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tric quang
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Onexrpodorumerpuye Determination of lead .
ckufimerol onpeleneuns’ content by photometric Cé higu lye
COllepXaHuA CBAHLS method _ tir 1-1-1990

Tiéu chufin nay thay thé TCVN 1978—77 va phu hop véi ST
SEV 5333-85

I. NOI DUNG PHUONG PHAP

Loai trir k&m va mot s6 nguyén td can trd bing kali xianua
dung thudce thir Dithizon tao phitc mau d6 véi chl va chiét bing
tetraclorua cacbon réi do mat d¢ quang cta dung dich chiét.

2. QUY DINH CHUNG
Theo TCVN 19076 —88
3. THIET BI DUNG CU.

May tric quang;

Phéu chiét chia d¢ dudi ngin, 250ml;

Binh dinh mac 100, 500, 1000 ml;

(‘5ng hiat 5, 10, 20, 50ml;

‘Ong hit 5 va 10ml khic vach 0,1 ml;

()ng dong 100 ml;

Ong nghiém nit mai, chia do, du ng tich 15ml.

4. THUOC THU VA DUNG DICH

Natri metabisunfit (Na;S30;), dung dich 1,23% ;
Axit nitrie, d=1,14g/11'11;
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Axit sunfuric, d=1,84 g/ml va dung dich (1+4);

Axit clohidric, d=1,19g/ml va dung dieh (1+3);

Axit xitric (C¢H;0;,H,0), dung dich 20% ;

Hydroxylamin clohidrat (N\H;OH . HCI) dung dich 209% ;

Kali xianua (KCN), dung dich 10% ;

Amoni hidroxit, d =0,91g/ml va dung dich (1+1); (1450)

Natri hidroxit, dung dich 0,4 % ;

Timol xanh, dung dich 1% : hoa tan 0,1g timon xanh trong
1,5m! dung dich natri hidroxit 0,4% va thém nuéec dén 10ml;

Tetraclorua cachon (CCly);

— Dithizon (C;3H,3N,S) dung dich dic (0.2g/1 hay 0,02%): hoa
tan 0,2g dithizon trong 1000ml tetraclorua cacbon.

Pung dung dich trong binh miu sim nat mai, 48 trong ti
lanh.

— Dithizon, dung dich loing (0,02 g/l hay 0.0029%) pha lodng
ttr dung dich dic bing tetraclorua cacbon. Chuin bi dung dich
nay dung tirng ngay.

‘ Néu thiy dung dich dithizon da pha loing c6 mau vang thi

phai tinh ché lai. Mudn vay, 14y 20ml dung !dich dithizon dic
cho vao phéu chia d9, thém 40ml dung dich amoni hidroxit
(14-50)—Léc. Tach 16p nude ra, loc qua gidy loc. Trung hoa nudce
loc bing dung dich HCI (143), sau d6 cho vao phéu chiét, thém
40ml tetra cachon vao phéu chiét va ldc. Gop chung dung dich
dithizon lai va xac dinh ndng d¢ dithizon. Mudn vy do mat do
quang ctia dithizon & 2.« = 620nm, dung cuvét 10mm, dung dich
so sanh la tetraclorua cacbon.

— LAy gia tri clia mat do quang chia cho hé s8 tat phan tir
32,8.10% tim dugc ndng d9 dithizon, sau d6 dung tetraclorua
cachon pha loding sao cho duyc dung dich dithizon nong d¢
0,0029% (0,02 g/1).

Chi khi nao tinh ché méi cin x4c dinh lai ndng do dithizon

Chi nitrat, dung dich géc 100mg/ml, chuin bi nhu sau: hoa
tan 0,16g chi nilrat (da sy kho & 105°C) vao hdn hop gom 10ml
axit nitric va 500ml nwée, chuy&n hét dung dich vao binh dinh

mic 1l v0i thém nude dén vach mie,
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Chi nitrat, dung dich loding 1 mg/ml.
L4y 5ml dung dich gbc cho vao binh dinh mire 500ml, thém
nude dén vach mirc. Chuln bi dung dich nay dung cho tirng

ngay.
5. CHUAN BI TH(*

5.1. cAn khoAng 30g ho#c dung Sng hit 14y 30ml miu.

