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INTERNATIONAL STANDARD

ISO 5372-1978 (E)

Condensed phosphates for industrial use (including
foodstuffs) — Determination of arsenic content —
Silver diethyldithiocarbamate photometric method

1 SCOPH AND FIELD OF APPLICATION

This International Standard specifies a silver diethyldithio-
carbamateg photometric method for the determination of
the arseni¢ content of condensed phosphates for industrial
use (includling foodstuffs).

The methpd is applicable to products having arsenic (As)
contents gqual to or greater than 0,2 mg/kg.

2 REFERENCE

ISO 2590 General method for the determination of
arsenic + Silver diethyldithiocarbamate photometric
method.

3 PRINQIPLE

Dissolution of a test portion, acidification with:-hydro-
chloric 4cid solution and oxidation with\_potassium
bromide-qromate solution, followed by - hydrolysis.
Determingtion of arsenic in accordance. with the general
method (see 1SO 2590, clause 3).

4 REAGENTS
The reagepts listed in clause 4 of 1SO 2590 and

4.9 Potdassium  bromide-bromate solution, approxi-
mately 2 N.
Dissolve P0-g ‘of potassium bromide (KBr) and 5,20 g of

potassiumn
transfer the solution obtained to a 100 one-mark
volumetric flask, dilute to the mark and mix.

5 APPARATUS
See 1SO 2590, clause 5.

6 PROCEDURE
WARNING — See ISO 2590, clause 6.

6.1 Test portion

Weigh, to the nearest 0,001 g, about 5 g of the test sample.

6.2 Preparation of the test solution

6.2.1
As, introduce it into thé conical flask
apparatus (5.1). Add 20 ml of water and

If the test portion (6.1).contains from 1 to 20 pg of

(5.1.1) of the
the quantity of

the hydrochloric acid“solution (4.1) necesgary to obtain a
solution of pH 4. Dilute to about 30 ml anjd add 12 mi of

the hydrochloric “acid solution (4.1) an|

potassium hromide-bromate solution (4.

1 ml of the
. Fit a reflux

condenser{to“the flask and boil the solutjon for 20 min;

continug heating the solution on a boiling
the bromine is completely eliminated. Cool

6.2.2
As, introduce it into a conical flask havin

Wwater bath until
the solution.

If the test portion (6.1) contains mofe than 20 ug of

j a ground glass

neck and of suitable capacity. Dissolve irl approximately
20 ml of water and add the hydrochlioric ac|d solution (4.1)
so as to obtain a solution of pH approximately 4. Add a

further 10 ml of the hydrochloric acid so
1 ml of the potassium bromide-bromate so

ution (4.1) and
ution (4.9). Fit

a reflux condenser having a ground glass jgint to the flask

and boil the solution for 20 min; conti
solution on a boiling water bath until

ue heating the
he bromine is

completely eliminated. Cool, transfer qudntitatively to a

100 ml one-mark volumetric flask, dilute
mix.

o the mark and

Take an aliquot portion of accurately kngwn volume not
exceeding 30 ml and containing 1 to 2Qpug of As, and
introduce it into the conical flask (5.1.1) ¢f the apparatus
(5.1). Dilute to 30 ml, if necessary, and adld 10 ml of the
hydrochloric acid solution (4.1). The resulting solution
should have an acidity of 3N to 4 N.

le $taot
TIesSt

See 1SO 2590, sub-clause 6.2.

6.4 Preparation of the calibration graph
See 1SO 2590, sub-clause 6.3.

6.5 Determination

To the test solution (6.2.1 or 6.2.2), contained in the
conical flask (5.1.1), add 2 ml of the potassium iodide
solution (4.6) and 2 ml of the tin(ll) chloride solution
(4.7); swirl and allow to stand for 15 min. Continue in
accordance with the procedure specified in 1SO 2590,
sub-clause 6.3.1, starting from the third paragraph (‘‘Place
a little of the absorbent cotton wool . . .”).
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