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PROVISIONAL CERTIFICATE

OF ANALYSIS OF

Percent

Ti’r‘?seocoeseaoooco-oeqono 98.‘?%
*Based on material drled =i 103° C,

sition.~ The fOllOWlﬂé percenbage cf constituents of

d Sample 154 were obtained by chemical methods: loss on

== 0,293 810g == 0,69; 21003 -= 0,083 Fenlz == 0.009;

043 FPO ~-- O. 03, SbgOa -- 0,08; P205 == 0.17. 1In addition,
Shvee OgramﬂLc analysis indicates the presence of B, Cu, Ca, Cb,

. and Sn in amounts prdbabl" less than 0.01 percent. These valuss
ave not been established with sufficient certainty to warrant
cerfification~ and are given only as & matter of general informstion,

PROCEDURE FOR USE AS A& STANDARD IH COLORIMETRY

Place 3 to 5 g of the sample, thoroughly nmixed (Oy'tumo¢1ng in
the bottle) in a glass-stoppered weighing bottle and weigh accurate-
1v. Transfer approximately 1.014 g of the sample, without loss, o
a 250-nl Erlenmeyer Ilasg 2nd reweigh, Without delay, transfer
approximately 1.0 g of the sample t0 a clean, dry weighing bottle
provided with a well-fitting ground glass stopper. Weigh accurately
and determine the loss on qryln for 2 hours at 105° C. Correct the
weighti of the first sample teken for the loss on drying. .dd 10 g
of (WHa)oB804 and 25 ml of HpSO4 (spe.gre. 1.84), Insert ‘s short-
sbeomnsd glamb funnel in the neck of the flask and heat cautiocusly
to inciplent boiling while rotating the fl sk over a free [lame.
Contirus the l-atlrﬂ until complete solution has been effected and
no unattacked material remains on the wall of the flask. Cool mnd
rapidly pour the solution into 450 ml of cool water which is
v cusly stirred. Rinse the flask with diluted HeS04 (5 + 95) .,
& and let the solution and washings stand for 24 hours. Filter
T gh a smell

retentive paper, or through a glass filter if the
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insoluble residue is not to he examined. Wash thoroughly with

ns have been properly performed, this residue should
than 0,1 mg TiOg, representing 0.0001 mg per ml --
no moment in the standardizatione.

41 + 95) Transfer the solution without loss to =
LC00 nebric flask, dilute to the mark with diluted HpSO04
{5+ }, end thoroughly mix. The weight of the sample, on a dry
basis, muldiplied by 0 000907 represents the amount of TilOz in
gram per milliliter,

FrROCEDURE FOR USE LS 4 STLNDLRD IN VOLUMETRIC LNLLYSIS

Transfer to a 250-ml Erlenmeyer flask approximetely 1.75 g of the
standard, accurately welghed and corrected for loss on drying at
1057 C as degeribed in the Procedure for Use as a Stendard in
Colorimetry.® .Ldd 20 g (NH4)2S04 and 25 ml of FoS04 (sp.gr. 1.84).

ontrol work a 0.,3500~g sample can be used. In this
¢qplo to a 200-ml Brlenmever flosk and dissolve
ng v 1th lO g (MHg)eS04 ond 10 ml of HoSOz (sp.gr. 1.84).
Cool and rapidly pour the gsolution into 175 ml of cool water which is
¥
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vigorously stirred. Rinse the flask with diluted HoSO04 (5 + 95),
dWlute the solution to 200 ml and proceed with the reduction and ti-
a8 directed. By this procedure 98.69 and 98.67 percent of

O: were obtained in duplicate determinations,
Insert @ short-stemmed gless funnel in the neclk of the flask and
heat cauticusly to incipicent boiling while rotating the flask over
8 free flame, Continue heating until complete solution has been
effected. <Cool; pour the solution rapidly into 450 ml of cool wateys
which is vigorously stirred. Rinse the flask with HoSO4 (5 + 95).
3tir and let the solution and washings stand for 24 hours, Filter
through & small retentive paper, wash thoroughly with diluted
HoSC4 (5 + 95), and reserve the filtrate, Transfer the filter and
insoluble residue to a small platinum crucible, ignite to destroy
carpon end treat with HY and Hsb04 to remove silica., Fuse The non-
velatile residue with a little HagCO3, extract with water, filter
and wash, Transfer the filter and insoluble residue to the
crucible and heat to destroy carbon, Fuse with a little KeSgOw,
disselve the melt in 10 ml of diluted EoSO4 (5 + 95) and add to the
ragerved filtrate. Transfer the solution without loss to a 1000-ml
volumetriec flask and add diluted FpS0g (5 + 95) to make exactly
1006 mi at ths temperaturs of calibration of the flask (usually
20% ¢, Mix thoroughly and transfer a 200-ml aliquot portion to a
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wash the beaker and reductor with 100 ml of HoS04
and finally with 100 to 150 ml of water; and (5) close the
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n the reductor. Gradually release the suction, raise the

S le beaker, Heat the solution tc 40° C #+ 5° and add 0.1 N

s inn of pc; assium permanganate to a pink coloration. Reduce

Tk itanium in & Jones reducto; in the *ollowLng manners (1)

T fer 30 ml of ferric sulfate solution (0,02 g iron per ml of

di e2d ToS0s (1 + 10) and prepared preferably from pure ingot iron)
%6 the receiver; (2) draw 50 ml of HoSO0s4 (5 + 95) through the re-
ductor at & speed of approximately 100 ml per minute; (3) transfer
the tistanium solution to the reductor and draw through at the same

o fﬁ; L‘l)

{ G

cock o

raductor above the receiver, and rinse the exit tube oI the reductor
internally (by opening the cock on the reductor and ailowlng 15 %o
20 ml of water to pass through) and exbternslly with water., Titrate
tho zoelubtiocn with approx1mately 0.1 N potassium permanganate until
within 3 to 5 ml of the endpoint (appr zzmately 38 to 40 ml), add

10 mi of H3P04 (85 percent) and continue the titraticn to a permanent
faint pink coloration. Correct the volume of the permanganate used
in the titrati on by deducting the amount requiwed in a blank carried
through alil steps of the procedure; To obtain the Ti0o titer of the

g Ti02 (dry basis)x(h@R?

tabion, divide tho weight of T10s talten, ( z

by the corrected volume of permanganate.

(Signed) LYIL.N J. BRIGGS, Director,
\I.-.A:FL

Washington, D.C,.
February 18, 1943



