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Lead hydroxide content/ : : 19 to 35 9% (,vﬂ /»;\) b 6.4 ;|
N .
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Matter soluble in(water, max. _ 0,5 °/0 (m / g> {eEsm
‘\, - -_—
. . . IS0 et
Alkalinity.of aqueous extract max. 0,2 ml of 0,1 N acid solution peris | ? i =
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Colour ' Equal to the agreed reference sample | P 7%
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J¥hite lead: A white mgmcnt which com-%ts o‘ basic lead carbonate with a composition yarving
betwicen the limits BEattndd in section 4e* 1

~

. e ~ . oL
i }',.‘,*‘ /'i/ t- 1A 4oREQUIRED CHARACTERISTICS AND THEIR TOLERANCES “# M

G’\ntznts N/f }_é»'?//n/ ~

‘0 & For painting building interiors the White Lead (Painting) Convcnnc'u. 1921 (No. 13) of the International Labour
Organization prohibits the use ef white lead and of all products containing it, except where the use of white lead is
considerad necessary for railway stations or industrial establishments by the competent authority, after consultation
with the employers’ and workers® organizations concerned.

~— - -
kY] - ' B 2.) 4A Al percentages are calculated from the original sample. P #_ S
/0 t,g' 3) #M Two alternative metiods for/d‘tcr"una.xon of residuz on sieve are recommended in \50/7 B7»
VT! identified respzctively as the* oil m:thod !and the ™ water method /7301‘1 methods are acceplable for the puipose
/= of!hns}&@-{h‘em»&ad&um but it is recommendzd that the method to be used in a particular case should b= specified
/"[ a,-i") in the contract or otherwise agreed between thefparties and should in any case be meationed in the test report.
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_ dioxide is obtamed‘when the blank test is camed out.

’T‘GX\'Q SI¢ 2 colennes

’ 5‘/ SAMPLING

————

A le of th Fouldb d 150 — ..
5. representative sample of the pigment s )eu ¢ taken in accordance with —— .
Samplingraw-uaterials for-paintsand vernishes~—~— HEAOT,

- 8425

tevested partcs, 'i shall,
5 .2 The sample agreed between ﬁ%ﬁ&ﬁéﬁﬁ%{- t0 which reference is made in the@blﬁl&é comply
0 D978

with all the requirements specified for the pigment under test, 2.

6§ METHODS OF TEST .

[\OTF{ All reagents used ;cnr!\é be of recognized 3nal)hcal reagent quality. Distilicd water or water of at least

Gg should be used.

S

6.1 Determination of lead carbonate (PbCOL;) content

. the . . : .
The determination ofplead carbonate content is derived from the determination of carbon
dioxide (CO}) content.

:5.1.1 Reagents .- -
6.1.1.1 Nitric acidgli M. ) (W
-_— Sdoprare /
£1.1.2 Sulppuric acidfgs?, /ﬂ/m)),q,— 1, 8% F/mle
w0l sH1o~,

£.1.1.3 Potassium /)droxxde,/ 33% [m/m). j Dissolve 50 g of potassium hydrokide
in 100 ml of water.

. Ak
£1.1.4 Magnesium perchlorate,\anhydrous. A padl
6.1.1.5 Indicating soda lime or soda asbestos.
' . /
6(.1.2 Apparatus D - e
LPparany 1 A, ST AN -y s

Lom
baawn _ o [ Foh ol PrepaiG
Before making a detcrmination, ¢ the apparatusi_by slowly aspirating air and
pﬁtﬁoﬁma blank testiwuﬁouf a'ny'sampie following the pfocedure given in glgame 6)1.3.

The appz;ratus should "be_regarded as sqnsfactory‘ only if less than 1 mg of carpon

(

@ de I /{70“30

en 4 colonnv~

-\nysé/f/.w\

%o'\l:)l\hi

Uﬁeﬁc apparatusjfor the determination of carbon dioxide (CO%) shewnin-thefigure gr

"

J\ 1. \L nT
(eqeﬂ-& purity

e et g4
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A In pif

P/o‘/cédm 4

L © Stream of air.

ISz 51t - 193:3 ®
C Boiling flask with round bottom and shor.t neck, nominal capacity 250 ml.
B Short reflux condenser.
C Stoppered dropping funnel.
D o Wash-bottle cont’nmng potassium hydroxide sohmon ~ . ‘ (é,l 1.3). ,
E Washing vessel containing: sulphuric acid NG 402 ) ) P
F U-tube containing a glassavool plug to trap spray and filled with anhydrous magnesium

perchlorate/ &- 77 “/z

G and H Two groundkzl«ﬁs@oppwcd U-tubes ﬁllcd with indicating soda lime or soda asbestos,a’ 4 5/
loratc 4.0t l//

in the remaining space (n the side whcrc the gas stream passes out).

