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EXPLANATORY MEMORANDIM

In the context of:akpeopte s Europe, the Commission  attaches -

-great importance to. sampllfying and clarifying .Community law so
.as .to make it clearer and more accessibie to ‘the ordinary
‘citizen, thus givtng him. new opportunities and the chance to

make use of the speciflc rlghts it gives him.

Thls aim cannot be "achieved so Iong aS'-numerous provisions
which . have - been amended several times, often quite

‘substantially, remain scattered; so that they must be sought

partly in the ortglnal .instrument and partly in later amending
ones. Considerable research ‘work; compar ing - many different.
instruments |s thus : needed to ldentlfy the current rules.

For thIS reason a consolldatlon of rules that have frequently
been amended is essential if COmmunlty law is to be clear and
transparent. ' :

By its decision of 1 April 1987 the Commission instructed its -

departments to..produce -a formal consolidated version of
legislative instruments no later than after their tenth -

amendment, but made it clear 'that this was . a minimum

requirement, and that in -the |nterests of claraty and of the

‘ready comprehension of Community law, an effort should be made
by each department to.ednSolidate the instruments for whlch it

is responsible at more frequent |ntervals

The attached proposal of the Cbmmission for a consolidatlon of -
Council Directive 72/276/EEC on the approximatlon of the laws

of the Member States relating to certain methods for the -
quantltative analysis of binary textile fibre mixtures has been
drafted in accordance with the fundamental principles agreed by
Council, Parliament and the Commlssion in 1974; it aims at’
legisiative consolidation: the exlstlng Directives would be
repiaced by one new one, which would leave their 'substance
untouched but would assemble them into a single text, with only

the formal amendments requ|red by the operation itseif. This
codified text will serve as the baS|s for future legislative

. developments in this: field.

As in the,past the_text supplied here.ls'eollatedﬂfrom the

‘origtnal Directives as published in the Official Journal; the

use of photocopies means' that any improvements to ‘the wording
are immediately identifiable. The oid numbering of the

‘Articles has been retained in the margin for -ease of reference,

the new numbering being entered above the Articles: Annex 1V

~cohtains a concordance table relating the old system of

numbering to the new. In order to preserve the dates for
transposal of all.- the Directives concerned, a new Annex
(Annex 111, part B) lists the deadline for implementation of
each of the Directives now being repealed. S -

~



COUNCIL DIRECTIVE 72/276/EEC'
of 17 July 1972
. on the approxlmation of the laws of the ‘Member States
relating to certain methods for the quantitative analysis
of blnary textlle flbre mlxtures : *

(04 No L 173, 31.07,1972. p. 1

modified by Directives -
'79/76/EEC° (0J n° L 17, 24.01.1979, p. 17)
. 81/75/EEC  (0J n° L 57, 4.03.1981, p. 23)
'87/1B4/EEC (0J n° L 75, 17,03.1987, p. 21)
modified by Acts of Accession
of Greece (0J n' L 291, 19.11.1979, p. 108)

of Spain and Portugal (JO n* L 302, 15.11.1985, p. 218)



- : R Proposat for a . .
EUROPEAN PARLIAMENT AND COUNCIL DIRECTIVE

" on certam methods for the quantltatlve analysusz
’ of binary textile flbre mlxtures

THE' EUROPEAN PARL IAMENT AND THE COUNCIL OF THE EUROPEAN UNION,

" Havmg regatd (o the _Trcaly cs(abl:shmg thc Europczn ‘, .A _
. Community., and in partlcular Art.cle IOOa
- thereof, : _

Having regard 0 the pro.pbs.a'l ffo'-f; the ﬂgo@migs?pjn;; ‘

Havmg rcgard of (hc opinion of thc Ecanomic and Socual ’
Commmec (1) R

f . .
A .

1) Whereds Council Dirsctive 72/27s/a:c of 17 July 1972 on the
opproximotlon of the lon of tho M«uber Stotes relating to
cortaln methods for the quontltetlve onuly:ls of binary

toxtile fibre nixture-(Z). as-last amended by Diregtive 87/184/EEC(3)
has been amended frequentLy and suostanhally, whereas for - ‘reasons |

of clarity and - ratwnal'ity the sa1d D1rect1ve shoul.d be“‘
- vconsohdated .

,'.'

<)) OJ No C

(2 O No L 173, 31.7. 1972, [ 1.
- (3) OJ“No.L 75, 17.3.1987 p. 21,
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2)  dhereas ‘European Parliament and
Council Directive .../...[EC of ....... 19.. .
' oN textile names () 1. 87/1B4/EEC
: requires labelling to indi- . (adapted)
cate the nature of the fibres in textile products, checks on
the conformity of these . products with the indications
given on the label being carried out by analysis;

3).  Whereas the mcthods used for official tests in the i 2. | 72/276/€EC
Member States to determine the fibre composition of
textile products should be uniform, as regards both
the pre-treatment of the sample and its quantitative
analysis; ‘

4) Whereas ——— Directive .../.../EC provides 3. 72/276 [EEC
“that the sampling and analysing methods to be used ’ (adapted)
_in all Membcr States for. the purpose of determining P

the fibre composition of products will be specified in
- separate directives;
whereas therefore
Annex II ©of thisDirective.

lﬁys down 15

I uniform methods. of analysis "for' most of the textile _ 2. 87/184 /EEC
products -composed of binary mixtures that are on the (adapted)
_ma_rkct;_ .

5) Whereas devclopments in technology necessitate - 5. 12/276/ EECI

frequent adapration of the technical specifications
defined in the separate directives on methods of
textle analysis; whereas, in order to fadlitate the
implementation of measures required to that effect, a

procedure should be laid down establishing, within 2
.Committee for the Adapration of Mcthods of Textle

- Analysis to Developments in Technology, dose
cooperation berween Meriber “States and  the
Commission; -~ - : :

6)¢Xhms, in the case of binary mixtures for which

ere is no uniform method of analysis at

Community level, the laboratory responsible for the 6. 72/276/EEC
test may determine the composition of such mixtures
using any valid method at its disposal, indicating in
the analysis report the result obtained and, in so far
as ‘this 15 known, the degree of accuracy of the
method used;

7) Whereas the provisions of this Directive are in accordance :
with the opinion of the Committee for Directives relating 5. | 87/184/EEC
to Textile Names and Labelling; :

(1) 0J No L ' ‘ . P.
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, ?Ihereos this Directive must not affect the obligations
" of the Me‘mBer Stotes concerning the deadlines for
lrdnlsposal of the Directives set out in Annex 111,

port B.

h



Article 1

This Directive concerns methods for the quantitative
analysis of certain binary textile fibre mixtures,
including the preparation of test samples and test
speamens.

| Artide 2

“Test sample’ means a s:mplé_ of a suicable size for
analysis, taken from laboratory bulk sagupls in tum
taken from a batch of articles for analysis.

“Test specimen’ means that part of the test sample
required to give an individual test resule.

Article 3

Member States shall take all necessary steps to
cnsure that, in accordance with the Directive
_./_,'[ £C , the provisions in Anncxes [ and 11 on
methods for the "quantitative analysis of certain
binary mixtures, including the preparation of test
szmples and test specimens, are applied in all official
tests to determine the composition of textile products
put on the marker. '

Article 4

.Any laboratory responsible for the testing of binary
mixtures for which there is no uniform method of
analysis at Community level shall determine the
composition of such mixtures by using any valid
method at its disposal, indicadng in the analysis
report the result obtained and, in so far as this is
known, the degree of accuracy of the method used.

Article § '

1. A Committee for the Adaptation of Methods oi

Textile Analysis ‘to Developments in Techrnology .

(hereinafter called the 'Committee') is hereby
- set up; it shall consist of representatives of
the Member States with a representative of the
Commission as chairman.

2. The Commission shall adopt its own rules of - -
procedure.

3. Adapaations to technological developments in
the methods of quantitative analysis provided for in
Annex [l shall be made in accordance with the
procedure laid down in Article 6.

P I

72/276/EEC

(adapted)
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~1. Where the procedure laid down in this Article is
invoked mattcrs shall be refeered o the Comaittee

by its ¢ hairman, cither on his own initianive or 2t the
request of the representarive of 2 Member State” »97 -«

. 2 The representative of the Commission shall
submit t6 the Committe¢ a.draft of . the measures 10~
be adopted. The Committec sha!l deliver its opinion -
on the draft within a time limit set by the: ¢hairman
having regard to the urgency of the matter. Opmnons .
shall be delivered by a malont) of 54 \otcs, the -

72/276/EEC
(adapted) -

ACt. . of Accession

votes of the Member States bcmg “c:ghrcd as‘
provadcd in Article 148 (2) of thc Treatv :

The Chairman slmll not vote.

3. {a)-The Commission shal adopt th-. mcasures
cnvls:gcd where they are in accordance \\.;h
the opidion of the. Commmcc

(b) Whee the measures emxsagcd 2fe not .in o
‘accordance with the opinion of the Com-’
micee, or if no opinjon is delivered, the. Com-
mission shall without delay. propose-to.. thc .-
- Coundil the measures to be adopted.

" The Oouncil shall act by a qualified majo:irv.

(c) If, wizhin three months of the proposal being -
submiired to it, the Council has not acred, the
proposed measures shall be adopted by the
Commission.

Article 7
Member Statcs shall ensure that the texes of the
main provisions of national law which they adopt™in . -

t.hc field covered by this Directive are commumcatcd
. to thc Commission.

Article 8

‘The. Directives listed in Annex 111, part A
~ repealed, without' prejudice to

are
the obligations - of - the ~Member “States

concerning the deadlines for transposal set:

out in Annex Jll,_part 8.

References to the repealed Directives shall
be construed as references to. this: Directive
~ and should be read ‘in accordance with the

corretation table set out in Annex 1V,

“ES, PO
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An@k9
This Directive 15 addressed to the Member Stazes.
This Directive shall enter into force on the twentieth day

. X R ; L . 72/276/EEC
following <hat of its publication in the Official Journal of
the European Communities.

Done at Brussels,’

For the -European Pérl.i'ameht For the'Co_mciL

The President - The. Pres'ident



ANNEX I

PREPARATION OF TEST SAMPLES AND TEST SPEC]MENS TO DETERMINE THF.

. FIBRE COMPOSITION OF TF.XTILE PRODUCT S -

1. FIELD OF APPLICATION -

>

This Anncx gives proccdurcs for. obtaining Iaboratory test samples of a sun(ablc size for
pre-treatment for quantitative analysis (i.c. of a mass not exceedirig 100 g) from laboratory
bulk: samples, and for selecting test specimens from the laboratory test samples thar have
been pre-treated to remove non-fibrous matter'. .

