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of water, shake with 1 mL of sodium hydroxide TS, and add
3 drops of sodium pentacyanonitrosylferrate (III) TS: a yel-
low color develops, and it gradually changes to yellow-green
to green. To this solution add 1 mL of acetic acid (31): it
changes to blue.

(2) To 2mL of a solution of Thiamazole (1 in 200) add
1 mL of sodium carbonate TS and 1 mL of diluted Folin’s
TS (1 in 5): a deep blue color develops.

Melting point 144 - 147°C

Purity (1) Selenium—Proceed with 0.10 g of Thiamazole
as directed under the Oxygen Flask Combustion Method, us-
ing 25 mL of diluted nitric acid (1 in 30) as the absorbing lig-
uid, and prepare the test solution. Apply a small amount of
water to the upper part of apparatus A, pull out C carefully,
and transfer the test solution to a beaker. Wash C, B and the
inner side of A with 25 mL of water, and combine the wash-
ings with the test solution. Boil gently for 10 minutes, cool
to room temperature, add water to make exactly 50 mL, and
use this solution as the sample solution. Separately, weigh
exactly 0.040 g of selenium, dissolve in 100 mL of diluted
nitric acid (1 in 2), heat to dissolve on a water bath if necessa-
1y, and add water to make exactly 1000 mL. Pipet 5 mL of
this solution, and add water to make exactly 200 mL. To 2
mL of this solution, exactly measured, add diluted nitric
acid (1 in 60) to make exactly 50 mL, and use this solution as
the standard solution. Pipet 40 mL each of the sample solu-
tion and the standard solution into separate beakers, and ad-
just each solution with ammonia solution (28) to a pH of 1.8
to 2.2. To each solution add 0.2 g of hydroxylammonium
chloride, shake gently to dissolve, then add 5 mL of 2,3-di-
aminonaphthalene TS, shake, and allow to stand for 100
minutes. Transfer these solutions to corresponding separa-
tors, rinse the beakers with 10 mL of water, combine the
rinsings in the respective separators, shake well with 5.0 mL
of cyclohexane for 2 minutes, and extract. Centrifuge the
cyclohexane extracts to remove any water remaining in these
solutions. Perform the test with these solutions as directed
under the Ultraviolet-visible Spectrophotometry, using a so-
lution prepared with 40 mL of diluted nitric acid (1 in 60) in
the same manner as the blank. The absorbance of of the sam-
ple solution at the wavelength of maximum absorbance at
about 378 nm does not exceed the absorbance of the stan-
dard solution.

(2) Heavy metals—Proceed with 1.0 g of Thiamazole 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—Prepare the test solution with 1.0g of
Thiamazole according to Method 1, and perform the test us-
ing Apparatus B (not more than 2 ppm).

Loss on drying Not more than 0.5% (1 g, 105°C, 2 hours).
Residue on ignition Not more than 0.10% (1 g).

Assay Weigh accurately about 0.25 g of Thiamazole, previ-
ously dried, dissolve in 75 mL of water, add 15 mL of 0.1
mol/L sodium hydroxide VS from a burette, and add 30
mL of 0.1 mol/L silver nitrate VS with stirring. Add 1 mL
of bromothymol blue TS, and titrate with 0.1 mol/L sodi-
um hydroxide VS, until a persistent blue-green color is
produced. Determine the total volume of 0.1 mol/L sodium
hydroxide VS consumed.
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Each mL of 0.1 mol/L sodium hydroxide VS
= 11.417 mg of C4H5st

Containers and storage Containers—Well-closed contain-
ers.
Storage—Light-resistant.
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Thiamazole Tablets contain not less than 94% and
not more than 106% of the labeled amount of
thiamazole (C4HgN,S: 114.17).

Method of preparation Prepare as directed under Tablets,
with Thiamazole.

Identification (1) To a quantity of powdered Thiamazole
Tablets, equivalent to 0.05 g of Thiamazole according to the
labeled amount, add 20 mL of hot ethanol (95), shake for
15 minutes, filter, and evaporate the filtrate on a water bath
to dryness. Dissolve the residue in 10 mL of water, filter if
necessary, and use this solution as the sample solution. To 1
mL of the sample solution add 1 mL of sodium hydroxide
TS, shake, and add 3 drops of sodium pentacyanonitrosyl-
ferrate (II) TS: a yellow color develops, and it gradually
changes to yellow-green to green. To this solution add 1 mL
of acetic acid (31): it changes to blue.

(2) With 2 mL of the sample solution obtained in (1),
proceed as directed in the Identification (2) under Thiama-
zole.

Assay Weigh accurately and powder not less than 20
Thiamazole Tablets. Weigh accurately a quantity of the pow-
der, equivalent to about 0.15 g of thiamazole (C4HsNzS),
add 80 mL of water, shake for 15 minutes, add water to
make exactly 100 mL, and centrifuge. Filter, discard the first
20 mL of the filtrate, pipet 50 mL of the subsequent filtrate,
add 1 mL of bromothymol blue TS, and if a blue color de-
velops, neutralize with 0.1 mol/L hydrochloric acid VS un-
til the color of the solution changes to green. To this solu-
tion add 4.5 mL of 0.1 mol/L sodium hydroxide VS from a
burette, add 15 mL of 0.1 mol/L silver nitrate VS while stir-
ring, and titrate with 0.1 mol/L sodium hydroxide VS. Con-
tinue the titration until a persistent blue-green color is
produced, and determine the total volume of 0.1 mol/L so-
dium hydroxide VS consumed.

Each mL of 0.1 mol/L sodium hydroxide VS
= 11.417 mg of C4HgN2S

Containers and storage Containers—Well-closed contain-
ers.
Storage—Light-resistant.