Indicating bubble counter containing concentrated sulphuric acid (- 7-./% 2)
(Alternatively, a third U-tube filled with anhydrous magnesium perchlorate in. ﬁrst
third of’gp’rcv and soda asbestos in the remaining two-thirds may bétised.)

. JoTr,— The absorption tubes E to J, as well as the other components of the| appa-
@ ratus, nced not necessarily be of the form itlustrated in the figure.

6 1.3 Procedure ’ G }‘\,\,’\

chgh)to the nearcst I mg 0 Stol O g of white Lad,m into the flask AgPlan 10 ml
of water in the flask and asscmble theapparatus, as shown in the Eigure| Turn
the water on in the condenser B and draw air through the apparatus for 1§ min.
Close the taps in the absorption tibes G and H and remove the tubes. Wipe the
tubes with a clean cloth and allow'them to remain in the balance case for 30 min| Use a
similar U-tube as a counterpoise and before weighing open all the taps momentgrily to
equalize the internal pressire. Reconnect the tubes to the apparatus after weighing. Pour

(QI.H)Z 50 m! of the nitric acidﬁnto the dropping funnel C and allow it to run gradually into

the flask A4 until the funncl is almost empty.

When the reaction has subsided, heat the flask, regulating the heat to give a steady flow
through the washing vessel E. Allow the contents of the flask to boil slowly, aspfrating
a slow stream of air for a few minutes. Remove the source of heat and draw air through

@ ‘the apparatus at the rate of tw o‘gthree bubbles per second for a further 20 min.| Then,

close the taps of the absorpuon tubes disconnect the tubes and weigh them, using the
same procedure as for the first weighing.

. nf -gé increase in massiof the absorpmm tubea in grams, }
niy T mass,in grams ;of the test Po ction- ,



https://standardsiso.com/api/?name=ff0f1832916f1a6d3db618370ac92a75



https://standardsiso.com/api/?name=ff0f1832916f1a6d3db618370ac92a75

ISt S

é: s e ' {%.SO é 511 - 1?& ()

‘ \

é 2 Determination of total lead content by the chrom'xtc mcthod ¢ n

6 2.1 Reagents_ - . .
b.2.1.1 Nitric acidxt; M. :

6.2.1.2 Acetic acid solution, 20 g/ﬁ . . ] .

6.2.1.3 Congo paper.
§.2.1.4 Ammonium acetate solution 2 M, freshly prepared.

6.2.1.5 Porassium dichromate solution. 50 G / 2.

6.2.2 Pro cedure.

Weigh ,to the ncarest } mg, 0,5 to 1,0 g of white Iead transfer to a conical flask of
jléﬁf /. nom:ndl Cdpduzy S0 mrrarddissoivem AG mofthe-mitric u-.._dJ H-pecessary "‘)’ ‘“""":‘g
oy

' Add to this solution as much of the ammonium acetate colution) as is necessary until
the liquid gives no acid reaction with the Congo paper/s o (/Cb 2.4.4)
/3.

Filter insoluble matter, if present, and wash thoroughly with thc ammonium acetate
sotution. ) . .

Dilute the filtrate combined with the washing with water to about 208:mt and then heat
o

to boiling. Precipitate from the boiling liquid lead as lead chromate BbCrOy)eby adding
an excess of the potassium dichromate solution/ Keep the liguid beiling untii the
precipitate has turned dark orange-red and : heated (on the water-bath) for
14 to 2 hemrr) ontinie wodyN
After cooling, filter the precipitate on a weighed sintéred glass filter crucible

+o < e o]
2/ lgﬁmwma—pese-d-rame&rﬁﬁé-prmf, wash with the acetic acid solution; then

)

with hot water and dry in a drying oven/§100 -2 °C}or a vacuum desiccator to constant
-2k Lo}

. : ot pei ox.t‘y grade Phe "'?i\. \_,-e
2.3 ri;ress:on ofresul!s gize indey q \(-,).,\m) —

v,

— ,’,- "

Cbitwwb “Ahe total lead (Pb) content of white lead (3} Wlas a percentage by mass,

P e by the following formulas

T
™.
o~
Ay
~
NG

m..sg.