2 DEFINIT[ONS

2.1

22

Bulk source — That quanmy of material which is judged on the basis of one series of
test results. This may comprise, for example, all the material in one delivery of cloth;
all:the cloth woven from a particular beam; a consrgnmcnt of yarn, a bale-or 2 group
of bales of raw fibre." .

Laborator'y. bulk sample — That portion of the bulk soorccktakcn to be rcprcSentatjvé of

the whole, and -which is available to the laboratory. The size and nature of ‘the '

laboratory bulk sample should be sufficient to overcome adequarely the vanablhry of
the bulk sourcc and to facnhtatc ease of handlmg in thc laboratory

BN

‘Laboratory test sample’ — “That portion of the laboratory bulk samplc that is subjected

to pre-treatment to remove non-fibrous matter, and from which test specimens are taken.
The size and nature of ‘the laboratory test sample should be sufﬂc:ent 'to overcome
adcquately the variability of the laboratory bulk samplc’ oo

Test specimen — The portion of material rcqu:rcd to gwc an- mdlv:dual test result, and
sclcctcd from thc laboratorv test sample.

. 3. PRINCIPLE

The laboratory test samplc is sclcctcd so that it is représéntative of the laboratory bulk

sample.

~The test specimens are taken from xhc laboratory tcst samplc in such a way that cach of.

“them is representative of the laboratory test samplc

4. SAMPLING FROM LOOSE FIBRES

P I I

4.1

4.2

Unorientated fibres — Obrain the laboratory test sample by selecting at random rtufts
from the laboratory bulk sample. Mix thoroughly the whole of the laboratory test sample
by means of a laboratory carder.t Subject the web or mixture, including loose fibres
and fibres adhcring to the equipment used for mixing, to pre-treatment. Then select test

-specimens; in proportion to the respective masses, from. the web or mixture, from the

loose fibres and from the flbres adhermg to the cquipment.

“if the card web remains intact after’ pre-treatment, select the test specimens in the
manner described in 4.2. If-the card web is disturbed by the pre-treatment, select each
test spccuncn by removing at random at least 16 small tufts of smtablc and approximately
“equal size and then combine them.

Orientated fibres {cards, webs, slivers, rovings) — From randomly selected parts of the
laboratory bulk sample cut not less than ten cross-sections’each of mass approximately
‘1 g. Sub]ect the laboratory test sample so formed to the pre-treatment. Recombine the
cross-sections by laying them side by:side and obtam the test specimen by cutting

. through thcm 50 as to rake a portion of cach of thc ten lengths..

In some cases it is necessary to pre- treat !.hc mdmdual test specimen.
For made-up and finished amcles see section 7: g
See 1.

The Inborntory c:rd:r may be repliced by a fibre blcndcr. or the l'lbrcs may be mlxcd by the method of luhs '
and rejects’. R .

72/276/EEC
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5. SAMPLING YARN

51

5.2

Yarn in packages or in hanks — Sample all the packages in the bulk laboratory sample..

Withdraw the appropriate continuous equal lengths from each package either .by
winding skeins of the same number of tumns on a wrap-reel,! or by some other means.
Unite the lengths side by side either as a single skein or as a tow to form the laboratory
test sample, ensuring that there are equal lengths from each package in the skein or tow.

Subject the laboratory test sample to the pre-treatment.

Take test specimens from the laboratory test sample b); cutting a bunch of threads of
equal length from the skein or tow, taking care to sec that the bunch contains all the
threads in the sample.

I the tex of the yamn is t and the number of packages selected from the laboratory bulk
sample is n, then to obtain a test sample of 10 g, the length of yarn to be withdrawn

from each package is 1—3% cm.

If nt is high, i.c. more than 2000, wind a heavier skein and cut it across in wo places
to make a tow of suitable mass. The ends of any sample in the form of a tow should

be securely tied before pre-treatment and test specimens taken from a place remote from
the tie bands.

Yarn on warp — Take the laboratory test sample by cutting a length from the end of
the warp, not less than 20 cm long and comprising all the yarns in the warp except the

- selvedge yarns, which are rejected. Tie the bunch of threads together near one end. H the

sample is too large for pre-trcatment as a whole divide it into two or more portions,
each tied together for pre-treatment, and reunite the portions after each has been pre-
treated separately. Take a test specimen by cutting a suitable length from the laboratory
test sample from the end remote from the tic band, and comprising all the threads in the

warp. For warp of N threads of tex t, the length of a specimen of mass 1 g is -L;—': cm.

6. SAMPLING FABRIC

6.1

From a laboratory bulk sample consisting of a single cutting representative of the cloth

— Cut a diagonal strip from one comer to the other and remove the selvedges. This
“strip is the laboratory test sample. To obtain a laboratory test sample of x g, the

x 104
G

strip area shall be cm?, where G is thé mass of the cloth in g/m?.

. Subject the laboratory test sample to the pre-treatment and then cut the strip-
transversely into four equal lengths and superimpose them.

Take test specimens from any part of the layered material by cutting through all the
layers so that each specimen contains an equal length of each layer.

1 1f the packages can be mounted in a convenicnt creel 2 number can be wound simultancously.

72/276/EEC
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If the fabric has a woven design, make the width of the laboratory test sample,
measured parallel to the warp direction, not less than one w'arp repeat of the design.

. I, with this condition satisfied, the laboratory test sample is too large to be treated -
as a whole, cut it into equal fparts, pre-treat them separately, and superimpose these
parts before selection of che test speamen, taking care that corresponding parts of
the design do not coincide.

6.2 From a laboratory bulk sample consisting of several curtings

— Treat each curting as described in 6.1, and give each result separately. -

7. SAMPL]N‘G MADE-UP AND FINISHED ART!CLES

" The ‘bulk laboratory sample is normaliy a complete madé-up or flmshed article or a
. rcprcscmauve fraction of one..

Where appropriate determine the percentage of the various parts of the article not having
the same fibre content, in order to check comphancc with Amcle 9 of the Dxrecnve on textile names.

Select a laboratory test s:lmple representative of the pan of the m:dc-up or finished article,:
whose composition must be shown by the label. If the article has several labels, select
laboratory test-samples representative of ‘each part con'spondmg to a-given label.

If the article whose composition is to be determined is not uniform, it may be. necmary to
select laboratory test samples from eaéch of the parts of the article and to determine the -
relative proportions of the various parts in relation to the whole article in question. N

" Then calculate the percentages taking 'uitq account the relative proportions of the sﬁmﬁled .

parts.
Subject the laboratory test sampls to the pre-treatment.

Then select & test speamcns representative of the pre-ueated laboratory test samples.

'72/276/EEC



ANNEX I

METHODS FOR QUANTITATIVE ANALYSIS OF CERTAIN BINARY FIBRE MIXTURES

1. GENERAL

Introduction

Methods for the quantitative analysis of fibre mixtures are based on two main processes, the
manual separation and the chemical separation of fibres.

The method of manual separation should be used whenever possible since it generally gives
more accurate results than the chemical method. It can be used for all textiles whose component
fibres do not form an intimate mixture, as for example in the case of yarns composed of
several elements each of which is made up of only one type of fibre, or fabrics in which the
fibre of the warp is of a different kind to that of the welt, or knitted fabrics capable of being
unravelled made up of yarns of different types. . -

In general, the methods of chemical quantitative analysis are based on the selective. solution
of the individual components. After the removal of a component the insoluble residue is
weighed, and the proportion of the soluble component is calculated from the loss in mass.
This first part of the Annex gives the information common to the analyses by this method of
all fibre mixtures dealt with in the Annex, whatever their composition. It should thus be used
in conjunction with the succeeding individual sections of the Annex, which contain the
detailed procedures applicable to particular fibre mixtures. Occasionally, an analysis is based
on a principle other than selective solution; in such cases full details are given in the appropriate
section. . :

“Mixtures of fibres during processing and, to a lesser extent, finished textiles ‘may - contain

non-fibrous matter, such as fats, waxes or dressings, or water-soluble matter, either occurring -

naturally or added to facilitate processing. Non-fibrous matter must be removed before
analysis. For this reason a2 method for removing oils, fats, waxes and water-soluble martter is
also given. : .

In addition, textiles may contain resins or other matter added to confer special properties. Such
matter, including dyestuffs in exceptional cases, may interfere with the action of the reagent on
the soluble component and/or it may be partially or completely removed by the reagent. This

type of added matter may thus cause errors and should be removed before the sample is -

analysed. If it is impossible to remove such added matter the methods for quantitative chemical
analysis given in this Annex are no longer applicable.

Dye in dyed fabrics is considered to be an integral part of the fibre and is not rcmove&.

Analyses are conducted on the basis of dry mass and a prt;ccdure is given for determining ‘dry
mass. °

The result is obtained by applying to the dry mass of each fibre the recovery factors listed in
Annex Il to the Directive on -

textile names.

Before proceeding with any analysis, all the fibres present in the mixture should have been
identified. In some methods, the insoluble component of a mixture may be partially dissolved
in the reagent used to dissolve the soluble component. Where possible, reagents have been
chosen that have fittle or no effect on the insoluble fibres. If loss in mass is known to occur
during the analysis, the result should be corrected; correction factors for-this purpose are given.

These factors have been determined in several laboratories by treating, with the appropriate
reagent as specified in the method of analysis, fibres cleaned-by the pre-treatment. These
correction factors apply only to undegraded fibres and different correction factors may be

necessary if the fibres have been degraded before or during processing. The procedures given
apply to single determinations. - ¥

At least two determinations on separate test specimens should be made, both in the case of

72/276/EEC
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" manual separation and in the case of chemical separation. For confirmation, unless technically
- impossible, it is recommended to use alternative procedures whereby the constituent thzt was -

the.residue in the standard method is dissolved out first.

I. . General mlormatron on metbods for tbe qmmtttatwe dumzcal analysis “of texule fxbre-
mixtures, . . .

- Information common to the methods gwen for the quantitative chcmn:al analysls of fibre -

mixtures.

L1 - Scope and fueld of application
The ficld .of apphcanon for each method spccnflcs to whldx flbrcs the merthod is
applxcable. . :

1.2 -Prmc:ple o o Cos

- After the ldennflcanon of the componcnts of a mixture, the non- flbrous material - is
* removed by suitable pre-treatmcnt and then one of the components, usually by selective
solution.! The insoluble: residue is weighed and the proportion of soluble component

preferable to dissolve the fibre- present in the greater proportion, thus obtaining the
fibre prcscnt in the smallcr proportion as l’CSIdI.IC

-

I3 Materials and equipment .
13.1 ~Apparatus N

1.3.1.1 Filter crucibles and weighing borttles large enough to contain sud) crucnblcs, or any othcr
_apparatus giving |dcnt|cal rcsults Co

‘1.3 1 2 ‘Vacuum flask.

