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Volumetric Determination of Tungsten Lead Amalgam Method

By Q. Won Choi* and Kyung Rok Min**

An attempt to improve the method of volumetric determination of tungsten developed by Luke’s

has been made successfully. Using amalgam coated lead instead of pure metallic lead in the

reduction procedure. W(VI)—W(IID) reductivn has been found to be quantitative in rather concentrated

hydrochloric acid. Since there was no excessive dissolution of lead via reduction of hydrogen

ion, lead surface was totally accessible for the reduction of tungsten and no trouble was caused
by deposition of PbClz crystals at the nozzle of Jones reductor. Furthermore, it has been confirmed
that almost 100 mg. of WQ; can be handled easily if the chloride concentration of the HCl is increased

by adding solid NH,C).
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Table 1 Volumetric Determination of Tungsten.

o Standard
Ve | gy ™| Devidtion | Deviation
5.000 4.996 0.014 0.006
10.00 9.987 0.031 0.010
15.00 15.00 0.046 0.014
20.00 19.98 0.063 0.026
25.00 25.00 0.019 0.007
$0.00 30.60 0.09 0.03
35.00 34.99 0.10 0.04
40.00 29.99 0.09 0.04
45.00 14.96 0.13 0.05
50.00 49.97 0.14 0.05
70.00 20.02 0.10 0.04
10000 99.98 0.02 0.01

283 Pt JAe) YA AR N8RS Hed 4
Bt Bl wax},

2 NHClI S Agstoey ¥ ¢ e WO Y
ke A dARkE A2 gdtes o R 23
gleivk, vk NHCl 2 A gae) L8457 v
2H Z7] dgell ClI- ¥ 714 94 NHCI Y 4
422 o) o} AF¥rE ddm 4FET.

4 A B

1. WVD—WUIIDS #1d2 0 QA3 A4
=58 FE5den ogFes L A & AR
el Wekd o2 YL 28| 1Y g o)A ¢
298 Y 4 A $HYNE o ALY f AL
2o 4495 £3PCLY 42)= B 5 el

2. NHCl o} ng g4ad 2o A-3¥ezy
+ e WO ofg 571414 5 st

Foa 2 ATE ALY 44z FREAT2
A el Rz AL #HYH FAA F T2 RBi
HRAe g& zds Yas FAss vleln.

e #£8

1) K. Someya, Z. anorg. u. aligem. Chem., 145
168(1925)

2) M. L., Holt. A.G. Gray, Ind. Eng Chem.
Anal. Ed., 12, 144(1940)

3) R. Geyer, G. Henze, Z. Anal. Chem., 172, 409
(1960

4) T. Nakazono, Scr. Repis. Téhoku Imp. U., 14,
1925) 109

5) W.I. Stephen, fnd. Chesm., 29.(1953) 31

6> A.S. Witwit, R.J. Magee. Ane!. Chim. Acta.
27, 366(1262)

7) C.L. Luke, Anal, Chem., 33, 1365(1961)

3) CL. Luke, Anal Chem.. 23, 1965(1961)



183

aE ABIEBETHRBEE

D H7e AEke) B gl ohE Biriticdl K
e BEHR ohd Aclook e 8 Mf 2
EA0 SAEUN BFSE #REH BERE BX
oZM 0|E BXOoE B HE RBERT ®
HME AN 0B S/RE & UATh 0 FRUH=
FE3p7t BRE BiEE HE U HEX AS
ol fEES| WuS BHISI00F Bt

D #Hr BIEEs gAY R (B ARWKES
# R cldviztE @midieh

3 FRREL REERGAY B¢

» FHEEAYE FEdR Fod R EE: e A
£7t e

5y @2 A& PFY S+ TEHER ¥

6) HRL FRE sk T WHE Aok g

D Eore 200F FERgel BA KHS 0|
ELol e oF REE 23 § 828)

8 Phe KE, BE = HE BENEE 3+
o= ¥ 26x21cm B & £ A4 1% A 15
B biRelel ok @R, 28 ¥ 88D

Q) BE MW EAEE XE, BWE Tt #HE
(800 3F LIPDR Skt & 9ol goloF g
¥o| AExLoZ =0 s FSHEe BAXLE
B KES003x LIRHE E0{0F o

1) BE F, 23, GRS REE XFE B/E =
hFHE2 st ok e},

1) 29, #EY EFe 24004 sield(d 21X

ARiuB@it

CRFe REFD)

l4cmdel AFel oz 8ol 3o & R &
kel Mo Pol FAg gl RHHA o et
12) S[AXKS S 2ol EER, #HEB. %
H, #9 HF2 Zhstd 2H8E& F3x 8 =Zetok
ghet,
H. Adkeis, J. Am. Chem. Soc., 53, 695(1935)
13) i &Y me#ts Chemical Abstracts ¢
2R 2o} g
14) BB ®fre S| &% Meter 8 FRH
15) BT oteel ot BFE FRNY = ZE B
t RE2AN BASH ok fi),
d 1 (FE 54 BERL BY .
78~85°C (X -L+/\K BHE A+EB
9~ilhr. (ABR 7HE +-—FRD
78,960 ton(LE AT H B+ W)
19454 88 158 (—AWAE%E AR +HB)
mCk), cm(#), kmGHF), m(FEHE), m¥irh
K, G, g(A). kg(RE), mg(RE), ton(M),
%, mmHg, cal, kcal, "CHEK), volt, amp.
16) @3 vet EERFE d=A FIER Mok
Linz
17 858 A pod+ HES #kdd.
) BERA ob~-=iKE AN A
) 7T FEe TE £+ BEse A4
18) AwEo BEE @zl RBlE 20 87X
E TH0H MEHSE RHEICH

196346 H25 0 H f-196346A308 B 17

AR B &FH MIE K2

B T B X @ {t B @
AEHNT ERIE FRiG 199

AR - Bt W HMEMI®HD

Mg Uit RAPIE RER 28 167




