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[ISO title: Acid-grade fluorspar — Determination of flotation agents]

Méthodes d’essai des spaths fluor pour la fabrication de I'acide fluorhydrique
Partie 1. Détermination des agents de flotation

Prifverfahren fiir Fluorspate zur Herstellung von Fluorwasserstoffsaure
Teil 1. Bestimmung der Flotierungsmittel

National foreword

This British Standard has been prepared under the direction of the Chemicals Standards Committee in order to provide
methods for the analysis of acid-grade fluorspar. For some years the United Kingdom has participated in the work of
preparing methods of test applicable to this material, organized by Sub-committee 10 (formerly WG 17), Fluorides and
related compounds, of Technical Committee 47 ‘Chemistry’ of the International Organization for Standardization {ISO).
As international agreement is reached on the methods, it is proposed to publish them as Parts of this British Standard.

This Part is identical with 1SO 3703 ‘Acid-grade fluorspar — Determination of flotation agents’.

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

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

Where the words ‘International Standard’ appear, referring to this standard, they should be interpreted as ‘British
Standard’.

Cross references
The following international standard is referred to in the text.

International standard Corresponding British Standard

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

The other international standards listed in the annex are for information only. A corresponding British Standard is listed
below.

International standard Carresponding British Standard

1ISO 4284 - 1978 BS 5659 Methods of test for acid-grade fluorspar
Part 3 : 1979 Determination of sulphide content
(1dentical}

The following international standards referred to in the annex are to be published in due course and it is expected to
issue them as Parts of this British Standard:

1ISO 4283, 1SO 5437, 1SO 5438, 1SO 5439.
Additional information
Water. Water complying with the requirements of clause 4 is specified in BS 3978 ‘Water for laboratory use’.

Hydrochloric acid, p approximately 1.18 g/ml, about 36 % (m/m) solution, which is the corresponding reagent normally
obtainable in the United Kingdom, is suitable for use in place of the solution specified in 4.1.
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1 SCOPE AND FIELD OF APPLICATION

This International Standard specifies a gravimetric method
for the determination of the amount of flotation agents
adhering to acid-grade fluorspar. The method is applicable
to materials which have been subjected to a flotation
process and which have flotation agent contents equal to or
greater than 0,002 % (m/m) of the dried material.

2 REFERENCE

ISO 4282, Acid-grade fluorspar — Determination of loss in
mass at 105 °C. D)

3 PRINCIPLE

Treatment of a test portion with a mixture of dilute
hydrochloric acid and an organic solvent. Removal of the
insoluble fluorspar by filtration under vacuum. Separation
of the organic phase containing the flotation agent,
evaporation of the solvent and weighing of the residue.

4 REAGENTS

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

4.1 Hydrochloric acid, o approximately 1,19 g/ml, about
38 % (m/m) solution.

4.2 Soilvent: 1,12-trichlorotrifluoroethane, re-distilled.

5 APPARATUS

Ordinary laboratory apparatus and

5.1 Vacuum filtration apparatus, comprising a Buchner

1) At present at the stage of draft.
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funnel, diameter 120 mm, with suitable filter paper, and a
Biichner flask, capacity 1 000 mi,

6.2 Separating funnel, capacity 1 000 ml.

5.3 Mechanical stirrer, powered by an electric motor and
fitted with a 40 mm diameter paddle.

6 PROCEDURE

6.1 Test portion

Weigh into a 1 000 ml beaker, to the nearest 0,1 g, 500 g of
the laboratory sample, dried according to the method
specified for filter cakes in 1SO 4282.

6.2 Determination

Add 300 ml of water, 20 ml of the hydrochloric acid
solution (4.1) and 200 ml of the solvent {4.2) to the beaker
containing the test portion {6.1). Stir vigorously for 30 min
using the stirrer (5.3). Filter on the vacuum filtration appar-
atus (5.1) and wash the residue with a total volume of
100 mt of the solvent (4.2), added in small portions.
Transfer the filtrate, which consists of two phases, from the
Blchner flask (5.1) to the separating funnel (5.2) and rinse
the flask with a small portion of the solvent (4.2). Draw off
the lower phase, passing the liquid through a filter paper in
order to remove water from the solvent, and collect itina
flat porcelain dish. Place the dish on a steam bath and
evaporate the solvent in a fume cupboard to a volume of a
few millilitres. Transfer the residue quantitatively to a
beaker, capacity about 50 ml, previously dried at about
100 °C, cooled in a desiccator and weighed to the nearest
0,001 g. Rinse the dish carefuily with the solvent (4.2},
place the beaker on the steam bath, evaporate to dryness,
cool in a desiccator and weigh to the nearest 0,001 g.
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