13.1 3 Deslccator contalmng self-indicating silica gel

- 13.1.4 Ventilated oven for drying spccnmens at 150° £ 3 °C.j ! o /

1.3.15 Analytical bélanc:, acéuratc to 0-0002 g.

1.3.1.6 Soxhlet éxtrac_tor, or other apparatus giving identical results.

1.3.2 Reagents
1321 nght petroleum, redlsnlled boiling rangc 40 to 60 °C

“1.3.2.2. Other reagents are specified in the appropriate sections of each method. All rcagcnts used

“should be chemically pure.

¢

1.3.23 sttxlled or deionized watcr.

14 Condmomng dnd 1 testmg atmospbere

Because dry masses are determined, it is unnecwsary to condition the specimen or 10
corrduct analyses in a conditioned atmosphere.

LS Uboratory test sample _

"Take a laboratory test sample that is reprscntatlve of the laboratory bulk samplc and

suffncu:nt to’ provndc all the specimens, each of .at least 1 g, that are required.

16 Pre-treatment of laboratory test sample

'.X(’henie a subslancc not to bc taken into account in thc pcrccn(,agc calculauons (sce
rticle 12,( of the Directive on textile names) is present, it"should first be rcmoved

calculated from the loss in mass. Except where this presents technical difficulties, it is

72/276/EEC

by a suitable ¢ ethod that does not affect any of the fibre constituents.
\

L. Method 12 is an
the two compmngm‘ Hoa. Ie xs based on a determination of dlt content of a constituent :ubsunce of one of

2 Sec Annex L1

(adapted)



1.7
17.1

17.11

1.7.1.2

1.7.1.3

172

e -l

For this purpose, non-fibrous matter which can be extracted with light petroleum and
water is removed by treating the air-dry test sample in a Soxhlet extractor with light’
petroleum for 1 hour at a minimum rate of 6 cycles per hour. Allow the light pctrolcum
to evaporate from the sample, which is then extracted by direct treatment consisting in

soaking the specimen in water at room temperature for 1 hour and then soakmg itin

water at 65 % 5°C for a further hour, agitating the liquor from time to time. Use a
liquor: specimen ratio of 100:1. Remove the excess water from the sample by squeezing,
suction, or centrifuging and then allow the sample to become air-dry.

‘Where non-fibrous marter cannot be extracted with light petroleum and water, it should

be removed by substituting for the water method described above a suitable method
that does not substantially alter any of the fibre constituents. However, for some
unbleached, natural vegetable fibres (e.g. jute, coir) it is 1o be noted that normal pre-
treatment with light petroleum and water does not remove all the natural non-fibrous
substances; nevertheless additional pre-treatment is not applied unless the sample does
contain finishes insoluble in both light petroleum and water.

Analysis reports should include full details of the methods of pre-treatment used.
Test procedure

General instructions

Drying

Conduct all drying operations for not less than 4 hours and not more than 16 hours at
105 * 3°C in a ventilated oven with the oven door closed throughout. If the drying
period is less than 14 hours, the specimen must be weighed to check that its mass has
become constant. The mass may be considered to have become constant if, after a
further drying period of 60 minutes, its variation is less than 0-05%.

Avoid handling crucibles and weighing bottles, specimens or residues with bare hands
during the drying, cooling and weighing operations.

Dry specimens in a weighing bottle with its cover beside it. After drying, stopper the
weighing bottle before removing it from the oven, and transfer it quickly to the
desiccator. .

Dry the filter crucible in a weighing bottle with its dver beside it in the oven. After
drying, close the weighing bottle and transfer it quickly to the desiccator.

Where apparatus other than a filter crucible is used, drying operations in the oven
should be conducted in such a way as to enable the dry mass of the fibres to be
determined without loss.

Cooling

Conduct all cooling operations in the desiccator the lacter placed beside the balance,
until complete cooling of the weighing bottles is attained, and in any case for not less
than 2 hours.

Weighing

After cooling, complete the weighing of the weighing bortle within 2 minutes of its
removal from the desiccator. Weigh to an accuracy of 0-0002 g.

Procedure

Take from the pre-treated laboratory test sample 2 test specimen weighing at least 1 g.
Cut yarn or cloth into lengths of about 10 mm, dissected as much as possible. Dry the
specimen in a weighing botde, cool it in the desiccator and weigh it. Transfer the

72/276/EEC '/_‘
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_ bleached) in which they are fgund in the material to be analysed.

- le-

specimen to the glass vessel spcciﬁéd_ in.the appropriate section of the relevant Com- .

munity method, reweigh the weighing bottle immediately and obtain the dry mass of the
specimen by difference. Complete the test as specified. in the appropriate section of the
applicable method. Examine the ‘residuc microscopically to check: that-the treatment has
in fact completely removed the soluble fibre. :

1.8 Calculation and expression of results

Express the mass-of the insoluble component as a percentage of the total mass of fibre
in the mixture. The percentage of soluble component is obtained by difference.
Calculate the results on the basis of clean, dry mass, adjusted by (a) the relevant
recovery factors and (b} the correction factors necessary to take account of loss of matter
during pre-trcatment and analysis: ) . :

Calculations shouid be made by. appfying the formula given in 18.2.
1.8.1 Calculation of pcrcéntagé of insoluble component on clean, dry mass basis, disregarding
: loss of fibre mass during pre-treatment. - '
100 rd B

1 =

m

" where ‘ '
Py is the percentage of clean, dfy 'insc;lub!e c&mponcnt;v
m is the dry mass of the spe;imén aft'enl"ptc-trcatment;
rois the drly mass of the raidﬁc; ‘

d s the correction factor for loss of mass of the insoluble component in the r:cagcnt
during the analysis. - i : Co S

.

Suitable values of d are given in the a.pprop'ria.tc section of cach method.

Such values of d are of course the normal values applicable to chemically ur;dcgradcd

fibres.

182 Calculation of percentage of insoluble component on clean, ‘dry mass. basis, with
adjustment by convendonal recovery factors and, where appropriate, correction factors
for loss mass during pre-treatment. C

- 5 3 + by
100P1 (1‘+—100 )

:plA____." — : . ..

r, (_1 +.%§!) + (100 — Py ~(1‘ + "'l“gob')

where -

P,A is the percentage of insoluble component, adjusted by conventional recovery factors and
- for loss of mass during pre-treatmeit; s '

A,

Py is the perceniage of clean, dry insoluble component as calculated from the formula shown

in 1.8.1;

‘ay is the conventional recovery factor for the insoluble component (see Annex I of the

Directive on textile names); : '

as is the conventional recovery factor for the soluble component (see Annex. Il of the

Directive on textile names);
by is the percentage loss of insoluble component caused by the pre-treatment;

bs is the percentage loss of soluble component caused by the px;c-trcatrncnt._

The percentage. of the sccond component (Ps- A) is e-qual to 100 — Py A.

}Vher{a'special‘prc_-'t{catment has been used, the values of b; and bs shoﬁld be detcrmine-d.A
. if possible, by submitting each of the pure fibre constituents to the pre-treatment applied in the

analyfis. Pflrcfﬁbrcs are those free from all non-fibrous material except that which they normally
contain (éither naturally or because of the manufacturing process), in the state (unbleached,

.

Where no clean ‘scparate constituent fibres used in the manufacture’ of the material to be |

analysed are available, average values of by and bs, as obtained from tests performed on clean

fibres similar to those in'the mixture under examination, should be used. .

/
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If normal pre-treatment by extraction with light petroleum and water is appliéd, correction
factors b; and b: may generally be ignored, except in the case of unbleached cotton,
unbleached flax and unbleached hemp, where the loss due to the pre-treatment is conventionally
taken as 4%, and in the case of polypropylene, where it is taken as 1%.

In the case of other fibres, losses due to the pre-treatment are conventionally disregarded in

calculations. ‘
IL Method of quantitative analysis by manual separation
.1 Field of application
Tl"tis method is applicable to textile fibres of all types provided they do not form an
intimate mixnire and that it is possible to separate them by hand.
1.2 Principle
After identification of the constituents of the textile, the non-fibrous material is removed
by suitable pre-treatment and then the fibres are separated by hand,-dried and weighed
in order to calculate the proportion of each fibre in the mixture.
IL3  Apparatus '
113.1 Weighing bottle or any other appatafns giving identical results.
11.3.2 Desiccator containing sclf-indicating silica gel.
1133 Ventilated oven for drying specimens at 105 + 3 °C.
11.3.4 Analytical balance, accurate to 0-0002 g.
I35 Soxhlet extractor, or other apparatus giving an identical result.
11.3.6 Needle. 4
I1.3.7 Twist tester or similar apparatus.
1.4 Reagents
I1.4.1 Light petroleum, redistilled, boiling range 40 to 60 °C.
I1.42 Distilied or deionized water. »
1.5 Conditioning and testing atmosphere
See L4.
1.6  Laboratory test sample
See LS. ' '
1.7  Pre-treatment of laboratory test sample
"See 1.6.
I8  Procedure
1L8.1 Analysis of yarn

Select from the pre-treatment laboratory test sample a specimen of mass not less than

1 g. For a very fine yarn, the analysis may be made on a minimum length of 30 m,
whatever its'mass. Cut the yarn into pieces of a sujtable length and separate the fibre
types by means of a needle and, if necessary, a twist tester. The fibre types so obtained
are placed in pre-weighed weighing bottles and dried at 105 £ 3 °C until a constant mass

is obtained, as described’in 1.7.1'and 1.7.2.

72/276/EEC
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specimen of mass not less than 1 g, with cdges carcfully- trimmed to avoid fraying and
running paraliel with weft or warp yarns; or in the case of knitted fabrics in the line of

'

weighing bottles and procecd as described in H 8.1.-

IL.9 Caladauon and expression of résults

Exprcss the mass. of each fibre constituent as a perccntagc of thc total ‘mass of the flbl‘CS

in the mixture. Calculate the results on the basis of clean, dry mass, adjusted by (a) the -

- Select from- the pre-treated labomtory test: samplc, wcll away from all sclvcdgs a

wales and courses. Separate the different fibre types, collect them -in pre-weighed .

relevant recovery factors and (b); the corrccnon factors necessary to take account of loss :

of martter dutmg pre-trcatmcnt. {_ i ) .-
I19.1 Calculauon of percentage masses of clean, dry ﬁbrc, d;sregardmg loss of- flbrc mass
- during pte-trcatmcnt -
Pp= 100m = 100
‘m; + my .1 + my
. ! - : my
'whcre i
Py s the percentage of the first clcﬁn, dry component;
“my is the clean, dry mass of the first component; -

. mg is the clean, dry mass of the second component.

119.2 For calculation of the percentage of each component with adjustment by conventional

recovery factors and, where appropnatc, by correction factors for loss of marter during
prc-trcatmcnt, sec 1.8.2. RN .

