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BRIEF HISTORY

I'he 15O Recommendation R 249, Determination of dirt in raw natural rubber, was drawn up by Technical Committee
ISUTC 43 Rubber, the Secretariat of which is held by the British Standards Institution (BSI).

Work on this question led to the adoption of Draft ISO Recommendation No. 342, which was circulated to all the
1SO Member Bodies for inquiry in December 1959, It was approved, subject to a few modifications of an editorial nature, by
22 Mdmber Bodics. One Membet Body opposed the approval of the Draft (Ltaly).

This Draft {SO Recommendation was then submitted by correspondence to the 1SO Council, which decideduto) acedpt
itas an ISO RFCOMMENDATION.

BRIEF HISTORY RELATIVE TO THE 2nd, EDITION

During the 13th meeting of [SO/TC 45 held at Budapest in 4965, it was proposed to revise ISO Recommen-
dation R 249 in view of some of its weaknesses. Draft ISO Regémimendation No. 1406 was adopted to this|effect,
and if was circulated to the Members of ISO/TC 45 and to all the {SO Member Bodies for enquiry in July 1P68.

It wak approved, subject to a few modifications of an editorial nature, by the following Member Bodies :

Australia Germany Poland

Austria Hungary Sweden

Brazil India Switzerland
Canada [ran Thailand

Ceylon [srael U.AR.
Colombia Italy United Kingdom
Czechoslovakia Netherlands U.S.A.

France New Zealand U.S.S.R.

No Member Body epposed the approval of the Draft.

This Draft 1IS@/R&commendation was then submitted by correspondence to the ISO Council, which decided
to acgept it as the sécond edition of ISO Recommendation R 249, under the modified title : Raw natural riypber —

Detefminationofdirt.

Thisssecond edition cancels and replaces the first edition of 1SO Recommendation R 249.
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RAW NATURAL RUBBER
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2.1

2.2

2.3

3. APPA

3.1

DETERMINATION OF DIRT

SO Recommendation describes a method for the determidation of dirt contained in raw natural rubb
applicable to dirt present as surface contamination. Imorder that the method will give a satisfactory
w rubber should be sampled in accordance with ISO-Recommendation R 250, Sampling of raw naturd

",

LENTS
Xvlene or white spirit.

Petroleum spirit, boiling rangé 60 to 80 °C.

Rubber peptising agent/ such as xylyl mercaptan.

RATUS

Copicalflask, stoppered, capacity 250 to 500 ml.

3.2

3.3

3.4

Stortwirtordersertoptioma:
. 1o)
Thermometer, reading to 150 "C.

Means for heating the conical flask and its contents (see Note in clause 4.2).

roit
esult
!

Sieve, nominal aperture 45 um, of non-corrodible wire gauze, preferably stainless steel, complying with
ISO Recommendation R 565, Woven wire cloth and perforated plates in test sieves - Nominal sizes of

apertures.

The wire gauze should be mounted across the end of a metal tube about 25 mm diameter and 10 to 30 mm
long. The sieve should be constructed in such a way that the gauze is free from distortion and is protected

from accidental damage (see the Figure).
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4.

O ISG/R 2491971 (L

PROCEDURE

4.1

Preparation of the test sarmpic

Weigh the piece of rabber trom the saniple
the nip of a laboratory mili to 1.

oL or Ui strips toars the oose sheets 1 e aeares

it endways to the mill for the iext pas
in the rubbey ool the vubber and weigh again to the neasrest o [y

Record the mass of the rubber betore and atter mithie 1 These values are required Tater tor thie calvalotion

S and the toll tevpersiure to 760y 70 and homogenize the rubbei
by passing it ten times between the volls. which should preferably be munining ar an even speed. hut mav hav
a friction ratw not exceeding 14 1 As the rubber passes through the null roll it meo & evinuder and peesens

Ui Set ;

Collect suy solid marter parting from the mass and re msorporate o ;

O VOIATIT et T SToTe T TOeT T aft @t g oo ey eSS T HTeT TeSUE < it e CarTied of
immediately

Determination

From the homogenized tost saiiple tike about 30 ¢ and pass it twice between the coldrolls of a la
mith the nip of the roll Beme set at 05 5 00 oy by means of a lead strip.

tmmediately wergh @ rost portion o oo 20 gt edean” rubbers of low. dirt content, a 20 g tg
is recommended. For beavily vontannnated rubbers. a sialle test portionus_preferable.)

Cut the test portion into peces each weghing aboat o and drop eachipiece separately into 150 ¢

of xylene or white spirn (2 1) conitamed i comwal flask (3.1). Addl g of the rubber peptising ag

Heuat the flash und i contents ar 125 o 130 70 apnd g smooth solution is obtained. or stoppe
R N N \ [P .
and stand 1or several hots ot fown tanpeiatuie betore heaging at 125 to 130 C. A short air ¢
may be fitied dovog the heatug b desired

i

Tas advantageoas fo agnate the Hash occastoaally Sgrs e standing and heating periods.

NOTTE. T'o numimize the formienon of geb wnd contadGiicnt hinaoon difficulties, apparatus and conditions
catuse {ocul overbieating shodd not be useds oot mfrarod famps woccommended

cve s whineh v veon
to the nearest 91 mg. retining theedk of the dot m the conical ask. Wash the flask and s
dirt with hot rubber solvent until(the rubber has been completelv removed. again retaining the
dirt in the comical flask - About 100 ) of hot sobvent are normailhy reaoired Tor etfective washy
the later siages of the washimg\vperation rinse the dirt from the tlask into the sieve. Loosen an
adhering to the flask with(a elass tod.

When the rubber s completely dissobed decunt the sobaion thioagh e s

[t is essential to remave.any gelled rubber which will oot pass through the sieve. This mayv be .
by either

(¢) gently betshing the underside of the gauze with a sinall sable brush while hot solvent rem
the sieved or

(h)  standing the sicve 1 a beaker containing about 10 nun depth or tohuence and gently boilir
Lhour.

Wash the sieve twice with petroleum spirit (2.2) and dry at about 100 “C for 30 minutes.

boratory

st portion

o 250 ml
ent (2.3).

the flask
ondenser

hich vcan

retarnied :
bk of
g Darmy

[ e i
cotirhisiied
Lins in

o for

The dirt on (1€ sicve atlel drying should be 1oose. and apait irom TbTOnS matier. [‘[CL‘»HO\\HQJ‘

be readily distodged from the filter cloth. If this s not so, the sicve should be treated with boiling toluene.
If gelled rubber still remains, the determination should be ubandoned and a repeat determination carried

out.
Cool in a desiccator and weigh to the nearest 0.1 mg.
At all stages the sieve should be handled caretully, it should be inspected after each determinati

4 microscope. If noticeable distortion of the wire cloth has occurred it should be discarded and
by a new one.

[t should

on under
replaced
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