@’) : 4 6375 -
' ) =
where
) !’_':f, ’BE mass,in’grams,  of the dried residﬁe of lead chrofnatc;
4 ¢ ,'_7{: f,‘: ‘mass,iﬂ grams,  of the test portion .-

> .. - - ————— g - PR p -

6.3 Detemtination of total lead cént_mt by the sulphate method % ?‘)\

6:3.1 Reagents salbiion
d.3.1.1 Hydrochloric acid§3 M.

M

ésszirrfcacid‘fa;M‘"”"‘ e

wolqhen ,
é.3.1.3 Nitric aadté 1, saturated with bromine.

o)A
6 3.1.4 Sulphuric acxdtSOD -8 /ﬁ

1). 8 This method ﬁ be used when the pigment is known to be free from adulteration.
2) b This meihod b= used when the purity of the pigmeat is unknown, '

- = - e

B L L et ]

-
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6.3.1.5 Potassium hydroxide solution, 400 g (€.

6.3.1.6 Ammonium acetate solution, 3359 /é

6.3.1.7 Sodium sulphide solution, 100 c}/e -

¢.3.1.8 Ethanol or denatured spirit, approximately 95 SQLV/!/).

~

s

d.3.1.9 H 'ydrogen sulphide,

b3.2 Procedure_

6.3.2.1 Weigh to the nearest 1 mg, 0,5 g of white lecad and transfer to a beaker of 400 ml

nominal capacity. Add 10 ml of the =~ nitric acid cover the beaker and heat
gently until all the white lead has dissolved. FLS= 374

\Note — Should the white lead be found to contain impurities, treat the contents of the béaXer ak follows:

ﬁlter off any material remaining insoluble in nitric acid and wash the filterpwith hot Water until

f/g. 3.4 Z/ free from soluble lead. Evaporate the filtrate to dryness. Add 2 ml of thé\hydrochiorid acidf stir

i to mix and cgain evaporate to drvness on a water bath. chca( this operation ornce mdre. Add a

Iurﬁvcr 2 ml of th2 hyvdrochloric acid, fol owed by 200 ml of water. Bgil the contents of the beaker

j/é‘ 3./ 7) to dissolve the Iead chloride and pﬁgsL_hydromn sulphide’d until cold, Filter the precipitgte of lead
sulphide on paper and wash with a saturated solution of hydrogen sulphide.

If antimony s present, wash the bulk of the precipitate back into the beaker and digest with 10 mi
of the potassium hydroxide solutionyand 10 ml of the sodiuampsulphide solutionfor 10 m|n without

boiling,. 7{ 2./ ) /(-6 34y f)

Apain filter the lead sulphide onto the same paper atid wash “itﬁiﬁs‘éelium sulphide solutipn diluted

j with 10 times its volume of water. Prerce the paper with a pointed glass rod and wash as much

! .as possible of the lead sulphide down into the'criginal beaker. Then dissolve the remafning lead

{ sulphide from the paper with the nitric acid saturated with bromine and warm the beaker {o dissolve

\__all the lead sulphide into solution. _ 7(6,_} 1. 5)
i)

5.3.2.2 Add 20 ml of the sulphuric aci to'the solution and then evaporate gently| without
boiling, until copious fumes gte evolved. To the contenis of the beaker adfi 100 mi
of water followed by 100 ml of ethanol or denatured spirit’and allow to gtand for

2 hesess 1té- 3. i.Q)

Transfer the precipitate to a weighed Gooch crucible packed with asbestgs (alter-
nativcly a sintered’silica crucible ef Pw.’.itly 3rade’?4 orTil, i e. pore size s ndex
4- 16 -pm, may.be used) and wash with ethanol or denatured spirit. Heat the frucible,

gently at(first and then to 500 °C for 10 min, cool and weigh.

(f6 316)

“Pour-hst ammonium acetate solutlon ionto the filter to extract the lead sulphate

completely. Wash the residue with hot distilled water, dry, heat to 500 °C for
10 min, cool and reweigh. The difference between these two weighings is the mass
of lead sulphate.

b,
gﬂ; ﬁ ‘ﬁxe total lead (Pb) contentlpf white lead f&b }(m as a percentage by mass

< - =~ by the following formula:

@ o 4 5832 (i)
= my

where

N

my f massin grams,  of the first precipitate;
nig —% mass in gramg  of the residue after extraction with ammonium acetate; ggd

n, gﬁ massin grams . of the test porticn. -

R
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