L1 Precision of the methods
The precision "gndicated. in individual methods relates to (h_c reproducibiliry.
~ The reproducibility”rcfcrs to the reliability, i.e. the closenéss of agreement berween

experimental values obtained by operators in different laboratorics or at different times

using .the same method and obtammg lndmdual raults on specimens of an |dcnncal
consistent mixture.

' Tfhe reproducnblllty is expressed by conhdcnce hmzts of- the rcsults for a confldcncc Icvcl
of 95%. :

_ By this is meant that the difference b_cthcn two results in a series of 'énalysis made in .

different laboratories would, given a normal and correct application of the method to
an identical and consistent mixture, be exceeded only in 5 cases out of a 100.

121 State that the analysis was cqnductcd in accordance with this method.

~1112.3 lec details of any spccxa] prc-ttcatmcnt {sec L. 6)

111.2.3 Give the mdmdual results and the anthmcnc mean, cach to an accuracy of 0-1.

S~
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2. SPECIAL METHODS — SUMMARY TABLE

72/276/EEC

Method Field of applicadon Reagent

No 1 Acetate Certain other fibres | Acetone )

No 2 Certain protein fibres | Certain other fibres Alkiline sodium

v : hypochlorite

No 3 Viscose, cupro or Cotton Zinc chloride
certain types of modal Formic acid

No 4 Polyamide or Certain other fibres Formic acid, (adapted)
Nylon , 80% m/m .

No § Acetate Triacetate Benzyl alcohol

No 6 Triacetate Certain other fibres Dichloromethane

No 7 Certain cellulose Polyester Sulphuric acid,

- | fibres _ 75% nym

No 8 Acrylics, certain Certain other fibres Dimethylformamide
modacrylics or i
certain chlorofibres

No 9 Certain chlorofibres Certain other fibres Carbon disulphide/

‘ acetone, §5-5/44-5 v/v
No 10 | Acetate Certain chlorofibres Glacial acetic acid
No 11 [ Silk Wool or hair Sulphuric acid,
i 75% m/m
No 12 | Jute Certain animal fibres | Nitrogen content
: . " method
No 13 | pelypropylenc Seriain other xylene 81/75/E€C
No T4 chlosofibres certain other: conceatrated 81/75/EEC
(homopolymers fibres sulphuric acid
Jofn vinyl method
chloride)

No 15 chlorofibres, certain other cyclohexanone g7/184/EEC
cerlam fibres -
modscrylics,
certain clastancs,
acetates, -

triscetatates
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: ME‘i‘HOD No1

.ACETATE AND CERTAIN OTHER FABRICS

(Acetone method)

1. FIELD OF APPLICATION

“This method i is applicable, after removal of non-fibrous matter, to binary mixtures of

S

1. acetate (1 9)
with

2. wool (1), animal hair (2 and 3), silk (4), cotton (5), flax (7), true hemp (8), jute 9),.

abaca (10), alfa (11), coir (12), broom (13), - ramie (14), sisal (15), cupro (21),

modal (22}, protein (2, viscose {3), acrylic Qﬁm‘%polyuter §31). o
In no cucumstances is the method appllcable to acetate fibres which have been deacetylated |

on the suface.

. PRINCIPLE'

The acetate is dissolved out ‘from a known dry mass of the mlxture, with acetoné. The
residue is collected, washed, dried' and weighed; its mass, corrected is necessary, is expressed
as a percentage of the dry mass of the mixture. The petcentage of dry acetate is found by
difference. _

- APPARATUS AND REAGENTS (additional to those specified ia-tl|e general ins'tfuctjons)
31 Apparatus ‘ v

Glass-stoppered comcal ﬂasks of at lcast 200 ml capacxty
32 Reagent

Acetone.

. TEST PROCEDURE

Follow the procedure described in the general instructions and proceed as follows:

"To the specimen eonta.med ina gIasa-stoppered'comcal flask of at least. 200 ml capac:ty,
add 100 ml of acetone per gramme ‘of speamen, shake the flask, stand it for 30-minutes at
. room temperatire, sticring from ‘time to time, ‘and then decant the liquid through the

weighed filter crucible.

Repeat the ticatment. twice more (making three extractions in all}, but for -periods of.

15 minutes only, so that the total time of treatment in acetone ‘is one hour. Transfer the -

residue to the filter crucible. Wash the residue in the filter crucible with acetone and dram ‘
with suction. Refill the crucible with acetone and allow to dram under gravity.

. Finally, drain the crucxble with suction, dry the crucnble and residue, and cool and welgh<

them. o ) - o

. CALCULATION AND EXPRESSION OF RESULTS

Calculate the rsults as dscnbcd in the general mstrucnons The value of d is 1:00.

. PRECISION

Ona homogeneous mixture of textile materials, the confidence limits of results obtamed by
this method are not greater than ‘& 1 for a confidence level of 95%.

"72/276/EEC
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. 2. cotton {5), cupro en. modal {22, viscose (25) acrylic {26), chlorofibres (27), polyamide or nylon {30)

-94-

METHOD No 2
CERTAIN PROTEIN FIBRES AND CERTAIN OTHER FIBRES
{(Method using hypochlorite)

FIELD OF APPLICATION .
This method is applicable, aiter removal of non-fibrous matter, to binary mixtures of :
1. cerain protein fibres, namely : wool (1), animal hair (2 and 3), silk (4), protein (23

with

polyester (31, polypropylene (33), elastane {39) and glass fibre {40). !
If different protein fibres are present, the method gives the toual of their amounts but not their lnd|V|
dual quantities.
PRINCIPLE

The protein fibre is discolved out from a know dry mass of the mixture, with a hypochlonte solution.
The residue is collected, washed, dried and weighed ; its mass, corrected if necessary, is expressed as a
percentage of the dry mass of the mixture. The percentage of dry protein fibre is found by difference.

* Either lithium hypochlorite or sodium hypochlorite can bc used for the preparation ol the hypochlorite

solution.

Lithium hypochlorite is rccornmcnded in cases involving a small number of analyses or for analyses
conducted at fairly lengthy intervals. This is because the percentage of hypochlorite in sofid lithium
hypochlorite — unlike that in sodium hypochlorite — is virtually constant. If the percenuage of
hypochlorite is known, hypochlorite content need not be checked iodometrically for each analysis, since
a.constant weighed portion of lithium hypochlorite can be employed.

APPARATUS AND REAGENTS (other than ‘those specified in the general instructions)

Apparatus
(i) Erlenmeyer flask with ground-glass stopper, 250 ml;
(i) Thermostat, adjustable 10 20 (+ 2)°C.

ﬁugens
(i) Hypochlorite reagent
(3) Lithium hypochlorite solution

This' consists of a freshly prepared solution containing 35 (% 2) g/l of active chlosine (approxi-

- mately 1 M), to which 5§ (t 0.5) g/1-of previously dlssolved sodium hydroxide is added. To
prepare, dissolve 100 grams of lithium hypochlorite conummg 35 % active chlorine (or 115
grams containing 30 % active chlorine) in approximately 700 ml of distilled water, add 5 grams
of sodium hydroxide dissolved in approximately 200 ml of distilied water and make up 1o 1 litre
with distilled water. The solution which has been freshly prepared needs not be checked iodo-
metrically ; '

®) Sodium hypochlorite solution
This consists of 3 freshly prepared solution containing 35 (t 2) g/l of active chlorine {approxi-
mately 1 M) to which 5 (£ 0,5) g/l of previously dissolved sodium hydroxide is added.
Check the active chlorine content of the solution iodometrically before each analysis ;
(1) Acetic acid, dilute solution

Dilute 5 m! of glacial acetic acid to 1 litre with water.

TEST PROCEDURE

Follow the procedure described in the general instructions. and proceed as follows : mix approximately

I gram of the sample with approximately 100 ml of the hypochlome solution (lithium or sodium
hypochlorite) in the 250 ml flask and agiute thoroughly in order to wet out the sample.

87/184/EEC
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Then heat :hc fiask lor 40 minutes in 2 thermostat ac 20 C and aguztc conunuously o1 at least at | -
regular intervals. Sirice the dissolution of the wool proceeds cxothcrm:ca“y the reaction heat of this.

method must be distributed and ‘removed. Otherwise, consndenblc errors may be causcd by the incr-
pient. dlssoluuon of the non-soluble fibres. : .

* After 40 minutes, filtér the llask contents !hrough a welghed glass-filter crucible and lmns(cr any resi-

dual fibres into the filter cruciblc by rinsing the flask with a little ‘hypochlonite reagent. Drain the

" crucible with suction and wash the residue successively with- water, dilute acetic acid, and finally water, -

draining the crucible with suction after cach addluon Do not apply sucuon until ‘each washmg liquor

" has drained. undeér gﬂvu'y

Fmally. drain (he crucible. wuh suction, dty the cmcnblc with the residue, and cool and wcngh lhcm

CALCU[ATION 'AND EXPRESSION OF RESULTS -

" Calcutate the resulls as descnbcd in the gcneﬂl instructions. The value of d is i 200, except for corton,

viscose and modal, for, which d = 1,01, and unbleached cotion, for which d .= l03

|PRECISION .

On homogcnous mixtures of textile matenzls thc conbdence llmus for resutts obumcd by this method

“are not greater than % 1 for a confidence level of 95 %.

‘87/184/EEC
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: ' 72/276/EEC
METHOD No 3

VISCOSE, CUPRO OR CERTAIN TYPES OF MODAL AND COTTON -
(Method using formic acid and zinc c]lloﬁde)'

1. FIELD OF APPLICATION
This method is applicable, after removal of non-fibrous marter, to binary mixrures of:
1. viscose (29 or cupro (21), including certain types of modal fibre £2),
with .
2. cotton (§).

If a modal fibre IS found to be present, a preliminary test should be carried out to see
whether it is soluble in the reagent. )

This method is not applicable to mixtures in which the cotton has suffered extensive
chemical degradation nor when the viscose or cupro is rendered incompletely soluble by the
presence of certain dyes or finishes that cannot be removed completely.

2. PRINCIPLE

The viscose, cupro or modal fibre is dissolved from a known dry mass of the mixture, with

a reagent consisting of formic acid and zinc chloride. The residue is collected, washed, dried

and weighed; its corrected mass is expressed as a percentage of the dry mass of the mixture.
" The percentage of dry viscose, cupro or modal fibre is found by difference.

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)
3.1 Apparatus '
(i} Glass-stoppered conical flasks of at least 200 ml capacity,
{ii} Apparatus for maintaining flasks at 40 + 2°C.

.32 Reagents

{iy Solution containing 20 g of fused anhydrous zinc chloride and 68 g of anhydrous formic ] 79/76/EEC
acid made up to 100 g with water (namely 20 pans by mass of fused anhydrous zinc chio- .
ride to 80 parts by mass of 85 % m/m formic acjd).'

