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1 Scope and field of %ication

This part of ISO 1388 specifies a
determination of the methanol contel
use.

ometric method for the
ethanol for industrial

The method is applicable to products hav methanol con-

tents between 0,01 and 0,20 % (V/V).

*

This document should be read in conjunction WE&O 1388/1

(see the annex). Q
<.
)

2 Principle

Conversion of the methanol present in a test portion to for-
maldehyde by oxidation with a solution of potassium per-
manganate in phosphoric acid. Reaction of the formaldehyde
formed with chromotropic acid.

Photometric measurement of the violet coloration obtained at a
wavelength of about 570 nm.

3 Reagents

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

3.1 Potassium solution

phosphoric acid.

permanganate, 30 g/l

Dissolve 3 g of potassium permanganate in a little water, add
15,5 ml of orthophosphoric acid solution, ¢ 1,69 g/ml, dilute to
100 ml with water and mix.

3.2 Disodium  disulphite  [sodium

(Na,S,05)1, 100 g/I solution.

metabisulphite

Dissolve 10 g of sodium metabisulphite in water and dilute to
100 ml.

L/.

3.3 4,5-Dihydroxynaphthalene-2,7-disulphonic acid
(chromotropic acid), solution in sulphuric acid.

3.3.1 Preparation of the solution

Dissolve 0,1 g of chromotropic acid, or its disodium salt, in
10 ml of water. Add, while cooling, 90 ml of sulphuric acid,
o approximately 1,81 g/ml, about90 % (m/m) solution, and mix.

Prepare this solution at the time of use.

If the solution causes significant coloration during colour
development of the compensation solution (5.3.1) or the blank
test solution (5.2), purify the chromotropic acid, or its disodium
salt, in accordance with the procedure specified in 3.3.2.

@53.3.2 Purification of the chromotropic acid

Ilve about 10 g of chromotropic acid, or its disodium salt,
| of water. If the disodium salt is used, add, while cool-
| of sulphuric acid, ¢ approximately 1,84 g/ml, to con-

vert i e free acid. Add 50 ml of methanol, heat just to boil-
ing an r through a sintered glass filter funnel, porosity
grade P 1

Add 100 mi (éopan—zol to the solution to precipitate the
chromotropic ac@ﬁollect the precipitate on a sintered glass
filter funnel, pordSity grade P 10, and wash it with small por-
tions of propan-2-o w to dry, initially in air, and finally in a
desiccator over sulgﬁb acid, o approximately 1,84 g/ml,
about 98 % (m/m) solutiggf\as desiccant.

If, after purification, the bl&est solution is still coloured,
reject the chromotropic acid.

3.4 Methanol, standard solution corresponding to 0,05 %
(V/V) of methanol.

Place 1,00 mi of absolute methanol in a 250 ml one-mark
volumetric flask, add a quantity of methanol-free ethanol cor-
responding to 99 ml of anhydrous ethanol, dilute to the mark
with water and mix.

* See IS0 4793, Laboratory sintered (fritted) filters — Porosity grading, classification and designation.



