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National foreword

This Part of BS 5659 has been prepared under the direction of the Chemicals Standards Committee to provide methods
for the analysis of acid-grade fluorspar.

For some years, the United Kingdom has participated in the work of Subcommittee 10, of Technical Committee 47,
Chemistry, of the International Organization for Standardization (1SO). 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 ISO 5438-1985 ‘Acid-grade and ceramic-grade fluorspar — Determination of silica
content — Reduced molybdosilicate spectrometric method’, published by 1SO.

Terminology and conventions. The text of the international standard has been approved as suitable for publication as a
British Standard without deviation. Some terminology and certain conventions are not identical with those used in British
Standards; attention is drawn especially to the following.

The comma has been used as a decimal marker. In British Standards it is current practice to use a full point on the baseline
as the decimal marker.

In British Standards it is current practice to use the symbol ‘L’ for litre {and in its submultiples) rather than ‘I".

tn British Standards it is current practice to use the spelling ‘sulphur’ etc., instead of ‘sulfur’ etc.

Wherever the words ‘International Standard’ appear, referring to this standard, they should be read as ‘Part of BS 5659’.
Cross-reference

International standard Corresponding British Standard

1SO 4282-1977 BS 5659 Methods of test for acid-grade fluorspar
Part 2 : 1979 Determination of loss in mass at 105 °C
(Identical)

The Technical Committee has reviewed the provisions of 1ISO 565, to which reference is made in 7.1, and has decided that

they are acceptable for use in conjunction with this Part of BS 5659. A related British Standard for 1SO 565 is BS 410

‘Specification for test sieves’. .
Additional information. With reference to clause 4, water complying with BS 3978 ‘Water for laboratory use’ is suitable.

In 4.9 the term ‘quartz’ is used to describe a pure chemical compound. In the United Kingdom it is described by the

term ‘silica’.

This standard prescribes a method of test only and should not be referred to as a specification defining limits of purity.

Reference to the standard should indicate that the method of test used is in accordance with BS 5659 : Part 7.

Compliance with a British Standard does not of itself confer immunity from legal obligations.
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British Standard Methods of test for

Acid-grade fluorspar

Part 7. Determination of silica content

1 Scope and field of application

This International Standard specifies a reduced molybdosilicate
spectrometric method for the determination of the silica con-
tent of acid-grade and ceramic-grade fluorspar.

The method is applicable to products having silica contents, ex-
pressed as SiO,, in the range 0,05 to 4,0 % (m/m).

2 References

ISO 5656, Test sieves — Woven metal wire cloth, perforated
plate and electroformed sheet — Nominal sizes of openings.

ISO 4282, Acid grade fluorspar — Determination of loss in
mass at 106 °C.

3 Principle

Decomposition of a test portion by fusion with sodium car-
bonate and subsequent acidification with hydrochloric acid in
the presence of boric acid to complex fiuoride. Formation of
the molybdosilicic acid and selective reduction to the blue
molybdosilicic acid complex with addition of tartaric acid to
prevent interference from phosphate.

Spectrometric measurement of the coloured complex at the
wavelength of maximum absorption (about 795 nmj.

4 Reagents

During the analysis, use only reagents of recognized analytical

grade and only distilled water or water of equivalent purity. All
the reagents shall have very low silica contents.

4.1 Sodium carbonate, anhydrous.

4.2 Boric acid, 40 g/I solution.

4.3 Hydrochloric acid solution, ¢{HCl) = 7 mol/l.
4.4 Sulfuric acid solution, c{1/2 H,SO,) = 7 mol/I.
4.5 Sulfuric acid solution, c(1/2 H,S04) = 18 mol/l.

4.6 Molybdate solution, equivalent to 55 g of Mo per litre.

Dissolve 28 g of sodium molybdate dihydrate
{NasMo04-2H,0) in 150 ml of water and dilute to 200 mi.

or
Dissolve 20 g of ammonium molybdate

[(NH4}gMo0;094:4H50] in 150 ml of water and dilute to
200 mi.

Store the solution in a bottle (5.3) and discard if a precipitate

appears in the solution.

4.7 Tartaric acid, 100 g/| solution.

4.8 Ascorbic acid, 20 g/| solution.

Prepare this solution on the day of use.

Documents

rﬁ


http://www.avadocuments.com/doc/bs-5659-7-1987
http://www.avadocuments.com/doc/bs-5659-7-1987