Attention is drawn, in this respect, to Annex 11 (1), point 13.2.2, which lays down that all
reapenis used should be chemically pure ; in addition, it is essential to use only fused anhy-
drous zinc chioride.

{ii) Ammonium hydroxide solution: dilute 20 ml of a concentrated ammonia solution 72/276/EEC
(specific gravity 0-880 g/ml} to 1 Jitre with water. '

4. TEST PROCEDURE

Follow the procedure described in the general instructions and proceed as follows: place
the specimen immediately in the flask, pre-heated to 40 °C. Add 100 ml of the solution of
formic acid and zinc chloride, pre-heated to 40 °C per gramme of specimen. Insert the
stopper and shake the flask vigorously. Keep the flask and its contents at a constant
temperature of 40 °C for two hours and a half, shaking the flask at hourly intervals. Filter
the contents of the flask through the weighed filter crucible and with the help of the reagent
transfer to the crucible any fibres remaining in the flask. Rinse with 20 ml of reagent.

Wash crucible and residue thoroughly with water at 40 °C, ' d
. ) ‘ h :
Rinse the fibrous residue in approximately 100 ml of cold ammonia solution (3.2.ii) 79/76/EEC

ensuring that this residue remains wholly immersed in the solution for 10 minutes (') ; then
rinse thoroughly with cold water.

(") To ensure that the fibrous residue is i d in the am ia solution for 10 one may for example, use »
filter crucible adsptor fitted with a up by which the flow of the is solution can be regulsted




7

Do not apply suction
untxl each washmg liquor has drained under gravity. Fmally, drain_the remaining liquid

with suction, dry the crucible and residue, and cool and weigh them.

5. CALCULATION AND EXPRESSION OF RESULTS

Calcula(e the resulls as dcscnbcd in the gcneml instructions. The value of ‘d’ lor cotton is.
102." -

6PRECISION D - o

On a homogeneous mixture of tcxtllc materials, the confidence limits of results obtamcd
by this méthod are not greater than * 2 for a conﬁdence level of 95%.

ed

1 72/276/EEC

1 79/78/EEC

-
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METHOD No 4

POLYANIDE OR NYLOW _ AND CERTAIN OTHER FIBRES

72/27G/EEC

(adapted)

(Method using 80% m/m formic acid)

1. FIELD OF APPLICATICN
This method is applicable, after removal of non-fibrous matter, to binary mixtures of:

1. Polyamide or nylon, (30)

with L -
2. wool (1), animal hair (2 and 3). cotton (5}, cupro {21}, modal (22, viscose @), acrylic
(2B, dﬂorofibrc( 27}, polyester (31), polypropylene (33) and glass fibre (#0).

As mentioned above, this method is also applicable to mixtures with wool, but when the

wool content exceeds 25%, method No 2 should be applied (dissolving wool in a solution
of alkaline sodium hypochlorite).

. PRINCIPLE

The polyamide fibre is dissolved out from a known dry mass of the mixture, with formic.

acid. The residue is collected, washed, dried and ‘weighed; its mass, corrected if necessary,
is expressed as a percentage of the dry mass of the mixture. The percentage of polyamide
or ‘mylongis found by difference.

(adapted)

. APPARATUS AND REACENTS (other than those specified in the general instructions)
3.1 Apparatus .
Glass-stoppered conical flask of at least 200 ml capacity.

~ 3.2 Reagents

(i) Formic acid (80% m/m, relative density at 20 °C: 1-186). Dilute 880 ml of 90% m/m
formic acid (relative density at 20 °C: 1-204) to 1 litre with .water. Alternatively,
dilute 780. ml of 98—100% m/m formic acid (relative density at 20 °C: 1:220) to
1 litre with water.

The concentration is not critical within the range 77% to 83% m/m formic acid.

(i) Ammonia, dilute sblution: dilute 80 ml of concentrated ammonia solution (relative
density at 20 °C: 0-880) to 1 litre with water.

. TEST PROCEDURE

Follow the procedure described in the general instructions and proceed as follows: to the
specimen contained in the conical flask of at least 200 ml capacity, add 100 ml. of formic
acid per gramme of specimen. Insert the stopper, shake the flask to wet out the specimen.
Stand the flask for 15 minutes at room temperature, shaking it at intervals. Filter the
contents of the flask through the weighed filter crucible and transfer any residual fibres to
the crucible by washirig out the flask with a little formic acid reagent. Drain the crucible
with suction and wash the residue on the filter successively with formic acid reagent, hot
water, dilute ammonia solution, and finally cold water, draining the crucible with suction
afrer each addition. Do not apply suction until each washing liquor has drained under

gravity. Finally, drain the crucible with suction, dry the crucible and residue, and coo} and

weigh them.

. CALCULATION AND EXPRESSION OF RESULTS

Calculate the results as described in the general instructions. The value qf d is 1-00.

. PRECISION

On a2 homogeneous mixture of textile materials, the confidence limits of results obtained by
this method are not gréater than * 1 for a confidence level of 95%.

(adapted)
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METHOD No 5. 72/276/EEC
ACETATE AND TRIACETATE
(Method using benzyl alcohol)

‘1.-FIELD OF APPLICATION = . - B R
This method is applicable, after removal of non- -fibrous matter, to binary mixtures of:
— acetate (19) -

. with

— ‘triacetate (24

2 PRINCIPLE

The acetate fibre is dlssolvcd out from a known dry mass of thc mlxturc, thh benzyl ’
alcohol at 52 * 2 °C. ; v X -

" The residue is coIIected washed, dncd and weighed; its mass is expressed as a pcrccntagc
of the dry mass of thc mixture. The pcrcentagc of dry acetate is found by difference. -

3. APPARATUS AND REAGENTS (othcr than thosc specnfxed in thc gcneral mstrucnons)
31 Apparatus

L) Glass-stoppered conica‘lvﬂask of at least 200 ml capacity;

(u) Mechanical shaker;' o . -

(lu) Thermostat or other apparatus for kecplng thc flask at a tcmpcrature of 52t *2°C.

. 3 2 Reagems
* " (i) Benzyl alcohol; .
 (ii) Ethanol.

4. TEST PROCEDURE "~ - -
Follow thc procedure described in the gcncral instructions and procccd as follows: ‘

To the specimen contained in thc conical ﬂask add 100 ml of bcnzyl alcohol pcr gfamme
of specimen. )

-

- Insert the stopper, secure the ﬂask to the shaker so that it is lmmcrscd in thc water-bath
- kept at 52 % 2 °C; and shake for 20 minutes at this temperature. :

(Instead of using a mechanical shaker, the ﬂask ‘may be shaken: vngorously by hand ).

‘Decant the liquid through the ‘weighed filter crucible.’ Add a further dosc ‘of benzyl alcchol ‘
in the flask and shake as before ats2t + 2 °C for 20 minutes.

Decant the hquld through the crucible. Repeat the cyclc of opcratlons a third' time.

Finally pour the liquid and the residue .into the crucxblc, wash any remaining fibres from
the flask into the crucible with an extra quannty of benzyl alcohol at 52 2 °C. Dram the .
crucible thoroughly

Transfer the fibres into a flask, rinse with.ethanol and after shakmg manually dccant through :
the- filter crucible. -

cheat this rinsing operation two or threc times. Transfei- the residue into the crucible and
- drain thoroughly Dry the cruc:blc and the resndue and cool and weigh them.

s: CALCULATION AND EXPRESSION OF RESULTS

~ Calculate the results as dtscnbcd in thc gcncral instructions. The valuc of d is 1-00.

" 6. PRECISION

On' a homogencous mixture of tcxule matcnals the confldencc hmus of rﬁults obtained
by thls method are not greatet than * 1 for a conf:dcnce lcvcl of 95 % . :
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METHOD No 6

TRIACETATES AND CERTAIN OTHER FIBRES
(Method using dichloromethane) '

‘1. FiELD OF APPLICATION
" This method is applicable, after removal of non-fibrous matter, to binary mixtures of:

1. triacetate (24)
with .
2. wool (1), animal hair {2 and 3), silk (4), cotton (5), cupro {21}, modal (22), viscose 2S),

acrylic (26}, Polyamideipolyester (31) and glass fibre %0 ).
1 ny “1(3 ’

72/276/EEC

(adapted)

Note: .

Triacetate fibres which have received a finish leading to partial hydrolysis cease to be
completely soluble in the reagent. In such cases, the method is not applicable.

2. PRINCIPLE

The triacetate fibre is dissolved out from a known dry mass of the mixture, with dichloro-
methane. The residue is collected, washed, dried and weighed; its mass, corrected if

" necessary, is expressed as a percentage of the dry mass of the mixture. The percentage of
dry triacetate is found by difference. -

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)

3.1 Apparatus
Glass-stoppered conical flask of at least 200 ml capacity.

3.2. Reagent

Dichloromethane.

4. TEST PROCEDURE
Follow the procedure described.in the general instructions and proceed as follows:

To the specimen contained in the 200 ml glass-stoppered conical flask, add 100 ml of
dichloromethane per gramme of specimen, insert the stopper, shake the flask every ten
minutes to wet out the specimen and stand for thirty minutes at room temperature, shaking
the flask at regular intervals. Decant the liquid through the weighed filter crucible. Add
60 ml of dichloromethane to the flask containing the residue, shake manually and filter
the contents of the flask through the filter crucible. Transfer the residual fibres to the
crucible by washing out the flask with a little more dichloromethane. Drain the crucible
with suction to remove excess liquid, refill the crucible with dichloromethane -and allow

it to drain under gravity.
Finally, apply suction to eliminate excess liquid, then treat the residue with boiling water

‘: climinate all the solvent, apply suction, dry the crucible and residue, cool and weigh
. them. ’ .

5. CALCULATION AND EXPRESSION OF RESULTS

Calculate the results as described in the general instructions. The value of d is 1-00, except
in the case of polyester, for which the value of d is 1-01. ’

6. PRECISION

On a homogenecous mixture of textile materials, the confidence limits of results obtained
b‘y Ehm method are not greater thap + 1 for a confidence level of 95%.

79/76/EEC
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- 6. PREC!SION
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72/276/EEC
METHOD No 7

CERTAIN CELLULOSE FIBRF_S AND POLYESTF.R
{Method nsmg 75"/. m/m sulphunc acid)

1. FIELD OF. APPLICATION

_'I'hxs ‘methiod is applicable, after removal of non-fibrous matter, to binary mixtures of:

1. cottgn ), flax (7), true hcmp (_8), ramie (14), cupro (21), modal {22), v:scosg @5)
with _ . o D . )

2. polyester (3D. - : .

