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Foreword

ISO (the International Organization for Standardization) is a worldwide
federation of national standards bodies (ISO member bodies). The work
of preparing International Standards is normally carried out through ISO
technical committees. Each member body interested in a subject for
which a technical committee has been established has the right to be
represented on that committee. International organizations, govern-
mental and non-governmental, in liaison with ISO, also take part in the
work. ISO collaborates closely with the International Electrotechnical
Commission (IEC) on all matters of electrotechnical standardization.

Draft International Standards adopted by the technical committees are
circulated to the member bodies for voting. Publication as an Inter-
national Standard requires approval by at least 75 % of the member
bodies casting a vote.

International Standard ISO 9503 was prepared by Technical Committee
ISO/TC 175, Fluorspar.

© 1SO 1991

All rights reserved. No part of this publication may be reproduced or utilized in any form
or by any means, electronic or mechanical, including photocopying and microfilm, without
permission in writing from the publisher.

International Organization for Standardization
Case Postale 56 ® CH-1211 Genéve 20 ® Switzerland

Printed in Switzerland

Documents

Document Sharing Hub
i

Full document details: ISO 9503-1991


http://www.avadocuments.com/doc/iso-9503-1991
http://www.avadocuments.com/doc/iso-9503-1991

INTERNATIONAL STANDARD

ISO 9503:1991(E)

Metallurgical-grade fluorspar — Determination of available
fluorine content — Modified Willard-Winter method

1 Scope

This International Standard specifies a modified
Willard-Winter method for the determination of the
available fluorine content of metallurgical-grade
fluorspar.

2 Normative references

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

ISO 565:1990, Test sieves — Metal wire cloth, perfor-
ated metal plate and electroformed sheet — Nominal
sizes of openings.

ISO 8868:1989, Fluorspar — Sampling and sample
preparation.

3 Principle

Perchloric acid is added to a test portion of the
sample and the test portion is subjected to steam
distillation. After fluorine has been separated, the
solution is titrated with standard thorium nitrate
solution to determine the available fluorine.

4 Reagents

During the analysis, use only reagents of recognized
analytical grade and only distilled water, or water
of equivalent purity.
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4.1 Perchloric acid, p approximately 1,54 g/ml,
about 60 % (m/m) solution.

WARNING — Perchloric acid vapour may cause ex-
plosions in the presence of ammonia, nitrous fumes
or organic matter in general.

4.2 Sodium alizarinsulfonate, 0,5 g/| solution.

Dissolve 0,05 g of sodium alizarinsulfonate in water
and dilute to 100 ml.

4.3 Sodium hydroxide, 4 g/I solution.

4.4 Hydrochloric acid, diluted 1 + 200.

Dilute 1 volume of hydrochloric acid, p approxi-
mately 1,19 g/ml, about 36 % (m/m) solution, with
200 volumes of water.

4.5 Buffer solution, pH 3.

Dissolve 9,45 g of monochloroacetic acid in a cold
solution of 2,0 g of sodium hydroxide (as NaOH
100 %) in about 50 ml of water and dilute with water
to 100 ml.

The pH of the buffer solution shall be checked regu-
larly and carefully readjusted if necessary.

4.6 Sodium fluoride, primary standard substance.

4.7 Thorium nitrate, standard volumetric solution,
c[Th(NO,),.4H,0] = 0,025 mol/I.

Dissolve about 14 g of thorium nitrate tetrahydrate
[Th(NO,),.4H,0] in 1 000 ml of water. To overcome
any tendency to ageing, allow the solution to stand
for one week and then pass it through a filter to give
a clear filtrate. Prior to using it, determine the
equivalent of the clear filtrate to calcium fluoride by
the following procedure. Dry the proper amount of
sodium fluoride (4.6) in a platinum crucible at
500 °C to 550 °C for 40 min to 50 min, and allow to
cool in an H,80, desiccator. Treat the sodium fluor-
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