TIEU CHUAN. NHA NCOC Nhém A

QUANG THIEC TCVN
Phwong phip xac dinh bham lwong 3640 — 81
vonfram oxit
Oaosannas pyaa Tin ores.
Merox onpegenenus Method for the determi- Cé hidu lye
COAEPXKAHNA OKHCH nation of wolframeoxl tir 1-7-1982
Boabdpama dec content

I. NGUYEN TAc¢

-Phuong phap dga trén viéc khir vonfram vé trang thai héa
tri V béng titan (III) va& do mau phitc vonfran héa tri V véi ion
sunfoxianua trong méi trudng axit clohidric.

2. DUNG CU VA HOA CHAT

May do méiu thich hop;

Axit sunfuric (1,84) va c4c dung dich (1 +1); (1 42); (1 + 9):
(14 10);

Axit clohidric (1,19);

Axit xitric dung dich 25 ¥ ;

Natri hidroxit, cdc dung dich 20 % ; 2 % va 200 g/I;

Amoni sunfoxianua, dung dich 25% ; méi pha;

Hidroxylamin hidroclorua, dung dich 2% ;

Natri cacbonal dung dich 5% ;

bdng sunfat, dung dich 29

Nalri peoxit ;

Thioure, dung dich 5% ;

Dung dich phén sdt: hoa tan 8 ¢ mu8i trong 100 m! dung dich
axit sunfuric (1 4-9) va thém nuéc dén 500 ml;

Titan (I) clorua dung dich 1,5% dung trong binh nhwa poly-
elylen c6 hon héng kém; ' |

Hon héng kém: hoa tan 3g kém cuc nhd trong 100 —130¢
thiy ngin véi 10 — 20ml axit sunfuric (1 4 10) trong bat sir khudy
bing diia thiy tinh. Bun cach thiy 5 — 10 phit. Rira h&n héng va
chuy&n vao binh nhya polyetylen.
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Vonfram oxit ;

Dung dich vonfram tiéu chudin: hoa tan 0,1 g vonfram oxit da
nung & nhiét d¢ 750 — 8000C trong 100 ml dung dich natri hidro-
xit (200g/0). Pinh mic bing nuéc dén 1000 ml.

I ml dung dich chira 0,1ng vonfram oxit.

Dung dich molipden tiéu chuln: cin 0,15 ¢ molipden oxit hoa
tan trong 25ml naltri hidroxit (200g/l) rdi chuyén viao hinh dinh
mirc dung tich 1000 ml. Dinh mirc vach biing nuwée, lic déu.

I mI dung dich chira 0,15 mg molipden oxit.

3. TIEN HANH TH(

3.1. Can chinh xac mot lugng can thich hop theo bang 1 vao
chén sit. Nung véidg natri hidroxit va khoing 2—3g natri peoxit &
nhiét a0 700 — 800°C. Hoa tan khéi néng chdy bing 50 — 60 i
nuoéc vao cde 250 ml. Trong (riwdng hop ¢ miau lim hay xanh cta
mangan thi phai thém 0,1g natri peoxil cho dén khi dung dich
mit mau. Pun sbéi dén hét bot khi bay ra (phan hiv hoan loan
chit oxy héa dw). Thém 5 ml dung dich hidroxylamin hidroclorua
2%, dun s6i va khudly trong vong 5—10 phat. Lam lanh dén nhiét
d6 phong. Loc dung dich qua hai gidy loc biing xanh. rita 4 —5 lin
bing dung dich natri cachonnat. Pinh mirc biing nuwée dén (hd
tich tuong tng (xem bang 1).

Bing 1
Ham lugng Lwong cin, Dung tich binh “z;e tich c_dung d“fh
vonfram oxit % g dinh mire, ml [™4u ldy dem phan

tich, ml

 —— —— e s

Pén 0,5 1,00 100 5

[Lén hon 0.5 » 1 0,50 - 100 )
» 1 »2 0,25 250 5

» 2 0,10 . 250 5

3.2. Xac dinh vonfram oxil
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3.2. X4c dinh vongram oxit

Huat 3 — 5ml dung dich vao binh dinh mitc dung tich 25 m1
Thém 2 ml nalri hidroxit, lml amoni sunfoxianua, 8 m! axil clo-
hidric (1,19), 0,5 ml hidroxylamin, hidroclorua (1,19) va 3 — 4 m1I
titan (I1I) clorua. Pinh mac bing nuée dén vach. Sau 15—20 phut
do mét do quang cia dung dich & buée s()ng 400 — 460 nm. M3u so
sanh 12 mdu tring c6 thanh phan giong mau cin xac dinh trw
thuée thi.