2. PRINCIPLE -

The cellulose fibre is dissolved out from a known dry mass of the mixeure, with 75% m/m "
sulphuric acid. The residue is collected, washed, dried and weighed; its mass is. ei(pressed
as-a percentage of the dry mass of the mxxturc The propomon of dry cellulose fxbre is
found by dlffe:cnce ; .

3. APPARATUS AND REAGENTS (othcr than those spec:fxcd in thc general mstrucnons) :
". 3.1 Apparatus : ' B
i) Glass-stoppcrcd conical ﬂask of at least 500 ml capacity;
(ii) ' Thermostat or other appmms for maintaining the flask at 50 * + 5 °C.

32 Reagents'.

(l) Sulpbunc acid, 752 % mlm ’

" Prepare by adding carefully, while cooling, 700 ml of sulphuﬂc acid (relative density
at 20 °C: 1-84) to 350 ml of distilled water. After the solution has cooled to room
- temperature, dilute to 1 litre with water,

(u) Ammonuz, dilute solutxon

Dilute .80 ml of -ammonia. solunon (relative density at 20 °C: 0 88) to 1 litre .with
‘water.

+. TEST PROCEDURE _ | _
Follow the procedure dscnbed in the general instructions and proceed. as follows: R

To the specimen contained in the glass-stoppered conical flask of at least 500 ml capacity, -
add-200 m! of 75% sulphuric acid per gramme of specimen, insert the stopper and carefully .
shake the conical flask to wet out the specimen. Maintain the flask at 50 £ 5 °C for one
hour, shaking it at regular intervals of roughly ten minutes. Filter the contents of the flask

" through the weighed filter crucible by means of suction. Transfer any residual fibres by
washing out the flask with a little 75% sulphuric acid. Drain the ‘crucible’ with suction and
wash the residue_on the filter once by filling the crucible with a fresh portion of sulphunc ’

. acid. Do not apply suction until the acid has drained under gravity. .

_ Wash the residue succsswely several times with cold water, twice with dllute ammonia
solution, and then thoroughly with cold water, draining the crucible with suction after cach’
addition. Do not apply suction until each washing liquor has drained under gravity. Finally,
drain the remaining liquid from the cruc:ble wnth suction, dry the crucible and residue,
and cool and weigh them .

5. CALCULATION AND EXPRESS]OILJ OF RESULTS
" Calculate the results as described in thg: geaeral instructions. The value of d is 1-00.

- On a homogenebus mixture of tcxulc matenal;, the confidence limits of rsults obtained .
by thls method are not greater than * 1 for a confidence level of 95%.
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METHOD No 8

" ACRYLICS, CERTAIN MODACRYLICS OR CERTAIN CHLOROFIBRES
. AND CERTAIN OTHER FIBRES

{Method using dimethylformamide)

1. FIELD OF APPLICATION

This method is applicable, after removal of non-fibrous matter, to binary mixtures of:

1. acylics (26), certain modacrylics 29), or certain chlorofibres (27)!
with
2. wool (1). animal hair (2 and 3), silk (4), cotton (5), cupro (21), modal (), viscose 5,

Polyamide and polyester 31).
Lor g’lonx(w) po .

72/276G/EEC

It is equally applicable to acrylics, and certain modacrylics, treated with pre-metallized
".dyes, but not to those dyed with afterchrome dyes.

2. PRINCIPLE

The acrylic, modacrylic or chlorofibre is dissolved out from a known dry mass of the
mixture, with dimethylformamide heated in a water-bath at boiling-point. The residue
is collected, washed, dried and weighed. Tts mass, corrected if necessary, is expressed as a
percentage of the dry mass of the mixture and the percentage of dry acrylic, modacrylic
or chlorofibre is found by difference. -

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)
3.1 Apparatus
{i) Glass-stoppered conical flask of at least 200 ml capacity;
(ii) Water bath at boiling point.
3.2 Reagent .
Dimethylformamide (boiling point 153 * 1 °C) not containing more than 0-1% water,

This reagent is toxic and the use of a hood is thus recommended.

4. TEST PROCEDURE \ -

Follow the procedure described in the general instructions and proceed as follows:

To the specimen contained in the glass-stoppered conical flask of at least 200 ml capacity,
add per gramme of specimen 80 ml of dimethylformamide, pre-heated in the water-bath at
boiling point, insert the stopper, shake the flask to wet out the specimen and heat in the
water-bath at boiling point for one hour. Shake the flask and its contents gently by hand
five times during this period. .

. Decant the liquid through the weighed filter crucible, retaining the fibres in the flask. Add
a further 60 ml of dimethylformamide to the flask and heat for a further 30 minutes,
shaking the flask and contents gently by hand twice during this period.

Filtet the contents of the flask through the filter crucible by means of suction.

Tm-lsfcr any residual fibre to the crucible by washing out the beaker with dimethylformamide. Drain the
cruc1bl.e with suction. Wash the residue with sbout 1 litre of hot water at 70 — 80 °C, filling the crucible
each- time. After each sddition of water, apply suction briefly but not until the water has drained under
gravity. If the washing liquor drains through the crucible too slowly, slight suction may be spplied.

Finally dry the crucible with the residue, cool and weigh them.

t The solubili i P .
anal!!'sis.“‘l 7 of such modacrylics or chl in the reagent should be checked before Carrying out the

? (adapted)

87/184/EEC

72/276/EEC
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5. CALCULATION AND EXPRESSION OF RESULTS

cases:

wool . - 1,01

_ cotton o © 1,01

cupro _ 1, :

modal . , Lol - '

polyester : " 1,01,

s

6 PRECISION - *
‘On. a'homogen'cous. mixture ofl textile materials, the' confidence limits of results obtained
by this method ‘are not greater than + 1 for a confidence level of 95%. .

Calculate the results ‘as described in the genenal instrisctions. The value of °d" is 1,00 except in the fdllc;wing

_'87/184/EEC

_72/276/'EEC
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METHOD No 9 72/276/EEC
CERTAIN CHLOROFIBRES AND CERTAIN OTHER FIBRES
(Method using 55-5/44-5 mixture of carbon disulphide and acetdhe)

1. FIELD OF APPLICATION

This method is applicable, after removal of non-fibrous matter, to binary mixtures of:

1. certain chiorofibres {27), namely certain polyvinal chloride fibres, whether after-chlorin-

- ated or not?
with
2. wool (1), animal hair (2 a.nd 3), silk (4), cotton (S), cupro (21), modal (22), viscose (5),
acrylic 26). polyanid lyester (31), glass fibre (40).
bn_(30), > (adapted)
When the wool or silk content of the mixrure exceeds 25%, method No 2 should be used.

When the ;:l!;’.—ijg_m\ntcnt of the mixture exceeds 25%, method No 4 should be used. .
nyion | > (adapted)

2. PRINCIPLE

The chlorofibre is dissolved out from a known dry mass of the mixture, with an azeotropic
mixture of carbon disulphide and acetonc. The residue is collected, washed, dried and
weighed; its mass, corrected if necessary, is expressed as a percentage of the dry mass of
the mixture. The percentage of dry polyvinyl chloride fibre is found by difference.

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)

3.1 Apparatus
(1) Glass-stoppered flask of at least 200 ml capacity;
(ii) Med‘lanical shaker.

3.2 Reagents

(i) Azeotropic mixture of carbon disulphide and acetone (55-5% by volume carbon
disulphide to 44-5% acetone);

As this reagent is toxic, the use of a hood is recommended.

(i) Ethanol {92% by volume) or mcthanol.

4. TEST PROCEDURE
Follow the procedure described in the general instructions and proceed as follows:

To the specimen contained in the glass-stoppered conical flask of at least 200" ml capacity,
add 100 ml of the azeotropic mixture per gramme of specimen. Seal the flask securely, and
shake the flask on 2 mechanical shaker, or vigorously by hand, for twenty minutes at room
temperature. Decant the supernatant liquid through the weighed filter crucible.

“ Repeat the treatment with 100 ml of resh reagent. Continue this cycle of operations until
no polymer deposit is left on a watch glass when a drop of the  extraction liquid is
evaporated. Transfer the residue to the filter crucible using more reagent, apply suction to
remove the liquid, and rinse the crucible and residuc with 20 ml of alcohol and then three
times with water. Allow the washing liquor to drain under gravity before draining with
suction. Dry the crucible and residue and cool and weigh them.

Note:

With certain mixtures having a high chlorofibre content there may be substantial shrinkage
of the specimen during the drying procedure, as a result of which the dissolutign of chloro-
fibre by the solvent is retarded. This does not, however, affect the ultimate dissolution of
the chlorofibre in the solvent.

¥ Before carrying out the analysis, the solubility of the chlorofibres in the reagent should be checked.

Wt



- ~39-

5. CALCULATION AND EXPRESSION OF RESULTS
Calculztc :hc tesults 2s dccn’bed in t.hc gcncral instructions. The value of d is 1-00.
" 6 PRECISION . o ’ . | 72/276/€EC

On a homogeneous mixture of textile materials, the confi dcncc limits of the rdults obtained
~ by this mcthod are not greater than + 1 for a conﬁdcncc level of 95%. - :
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METHOD No 10
. 72/276/EEC

ACETATE AND CERTAIN CHLOROFIBRES
{Mcthod using glacial acetic aci&)

1. FIELD OF APPLICATION

This mcthod is applicable, after elemination of non-fibrous matter, to binary mixtures of:
1. acetate (19) - ' -

with . .
2. centain chlorofibres (27) namely polyvinyl chloride, whether after-chlorinited or not

2. PRINCIPLE

The acetate fibre is dlssol\cd out from 2 known dry mass of the mixture, with glacisl
-acetic acid. The residue is collecred, washed, dried and “clghed its mass, corrected if
necessary, is expressed as a percentage of the dry mass of the mixture. The. percentage of
dry 3cc(:uc is found by difference.

3. APP_ARKTUS AND REAGENTS (other than those specified in the gencral instructions)

3.1 Apparatus
{i) Glass-stoppered conical ﬂask of at least 200 ml capacity;
(ii) Mcchanical shaker.

32 Reagent

Glacial . acetic acid (over 99%) This reagent should be handled with care since it is
highly caustic.

4. TEST PROCEDURE
Follow the procedure described in the general instructions and proceed as follows:

“To the specimen contained in the glass-stoppered conical flask of at least 200 mi capaciry,
add 100 ml glacial acetic acid per gramme of specimen. Seal the flask securely and shake on
the mechanical shaker, or vigorously by hand, for twenty minutes at room temperature.
Decant the supernatant liquid through the weighed filter crucible.” Repeat this treatment
twice, using 100 ml of fresh reagenr cach time, making three extractions in all. Transfec
the residue to the filter crucible, drain with suction to remove the liquid and rinse the’
crucible and the residue with SO ml of glacial acetic acid, and then three times with water.