Vo co héa maiu theo phuong phap uét trong TCVN 462288

5.2. Xay dyng d6 thi chuin

LAy 5 phéua chiét chia d0, dung &ng hit cho vao d6 1; 2; 4;
8; 10ml dung dich chi nitrat pha loing, thém dung dich axit
sunfuric (1-+4) dén 30ml. Sau khi lam ngudi thém vao mdi phéu
2,0 ml dung dich natri metabisunfit, 5ml dung dich axit xitric,
Iml dung dich Eidrexilamin clohidrat va vai giot dung dich timon
xanh. Lic d3u dun7 dich, trung hoa bing 15ml dung dich amoni
htdroxit dic sau do thém ting giot dung dich amoni hidroxit
(1+1) cho dén khi c6 miu xanh lo (PH=9 — 10), lam ngudi, thinh
thodng hé m& avt phdu. Sau khi dung dich da ngudi hén thém
2ml dung dich kali xianua, licdéu. Sau d6 cho vao phéu 0,5~ 1ml
dung dich dithizon loding, lic chn thén. .

Thao dung dich chiét mau d6 sang 6ng nghiém chia d¢§ c6
nat mai, day nat, tranh anh sang lot vao, t6t nhét 1la boc 6ng
nghiém bang gidy nhém hay gidy thiéc. Lip lai qua trinh chiét
cho dén khi thém lugng dithizon m&i vao dung dich van con mau
xanh. Gop chung cac phin dung dich chiét, cho luén phian dung
dich dithizon c6 mau xanh vao, sau d6 thém tetraclorua cacbon
vao dng nghié¢m dén 10ml.

Po mat dd quangctia dung dich chufin & buéc séngh,,, =525nm
dung dich so sanh la tetraclorua cacbon.

Tié€n hanh thi nghiém kiém tra véi lwgng thudc thr va diéu
kién nhu trén nhung dung dich kbéng ¢6 chi.

L&y mat d¢ quang do dugc & trén trir mat do quang & thi
nghiém kiém (ra roi vé 46 thi chuin, & truc hoanh dit luong
chi (ug) c6 trong dung dich chuiin, & tryc lung dit cac gia tri mat
d$ quang tuong trng.

8
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6. TIEN HANH THU

Tuy theo lugug chi du kién c6 trong miu, liy toan bd dung
dich sau khi vO0 co héa hodc mot phin dung dich chira tor 2-10ug
chi cho vao ph&u chiét chia d9. Thém vao mdi phéu 30ml nuée.
Tién hanh tiép nhu & dig¢u 5.2. Tién hanh thi nghiém ki®m tra
qua tdt ci cAc giai doan phan tich v&i lugng thude thir va cac
diéu kién nhu trén nhung dung dich khong c6 chi.

Liy mat d9 quang cGa dung dich phan tich trir mat d¢ quang
cha dung dich kiém tra roi tir gia (ri mat do quang tim duge, theo
dd thi chuin tim han lwgng chi trong dung dich phan tich.

7. TINH KET QUA
7.1. Ham lwong chi (X) tinh bing mg/kg theo cong thirc:

m.V1
m,.\fz

X =

trong d6: m-lugng chitrong dung dich phan tich, tim dugc theo
dd thi chuan, pg

m,; — lugng can mau, g;

V, — th& tich dung dich sau khi v6 co héa, ml;

V, — Thé tich phan dung dich 14y d& phan tich, ml;

7.2. Néu miu la chdt [dng va thé tich mau da ldy la V, (ml)
thi ham lrgng chi (X) tinh bing mg/l mau theo cong thire trén
nhung thay m,; bing V..

7.3. K&l qui la trung binh edng clia k& qua hai in xac dinh
song song. Khi luegng chi trong dung dich phan tich nim trong
khoAng 2—10xg. cac k& qui nay khong dugc chénh léch nhau
qua 10% k&t qua trung binh. '





