35 mL of water and
6 mL of dilute hydrochloric acid. Add 250 mL of water and
5 mL of a solution of L-tartaric acid (1 in 5), then add 10 mL
of a solution of 2,2’,2”-nitrilotrisethanol (3 in 10) and 10
mL of 8 mol/L potassium hydroxide TS, allow to stand for
5 minutes, and titrate with 0.01 mol/L disodium dihydro-
gen ethylenediamine tetraacetate VS until the color of the so-
lution changes form red-purple to blue (indicator: 0.1 g of
NN indicator). Perform a blank determination, and make
any necessary correction.

Each mL of 0.01 mol/L disodium dihydrogen
ethylenediamine tetraacetate VS
= 0.5608 mg of CaO

The content of calcium oxide (CaO: 56.08) is not more
than 0.6%.

(6) Acid-insoluble substances—Mix 5.0 g of Magnesium
Carbonate and 75 mL of water, add 10 mL of hydrochloric
acid dropwise while stirring, boil for 5 minutes, and cool.
Collect the insoluble residue using filter paper for assay,
wash well with water until the last washing shows no turbidi-
ty with silver nitrate TS, and ignite the residue together with
the filter paper: the mass of the residue is not more than 2.5
mg.

Precipitation test Transfer 1.0g of Magnesium Car-
bonate, previously sifted through a No. 100 (150 um) sieve
to a glass-stoppered measuring cylinder with a 50-mL gradu-
ation line at 150 mm from the bottom, and add water to
make 50 mL. Shake vigorously for exactly 1 minute, allow
to stand for 15 minutes, and measure the height of the
precipitate (in graduation in ml).

Assay Weigh accurately about 0.4 g of Magnesium Car-
bonate, dissolve in 10 mL of water and 3.5 mL of dilute
hydrochloric acid, and add water to make exactly 100 mL.
Pipet 25 mL of the solution, add 50 mL of water and 5 mL
of ammonia-ammonium chloride buffer solution, pH 10.7,
and titrate with 0.05mol/L disodium dihydrogen
ethylenediamine tetraacetate VS (indicator: 0.04g of
eriochrome black T-sodium chloride indicator). Perform a
blank determination, and make any necessary correction.
From the volume of 0.05mol/L disodium dihydrogen