After each rinse, allow the liquid to drain under gmvuy before applymg suction. Dry the
¢rucible and residue, and cool and weigh them.

5. CALCULATION AND EXPRESSION OF RESULTS
Calaulate the result as described in the general instructions. The valoc of d is 1:00.

€. PRECISION

On a homogencous mixture of textile materials, the confidence limits of the results obtained
by this method are oot greater than % 1 for a confidence level of 95%.

L
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METHOD No 11~ = .
_ SILK AND WOOL OR HAIR
(Method using 75 % m/m sulpbunc ac:d)

1. FIELD OF APPLICATION

This method is appllcable, aftcr removal of non-fibrous- -matter, to ‘binary mxxtures of:
1. silk (4) '
with

2. wool (l) ;?r animal hair (2 and 3).

2. PRINCIPLE

_The silk ﬁbnc is d:ssolvcd out from a known dry mass of the lmxturc, with 75% m/m
»sulphunc acid.? - - .

The resnduc is collectcd washed, dried and- wcxghed lts mass, correctcd if neccssary, is

_expressed as a percentage of thc dry mass of the mixture. The percentage of dry silk is -

found by djffcrencc.

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)
3.1 Apparatus - o o

Glass-s toppcrcd conical flasks of at lcast 200 ml capacxty

. 32 Reagcnts
" i) Sldphunc acid (75 + 2% m/m)

Prepare by adding carefully, while coohng, 700 ml sulphunc acid (dcnslty at 20 °C
1-84) to 350 ml distilled water.

After coolmg to room témperature, dilute thc solutlon to 1 liere wnch water.

(ii) Sulphuric acid, dilute solution: add - 100 ml su.lphunc acid (dcnsn‘y at 20°C: '1- 84)

slowly to 1900 ml distilled water.

0-880) to 1000 ml with water.’

4. TEST PROCEDURE

Follow the procedure described in thc gcneral mstructxon and proceed as follows

To the specimen contamcd in a glass-stoppered conical flask of at least 200 ml capacwy. B

add 100 ml of 75% m/m sulphuric acid per gramme of specimen and insert the stopper.
~Shake v:gorously and stand for thlrty minutes at room temperature. Shake again and stand
. for thirty minutes. Shake a last time and filter the contents of the flask through the wclghcd

filter crucible.. Wash any remaining fibres: from the flask' with thé 75% sulphuric’ acd

reagent. Wash the residue on the. crucible successively with SO ml of the dilute sulphuric
acid reagent, S0 ml water and 50 ml of the dilute ammonia solution. Each time allow the
fibres to remain in contact- with the liquid for about 10 minutes before applying suction.
Finally rinse with water, leaving the fibres in contact with the water for about 30 minutes.
Drain the crucible with suction, dry the cmciblc and residue, and cool and weigh them.

S. CALCULATION AND F_)CPRESS]ON OF RESULTS
. Calculate l:hc results as described in thc general .instructions. Thc valuc of d 1s 0985 for

'wool"
N

6. PRECISION . ' R

On.a homogcneous mixture of textile materials, the confldcncc limits of results obtained by
tlus mcthod are not gmata than + 1 fora- conﬁdcncc level of 95%

1 Wild silks, such as tussah silk, are not cpmpletely ‘soluble in 75% m/m sulphuric acid.

(m) Ammonia, dilute solution: dilute 200 ml conccntrated ammoma (dcnsxty ar 20 °C '

72/276/EEC



METHOD No 12 72/276/EEC

JUTE AND CERTAIN ANIMAL FIBRES
" (Method by determining nitrogen content)

1. FIELD OF APPLICATION
This method is applicable, after removal of non-fibrous matter, to binary mixrures of:
1. jute (%) '
with
2. certain animal fibres.
The' animal-fibre component may consist solely of hair (2 and 3) or wool (1) or of any

mixture of the two. This method is not applicable to textile mixtures containing non- fxbtous
matter {dyes, finishes, etc.) with a nitrogen base.

2. PRINCIPLE

“The nitrogen content of the mixture is determined and from this and the known or assumed
nitrogen contents of the two components,-the proportion of each component is calculated.

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)

3.1 Apparatus
{i) Kjeldahl digestion flask, 200300 ml capaciry.
(ii) Kjeldahl-distillation apparatus with steam injection.
(iii) Titration apparatus, allowing precision of 0-05 ml.

3.2 Reagents
(i) Toluene
(ii) Methanol
(iii) Sulphuric acid, relative density at 20 °C: 1-84!
{iv) Potassium sulphate!
{v) Selenium aioxidc‘

(vi) Sodium hydroxlde solution (400 g/litre). Dissolve 400 g of souium hydroxldc in
-400—500 ml of water and dilute to 1 litre with water.

(vii) Mixed indicator. Dissolve 0-1 g of methy! red in 95 ml of ethanol and § m! of
water, and mix with 0-5 g of bromocresol green dissolved in 475 ml of ethanol
and 25 ml of water.

- {viii} Boric acid solution. Dissolve 20 g boric acid in 1 litre of water.

(ix) Sulphuric acid, 0.02N (standard volumetric solution}.

4. PRE-TREATMENT OF TEST SAMPLE

The following pre-treatment is substituted for the pre-treatment described in the general
instructions:

Extract the air-dry sample in a Soxhlet apparatus with 2 mixture of 1 volume of toluene and
3 volumes of methanol for 4 hours at a minimum rate of 5 cycles per hour. Allow the
solvent to evaporate from the sample in air, and remove the last traces in an oven at
105 £+ 3°C. Then extract the sample in water (50 ml per g of sample) by boiling under
reflux for 30 minutes, Filter, return the sample to the flask, and repeat the extraction with
an identical volume of water. Filter, remove excess water from the sample by squeezing,
suction, or centrifuging and then allow the sample to become air-dry. ’

* 1 These hould be nitrogen-£

T



Note: T =36

The toxic effects of toluene and methanol should be bome in mmd and full preczunons ’
should be taken in their use.

5. TEST PROCEDURE . 72/276/EEC

51 General' instructions

'Follow the procedure described in the general instructions as regards the selection, -
drymg and weighing of the specu:nen :

52 Detailed proeeduxfe '

Transfer the specimen toa K)elda.hl dxgesuon flask. To the specimen we:ghmg at least
"+ .1 g contained in the digestion flask, add, in the following order, 2-5 g potassium
sulphate; 0:1-0-2 g selenium dioxide and 10 ml sulphuric acid (relative density 1-84).
Heat the flask, gently at-first, until the whole of the fibre is .destroyed, and then heat
it more vngorously until the solution becomes clear and almost colourless. Heat it for.a
“further fifteen minutes. -Allow the flask to cool, dilute the contents carefully with
. 10—20 ml water, cool, transfer the contents quanttatively to a 200 ml graduated flask
and tnake  up to volume with water to form the digest solution

Place about 20 ml of boric acid soluuon in a 100 m! conical flask and place the flask’
under the condenser of the Kjeldahl distillation apparatus so that the delivery tube dips
just below the surface of the boric acid.solution. Transfer exactly 10 ml of digest solution
to the distillation flask, add not less than § ml of sodium hydroxide solution to the
funnel, lift the stopper slightly and allow-the sodium hydroxide solution to run slowly
_into the flask. If the digest solution and sodium- hydroxide solution remain as two
scparate. layers, mix them by gentie agitation. Heat the distillation flask gently and pass
_ it into steam from the generator. Collect about .20 ml. of dlsullate, lower the conical
flask so that the tip of the delivery tube of the condenser is about 20 mm above the
surface of the liquid and distil for 1 minute more. Rinse the tip of the delivery tube
with water, catching the washings in- the conical flask. Remove the conical ‘flask and .
replace it with another conical flask containing roughly 10 ml of bonc acid. solutxon and .
collect about 10 ml distillate. - '

Titrate the two distillates separately with 0.02N sulphuric acid, used the mixed indicator.
Record the total titre for the two distillates. If the titre for the second distillate is more
than 02 ml, repeat the test and start the dxstlllanon agam using a fresh ahquot of
dlgest solution. ) -

Carry out a blank detcrminatiou, i.c. dlgestion_and distil_latioii using_ the reagcnls only. -

6. CALCULATION AND EXPRESSION OF RESUL'I'S

6.1 Calculate the percentage nitrogen content in t.he dry spccunen as follows

B (V—B N

“where A = percenuge ni&ogen in the clean dry specimen,
V= total volume in ml of standard sulphunc acid used in the detenmnauon,

b= toul volume in m! of standard sulphuric acid used in the blank
detenmnanon, .

N = normalxty of standard sulphune acid,

W dry mass (g) of specimen.

6.2 Using the values of 022% for the nitfogen content: of jute and: '162% for ‘the nitrogen
content of animal fibre, both percentages being expressed on the dry mass of the fibre,
calculate the composition of the mixture as follows:

A—o022
Pa=Tez—om <10

where Pa = percentage of animal fibre in the clean dry specimen.

7. PREClSlON

On'a homogeneous mixture of texule materials, the conﬁdence l.u'nlts of results obtained
. by this method are not greater than * 1 for a confldence of 95%.
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"METHOD No 13

POLYPROPYLENE k-‘lBRFS AND CERTAIN OTHER FIBRES

(Xylene method)

|. FIELD OF APPLICATION

This method is applicable, after removal of non-fibrous matter, to binary mixtures of :
t. polypropylene fibres {33}
with .
2. wool (1), animal hair (2 and 3), silk (4). cotton (5), acetate (19)cupro (21),modal (22} triacetate (24 ),
viscose ( 25 ), acrylic (26) , polyamide or nylon (30), polyester (31 ) and glass fibre (40).

2. PRINCIPLE

The polypropylene fibre is dissolved out from a known dry mass of the mixture with boiling
xylene. The residuc is collected, washed, dried and weighed ; its mass, corrected if necessary, 1s
expressed as a percentage of the dry mass of the mixture. The percentage of polypropylene is
found by difference. '

3. APPARATUS AND REAGENTS (other than those specified in the general instructions)
3.1. Appamatus

() Glass-stoppered conical flasks of at least 200 ml.capacity. .
(ii) . Reflux condenser (suitable for Iiguid§ of high boiling point), fitting the conical flasks (i).

3.2, Reagent

Xylene distilling between 137 and 142° C.
Note :

This seageat 1s highly flammable and has.a toxic vapour. Suitzble precautions must be taken
in its use. : . i

4. TEST PROCEDURE

Follow the procedure.described in the general instructions, .then proceed as follows :

To the specimen contained in the conical flask (3.1. (i)}, add 100 ml of xylene (32) per gram of
specimen. Attach the condenser (3.1. (ii)), bring the contents to the boil and mainuin at boiling
point for“three minutes. Immediately decant the hot liquid through the weighed filter crucible
(sce note 1). Repeat this treatment twice more, each time using a fresh 50 ml portion of solvent.

