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INTERNATIONAL STANDARD

ISO 3199-1975 (E)

Sodium chlorate for industrial use — Determination of
chlorate content — Dichromate titrimetric method

1 SCOPE[AND FIELD OF APPLICATION

This Intefnational Standard specifies a dichromate
titrimetric |method for the determination of the chlorate
content of sodium chlorate for industrial use.

The methdd is not applicable to the analysis of mixtures for
agricultura| use such as herbicides, pesticides, etc., in which
certain constituents may cause interference.

2 PRINCIPLE

Reduction [of the chlorate by a known quantity, in excess,
of an iron(|!) salt.

Titration ¢f the excess of iron(ll) salt with a standard
volumetric| solution of potassium dichromate in the
presence of barium diphenylamine-4-sulphonate solution as
indicator.

3 REAGHNTS

During the analysis, use only reagents (of.recognized
analytical feagent grade and only distilled-watér or water of
equivalent purity.

3.1 Orthdphosphoric acid, p capproximately 1,71 g/ml,
about 85 % (m/m) solution.

3.2 Sulphuric acid, p “approximately 1,84 g/ml, about
96 % (m/n) solution et approximately 36 N.

3.3 Sulphuric acid; approximately 18 N solution.

3.4 lron{M-sulphate—approximately01-N-solution.

and cooled in a desiccator. Dissolve in watel, dilute to the
mark in a 1 000 ml one-mark volumegric)flask and mix.

Store this solution in a glass bottle fitted with a ground
glass stopper.

3.6 : Barium diphenylamine4-sulphonate, 4 ¢/I solution.

4 APPARATUS

Ordinary laboratory apparatus.

5.PROCEDURE

5.1 WARNING

Sodium chlorate induces combustion. Avoid storing or
handling it near a source of heat. Also avoid all contact of
the product or its solutions with acids gr combustible
materials (paper, cardboard, clothing, wo¢d, rags, fatty
matter, etc.) which may ignite or subsequantly form an
explosive mixture. If any materials ar¢ accidentally
impregnated with sodium chlorate, flush thgm with water.

5.2 Test portion

Weigh, to the nearest 0,001 g, approximately 3 g of the test
sample.

5.3 Blank test

the same procedure, a blank test using the fame quantities

Carry out at the same time as the determindtion, following
of all the reagents as used for the detgrmination but

Weigh, to the nearest 0,01 g, 39,2 g of ammonium iron(l1)
sulphate hexahydrate [(NH,),Fe(SO4),.6H,0], dissolve in
500 m! of water, slowly add 40 ml of the sulphuric acid
solution (3.3), cool, dilute to the mark in a 1000 ml
one-mark volumetric flask and mix.

Store this solution in a glass bottle fitted with a ground
glass stopper.
3.5 Potassium dichromate, 0,1 N standard volumetric

solution.

Weigh, to the nearest 0,000 1g, 4,903 g of potassium
dichromate, previously dried at about 200 °C for about 16 h

replacing the test solution (5.4) by 20 ml of water.

5.4 Preparation of test solution

Dissolve the test portion (5.2) in water, dilute to the mark
ina 1 000 ml one-mark volumetric flask and mix.

5.5 Determination

Place 20,0 ml of the test solution (5.4) in a 500 ml conical
flask. Add 50,0 ml of the iron(ll) sulphate solution (3.4),
then add slowly and carefully, with cooling, 20 ml of the
sulphuric acid solution (3.2) and 5ml of the
orthophosphoric acid solution (3.1). Allow to stand for
10 min at ambient temperature.
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