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Thik method may be used for the determination of products other.than free fatty acids, soluble in hexane (unsa-
ifiable + unsaponified matter), and those which can be saponified (unsaponified saponifiable matter).

por
Thd

3. PRI

Exfraction of matter soluble in hexane, and-titration by means of potassium hydroxide of the free fatty acids
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4.4

4.5

4.6

ISO Recommendation describes a method for the determination of the content'of unsaponifiable qnd
ponified matter in commercial soaps, excluding compound products.

method is not applicable to soaps enriched with sterols ‘erlong chain alcohols, nor to soaps containing perfume.

onification of products soluble in hexane neutralized in this way and extraction of the unsaponifiable matter

.1 Ethanol fre€ from carbon dioxide, neutralized hot by means of the ethanolic solution of potassiuh
hydroxide/(4.4) with phenolphthalein as indicator.

.2 Sodium hydrogen carbonate, solution of 1 g of sodium hydrogen carbonate per 100 ml of distilled water.

.3~ n-Hexane, technical grade or, failing this, light petroleum distilling at a temperature between 40 arrd 60 °C,
——witha-brominemumbertessthantand-frecfromresiducs

Potassium hydroxide, 0.1 N standard volumetric solution in ethanol.
Potassium hydroxide, 2 N reagent solution in ethanol.

Phenolphthalein solution of 1 g in 100 ml of 95 %, (V/V) ethanol.
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5. APPARATUS
Usual laboratory apparatus, and in particular

5.1 Beaker, 250 ml.
5.2 Separating funnels, 50 and 250 ml.
5.3 Round-bottomed flasks, 100 ml and 250 ml.

5.4 Reflux condenser.

5.5  Microburette, 2 ml.
5.6 Pipette, 10 ml.

5.1 Analytical balance.

6. PROCEDURE

6.1 Test portion

Weigh, to the nearest 0.001 g, about 5 g of finely grated soap intg the 250 ml beaker.
6.2 Determination

Add to the test portion 50 mi of neutralized ethanol{(4.4) and 50 ml of sodium hydrogen carbonatg¢
solution (4.2). Dissolve the soap by heating, without exceeding 70 °C.

After the soap is completely dissolved, allow the“solution to cool; transfer the whole of the solutior]
quantitatively into the 250 ml separating funnel, rinsing the beaker several times with a mixture of
equal volumes of neutralized ethanol (4,1)\and sodium hydrogen carbonate solution (4.2), and extrict
three times stirring carefully, each time using 50 ml of hexane (4.3). Combine the extracts, filter them
if necessary, and wash them until neutral to phenolphthalein, using for each wash 50 ml of a mixtufe of
equal volumes of neutralized ethanel (4.1) and water, Normally three washings are sufficient. Trangfer
the solution quantitatively to the 250 ml flask, which has been tared. Distil the major part of the h¢xane
(4.3), then dry the residuetapidly at 103 + 2 °C until the difference between two successive weighings,
separated by a period in{ the'oven of 5 minutes, is less than 2 mg. Let this mass be M, .

Dissolve the residue.in‘a few millilitres of neutralized ethanol (4.1). Using the microburette, titrate the
free acidity with the ethanolic solution of potassium hydroxide (4.4), using phenolphthalein (4.6)
indicator, unfilthe solution turns pink. Note the volume V of this solution, used for the titration.

173

Add 10 mlof the ethanolic solution of potassium hydroxide (4.5). Bring the solution to boiling pojnt
and boilit under the reflux condenser for 30 minutes. Then add a volume of water equal to the voljime
of the solution and transfer the solution quantitatively into the 50 ml separating funnel, using a fey
millilitres of a mixture of equal volumes of neutralized ethanol (4.1) and water to rinse the flask. Extract
three times, each time using 10 ml of hexane (4.3). Combine the extracts and wash them until neutral

to phenolphihalein, using 10T each wasti 10 ml of a mixture of equal volumes of neutralized ethanoi (4.1)
and water. Normally three washings are sufficient.

Transfer the solution quantitatively into the 100 ml flask. Distil the major part of the hexane and dry the
residue rapidly at 103 £ 2 °C, until the difference between two consecutive weighings, separated by a
period in the oven of 5 minutes, is less than 2 mg. Let this mass be M, .
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