Wash- the residue remaining in the flask successively with 30 ml of boiling xylene (twice), then
with 75 ml of light petroleum (I3.2.1 of general instructions) (twice). After the second wash with
light petroleum, filter the contents of the flask through the crucible, transfer any residual fibres to

the crucible with the aid of a small.quantity of light petroleum and aliow the solvent to evaporate.
Dry the cmciblg and residue, cool and weigh them.

Noves -

1. The filter crucible through which the xylene is to be decanted must be pre-heated.

2. After the treatment with boiling xylene, ensure that the flask containing the residue is cooled
sufficiently before the light petroleum is introduced.

3. In order 1o reduce the fire and toxicity hazards to the operator, 3 hot extraction apparatus using
the appropriate procedures, giving identical results, may be used ().

(*) See for example the apparatus described in ‘Melliand Textilberichte’ 56 (1975). pp. 643 to 645.

81/75/EEC
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5. -CALCULATION AND EXPRESSION OF RESULTS

Cilculate the results as described in the general instructions. The value of d is 100

6."PRECISION T o : o

On a homogencous mixture of textile materials, the confidence timits of results obtained by this

method are not greater than £ | for a confidence level of 95 %.

\

81/75/EEC
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METHOD No 14

CHLOROFIBRES (HOMOPOLYMERS OF VINYL CHLORIDE) AND CERTAIN OTHER
FIBRES

(Conécmntcd sulphuric acid method)

1. FIELD OF APPLICATION

This method ‘is applicable, after removal of non-fibrous matter, to binary mixtures of :

i. chiorofibres { 27) based on homopolymers of vinyl chloride {after-chlorinated or not)
with ‘ .

2 cotton (5). acetate (19) fupro (21), modal. { 22)griacetate (2}, viscose {25),cerain acrylics (26),
cerain modacrylics (29), polyamide or nylon {3p)and polyester (31).

The modacrylics concemed are those which give a limpid solution when immersed in concen-
trated sulphuric acid (relative density 1-84 at 20° C}.. :

This method can be used in place of Method Nos 8 and 9.

2. PRINCIPLE

The constituent other than the chlorofibre (ie. the fibres mentioned under point 2 of_pa‘ragtaph_ 1)
is dissolved out from 2 known dry mass of the mixture with concentrated suphuric acid grtlstwc
density 1-84 at 20°.C). The tesidue, consisting of the chlorofibre, is collected, washed, dried and
weighed ; its mass, corrected if necessary, is expressed as 8 percentage of the dry mass of the
mixture. The percentage of the second constituent is obtained by difference.

3. APPARATUS AND.REAGENTS (other than those specified in the general instructions)

3.1. Apparatus’

(i) Glass-stoppered conical flasks of at least 200 ml capacity.
(i) Glass rod with flattened end.

32 Reagents .

(i) Sulphuric acid, concentrated (relative density 1-84 at 20° C).’
(i1) Sulphuric acid, spproximately 50 % (m/m) aqueous solution.
Prepare by adding' carefully, while cooling, 400 ml of sulphuric acid {relative density 1-84

at 20° C) to 500 m! of distilled or de-ionized water. After cooling to room temperature,
dilute the solution 10 one litre with water. .

{iii) Ammonia, dilute solution. )
Dilute 60 ml of concentrated ammonia solution (relative density 0-880 at 20° C) to one
litre with distilled water. ’

4. TEST PROCEDURE

Follow the procedurc described in the gencral instructions, then proceed as follows:

To the specimen contained in the flask (3.1(i)) add 100 ml of sulphuric acid (3.2i)) per gram of
specimen. , )

Allow the contents of the flask to remain 2t room temperature for 10 minutes and during that
time stir the test specimen occasionally by means of the glass rod. If a woven or knitted fabric is
being treated, wedge it between the wall of the flask and the glass rod and exert 2 light pressure in
order 10 separate the material dissolved by the sulphuric acid.

Decant the liquid through the weighed filter crucible. Add to the flask a fresh portion of 100 mi
of sulphuric acid (3.2{i)) 2nd repeal the same operation. Traasfer the contents of the flask to the
filter crucible and transfer the fibrous residuc there with the aid of the glass rod. If necessary, add
- a litde concentrated sulphuric acid (3:22(i)) to the flask in order to remove any fibres adhering to
the wall. Drain the filter crucible with suction ; remove the filtrate by emptying or changing the
filter-flask, wash -the residue in the crucible successively with 50 % sulphuric acid solution
(3-2{i1)), distilled or de-ionized water (1.3.23 of the general instructions, ammonia solution {3.2iii))
and finally wash thoroughly with distilled or de-ionized water, dnaining the crucible with suction

after each addition. (Do not apply suction during the washing operation, but only after the liquid
has drained off by gravity)

Dry the érucible and residue, cool and weigh them.

81/75/EEC
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" Do not apply suction during or between the washing operations. Allow the quI.Ild to drain under gnvuy

and then apply suction.

Fmally dry. the cmcnblc with the rcsudue cool and weigh them

. CALCULATION AND EXPRESSION OF RESULTS

Calculate the results as dscnbed in the general instructions. The value of *d™ is 1,00 with the (ollowmg
exceptions : . )

sitk 1,01
aceylic 098. .

PRECISION

"On homogcneous mixtures of lcxule ﬁbres. the confidence limits of résults ob(amcd by lhls mcthod are
" not: greater than * 1 for a confidence level of 95 °/o

87/184/EEC "
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METHOD No 15

CHLOROFIBRES, CERTAIN MODACRYLICS, CERTAIN ELASTANES, ACETATES, TRIACE-
TATES AND CERTAIN OTHER FIBRES

(Method using cyclohexanone)

1. FIELD OF APPLICATION
This. method is appli;ablc. after removal of non-fibrous l;nattcr, to binary mixtures of
1. acetate ( 19),triacetate(24), chlorofibre (27), certain modacrylics (29); certain elastanes (39)
with

2 wool (1), animal hair (2 and 3), silk (4), cotton (S), cupro (21), modat { 22), viscose { 25), polyamide or
nylon (X)acrylic 26 and glass fibre (4D).

Where modacrylics or elastznes are present 8 preliminacy test must first be carried out to determine
whether the fibre is completely soluble in- the reagent.

It isalso possible to analyze mixtures containing chlorofibres by using method No 9 or 14.

2 PRINCIPLE

The acetate and triacetate fibres, chlorofibres, certzin - modacrylics, and certain elastanes are dissolved out
from a_known -dry mass with cyclohexanone at 2 temperature close to boiling point. The residue 'is
collected, washed, dreid and weighed ; its mass, corrected if necessary, is expressed as a percentage of the
dry mass of the mixturc. The percentage of chlorofibre, modacrylic, elastane, scetate and triscetate is
found by ditference.

3. APPARATUS AND REAGENTS (other than those described in the genenal instructions)

3.1 Apparltus

() Hot extraction spparatus suitable for use in the test procedure in section 4. (See figure : this is a
viriant of the apparatus described in Melliand Textilberichte 56 (1975) 643-645);

. (ii) Filter crucible to contain ﬂ;e specimen ;
(i) Porous baffle (porosity grade 1);
() Reflux condenser that can ‘be adapted to the distillation flask ;

{v) Heating device.

32 Reagents

(i) Cyclohexanone,. boiling point 156 °C;
(i) Ethyl alcohol, 50 % by volume.

NB: Cyclohexanone 'is flammable and toxic. Suitable prccahtibns must- be taken in its use.

4. TEST PROCEDURE

_Follow the procedure described in. the general instructions and then proceed as follows:

Pour into the distillation flask 100 ml of qclohcxanor-lc pér gram of material, insert the extraction

container in which the filter crucible, containing the specimen and the porous baffle, slighdy inclined,

have previously been placed. Insert the reflux condesser. Bring to the boil and continue extraction for
60 minutes at 2 minimumn rate of 12 cycles per hour. After extraction and cooling remove the extraction
contziner. take out the filter crucible dnd remove the porous baffle. Wash the contents of the filter

crucible three or four times with 50 % ethyl alcohol heated to nbout 60 °C and subscqucndy with 1
litre of water at 60°C.

87/184/EEC
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5. CALCULATION AND EXPRESSION OF RESULTS ' , 81/75/EEC
Calcutate the results as d:scribéd in the ‘gcne.nl instructions. The value of d is iﬂo.
6. PRECISION ' -
On a homogencous mixture of textile matenials, the confidence hmns of rcsults obumed by this
: method are not greater than % 1 for a. ¢onfidence level of 95 %.
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ANNEX 111 -
PART A .

REPEALED DIRECTIVES
. (referred to in Article 8)

- Directive 72/276/EEC. . . .
and thelir successive amendments:
- Directive 79/76/EEC .

- Directive 81/75/EEC

- Djrectiv0787/184/EEC.
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ANNEX 111

PART B

TIME LIMITS FOR TRANSPOSAL

Directive . Déadl ine for implementation

72/276/EEC (0J No L 173, 18 January 1974
31.7.1972, p. 1)

79/76/EEC (OJ No L 17, 28 June 1979
i 24.1.1979, p. 17) -

81/75/EEC (OJ No L 57, 27 February 1982
4.3.1981, p. 23)

87/184/EEC (OJ n” L 75, 1 September 1988
17.3.1987, p. 21)
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 ANNEX 1V

CORRELAT ION TABLE

This Directive - : Directive 72/276/EEC
Article 1 Article 1
‘Article 2 ‘Article 2
Article 3 Article -3
Article 4 Article 4
Article § Articte 5
Article 6 Article 6
Article 7, Article 7 (2)
Article 8 ——
Article 9 Article 8
Annex | . T 1 Annex |
“ Annex 11 (1) : . | Annex 11 (1)
" Annex 11 (2) - ) Annex |1 (2)
" Annex |1 method No 1 Annex || method No 1
Annex |1 method No 2 _Annex 11 method No 2 -
" Annex |1 method No 3 Annex |1 method No 3 -
Annex || method No 4 - Annex 11 method No 4
_Annex |1 method No 5 Annex || method No 5
Annex |1 method No 6 Annex ||  method No 6
- Annex | method No 7 Annex il method No 7
‘Annex || method No 8 Annex 1] method No 8.
Annex |1 method No 9 Annex || method No §
Annex || method No 10 Annex |1 method No 10
Annex |1 method No 11 Annex |l method No 11
Annex |1 method No 12 Annex |1 method No 13
Annex || method No 13 Annex || method No 14
_ Annex ‘|| method No 14 -Annex |1 method No 15
Annex || method No 15 : Annex ‘11 method No 16
Annex |11 ' o Cme—
Annex IV - - 7 o T e
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