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National foreword

This Part of BS 5659 has been prepared under the direction of the Chemicals Standards Policy Committee to provide a
method for the analysis of acid-grade fluorspar. It supersedes BS 5659.: Part 3 : 1979, which is withdrawn, and from ‘
which it differs principally in that in this edition zinc acetate solution has replaced cadmium acetate solution.

For some years, the United Kingdom has participated in the work of Technical Committee 1SO/TC 175, Fluorspar,

of the International Organization for Standardization (ISO). As international agreement is reached on the methods,

it is proposed to publish them as Parts of BS 5659,

This Part of BS 5659 is identical with 1SO 4284 : 1988 'Acid-grade and ceramic-grade fluorspar — Determination of

sulfide content — lodometric method’.

Cross-referances

International standard Corresponding British Standard

1S0 4282-1977 BS 56569 Methods of test for acid-grade fluorspar
Part 2 : 1979 Determination of loss in mass at 105 °C
(Identical)

With reference to 7.1, 63 pm test sieves complying with BS 410 : 1986 ‘Specification for test sieves’ may be used in place
of sieves complying with 1SO 565 : 1983.

Additional information. With reference to clause 4, water complying with grade 3 of BS 3978 ‘Spemflcatlon for water for
laboratory use’ is suitable.

This Part of BS 5659 describes a method of test only and should not be referred to as a specification defining limits of
purity. Reference to this Part of BS 5659 should indicate that the method of test used is in accordance with BS 5659 :

Part 3
Compliance with a British Standard does not of itself confer immunity from legal obligations. ‘
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INTERNATIONAL STANDARD

ISO 4284 : 1988 (E)

Acid-grade and ceramic-grade fluorspar —
Determination of sulfide content —

lodometric method

1 Scope

This International Standard specifies an iodometric method for
the determination of the sulfide content of acid-grade and
ceramic-grade fluorspar.

The method is applicable to products having a sulfide content,
expressed as sulfur (S), equal to or greater than
0,001 % (m/m).

NOTE — Acid-grade and ceramic-grade fluorspars do not normally
contain polysulfides. The method is not applicable if their presence is
suspected.

2 Normative references

The following standards contain provisions which, through
reference in this text, constitute provisions of this International
Standard. At the time of publication, the editions indicated
were valid. All standards are subject to revision, and parties to
agreements based on this International Standard are encouraged
to investigate the possibility of applying the most recent
editions of the standards listed below. Members of IEC and ISO
maintain registers of currently valid International Standards.

ISO 565 : 1983, Test sieves — Woven metal wire cloth, per-
forated plate and electroformed sheet — Nominal sizes of
openings.

1SO 4282 : 1977, Acid-grade fluorspar — Determination of loss
in mass at 105 °C.

3 Principle

Digestion of a test portion in a sealed apparatus in a mixture of
hydrochloric acid, tin(ll) chloride and boric acid solutions. Ab-
sorption of the liberated hydrogen sulfide, entrained in a stream
of oxygen-free argon or nitrogen, in zinc acetate solution and
iodometric determination of the zinc sulfide formed.

4 Reagents

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

4.1 Boric acid.

4.2 Nitrogen or argon, oxygen-free.

NOTE — If the presence of oxygen is suspected, first pass the gas
through a wash-bottle containing alkaline pyrogallol solution.

4.3 Hydrochloric acid, solution.

Dilute 1 volume of hydrochloric acid, ¢ approximately
1,18 g/ml, with 2 volumes of water.

4.4 Tin{ll) chloride, 200 g/| solution.
Dissolve 200 g of tin{l!) chloride dihydrate (SnCly.2H50) in

300 ml of hydrochloric acid, ¢ approximately 1,18 g/ml, and
dilute with water to 1 000 mi.

4.5 Zinc acetate, 30 g/l solution.

Dissolve 30 g of zinc acetate dihydrate plus 6 ml of glacial
acetic acid in 1 000 ml of water.

4.6 lodine, standard volumetric solution,
c{1/2 1) = 0,005 mol/I.

It is essential that this solution be freshly prepared by dilution of
a standard volumetric solution of iodine, ¢(1/215) = 0,05 mol/l,

4.7 Sodium thiosulfate, standard volumetric solution,
c(NagS,05) = 0,01 mol/I.

It is essential that this solution be freshly prepared by dilution
of a standard volumetric solution of sodium thiosulfate,
c(NayS,03} = 0,10 mol/I. -
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