~ 3.3. X4c dinh ham lwong molipden oxit

Ldy 5ml dung dich miu cho vao binh dinh muc dung dich
25m.l Thém 1 ml axit xilric, 7 ml axit sunfuric (14-2), 1ml dong
sunfat, | ml dung dich mudi sal, 2,5 ml dung dich thioure
va 1,5 — 2 ! amoni sunfoxianua. Pinh mirc dén vach béng nuéec,

Sau 15 — 20 phit do miu dung dich & buéc séng 450 — 500nm
v6i cuvet thich hop.

Miu so sanh la miu tring c6 thanh phin gidng miu cin x4c
xac dinh trir thude thir.

4. XAY DUNG DUONG CHUAN

4.1, Pudng chuidn cho vonfram oxit

Cho vao cée binh dinh mirc dung tich 25m! nhirng lugng dung
dich vonfram tiéu chun 0:0,1:03:0,5; 1.0;1,5; 2,0:2,5; 3,0 va
3,5ml. Thém 2 ml natri hidroxit. 2% ldc d&u, cho vao 1mI amoni
sunfoxianua, 8 ml axit clohidric, 0.5 ml hidroxylamin hidroclorua
va 3 — 4 ml titan (III) clorua. Pinh mic dén vach bing nuéce. Lic
déu va sau 15—20 phat do mat dd quang cua dung dich nhu da
.ghi & digu 3.2.

4.2. Duong chuin cho molipden oxit

Cho vao binh dinh miwe dung tich 25 ml nhitng lwong dung
dich molipden tiéu chuin:0,1; 0,5;,1,0; 1,5;2,0;2,5; 3,0 va 3,5ml
Thém dung dich natri hidroxit 2% vao cac binh cho 6i khi thé
tich dung dich trong c4c binh khodng 10ml. Cho vao 1ml axit xilric,
7ml axit sunfuric (142) Iml dung dich dong sunfat, 1ml dung dich
mubi s&t, 2,5 dung dich thioure va 1,5 —2ml dung dich amoni
sunfoxianua. Pinh mirc dén vach biing nuéc va sau 15 — 20 phut
do mit d6 quang clia dung dich nhw da ghi & digu 3.3.
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5. KIET QUA TiNIT
2.1. Him lwong vonfram oxit (X) linl_l biing phin trim theo
cOng thire:

5.1.1. Trong trudong hop h"tm lu-(mg molipden nhé hon 0,25% :
. 100

4..-_..-—

lrong 6:

Gy — lugng vonfram oxit trong miu lim duoc theo dudng
chudin, tinh biing g;

G — lwong mau can, tinh bing g.

2.1.2. Trong treong hop lugng molipden 1on hon 0,259 :

\ = \ (ry (Jz {)Oﬂ) ) 100.
G Vi

trong do6:

Gy — lugng vonfram oxit trong mau lim dugce theo dudng
chudn, tinh bing ¢ ;

Gz — lwong molipden oxit trong mau tim duoc theo dudng
chudin, tinh biang ¢;

V — th& tich ciia dung dich, tnh bﬁng ml ;

Vi — thé lch cGa dung dich 14y d¢ x4c dinh bam luong
vonfram oxit, linh bing mi;

V, — thd lich c¢ha dung dich 14y dé xae dinh molipden oxit
tinh bdng ml;

G — lwgng cdn, linh bdng ¢

0,016 — gid (ri tAng cia ham luong vonfram oxit theo phin
tram cda ham lugng molipden oxil.

5.2. Do chinh xac ctia phuong phap

Bang 2
Ham leong vonfram oxil, % Ps léch cho phép % |
Dén 2% 0,20 |
Lén hon 2% | 0.35
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