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pd HOP TCVN
Xae dinh ham lwong kém 1979 — 88
bing phwong phap tric quang
Korcepsuw Canned foods.
CnextpodoTomerpui Determination
yeckny Merho npeleacuus  of zinc content by Cé kitu lye
COACPIKANHA WUHHKE photometric method tir 1.1.1990

Tiéu chuiia nay thay thé TCVN 1979-77 va phu hegp véi
ST ~SEV 5339 -85 '

1. NQI DUNG PHUONG PHAP
Loai trir 4nh hwéng cha cac nguyén (8 cdn trd bing na'ri
thiosunfat rdi ding thudc thit dithizon tao phirc mau do voi

k&ém. Chiét phitc nay bang telraclorua cacbon réi do mat d¢
quang cia dung dich chiét.

2. QUY DINH CHUNG
Theo TCVN 1976 —88

3. THIET BI DUNG CU
May tréc quang:

Binh dinh mtc 100, 500, 1000 ml,

Ong hat 1, 2, 5, 10, 20 ml,
Phéu chiét chia do, 250 m} ;
Ong nghiém nat mai chia d¢ 15 ml.

4. THUOC THC VA DUNG DICH

Axit clohidric, d = 1,19 g/ml va dung dich (1 +3)
Axit sunfuric, d = 1,84, cAc dung dich (1 +95) va IN ;
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Phenol 44 (phenol sunfophtalein) C;9H,405S, dung dich 0,1%
hoa tan 0,1g phenol d6 trong 2,85ml natri hidroxit 0,4% va
thém nudc dén 100 ml.

Amoni hydroxit, d = 0,91 g/ml, dung dich (1 + 50) va (1+1)

Natri hidroxit, dung dich 0,4%-

Natri thiosunfat (NayS,03) dung dich 259%,

Dung dich dém natri axetat chuin bj nhw sau: pha 1 lit dung
dich axit axetic IN, thém 60 g nalri axetat, Iic cho tan.

Tetra clorua cachon
Dithizen, dung dich dic 0,02% chuin bi theo TCVN 1978 ~ 88 diéu 4
Dithizon, dung dich loang, (0,004%), chuan bi theo TCVN 1978~
88 diéu 4.

Kém kim loai hay kém axit (Zn0),

Kém clorua (ZnCly) hay kém sunfat (ZnSO,) dung dich gbc
(0,5 mg/ml), chulin bj nhw sau: hoa tan 0,5g k&m hat trong 20 ml
axit clohidric didc hoac ldy 0,622g kém oxit 48 nung dén khéi
legng khong d6i, dang | ml dung dich axit sunfuric (145) thm
uét, sau 10 phiatthém 10 ml nwde va dun trén bép cach thiy cho
dén khi k&m oxit tan hoan toan. Trong ca haj trudng hop, chuyén
hét dung dich vao binh dinh mac 1. thém nudc dén vach wntre.

Dung dich kém pha loing (15 g/ml) chudn bi béng cach ldy
10 ml dung dich goc trén, thém 3—4 ml axit clohydric va thém
nudc nude dén 11. Chuln bi dung djch nay duang tierng ngay.

5. CHUAN B] TH(

- 5.1. Can khoang 25-30g mau hoic dung d6ng hut ldy
25 ~30 ml miu, vo co hoa theo TCVN 462288

5.2. Xay dung dd thi chuin .

L4y 5 phéu chict chia d9, dung ong hit cho vao d6 0,5; 1;
2;3; 4; ml dang dich kém lodng, thém dung dich axit sunfnrxc
a+ 5) dén 20 mL. Cho vao mdi phéu 2 giot dung dich phenol d6
_ va trung hoa béng dung djch amoni hidroxit dac cho dén khi c¢é

mau 46 (pH = 7,8 — §8,3). Thém vai giot dung dich H,SO, IN dén
khi ch&t chi thi lai bt diu chuyén sang] vang. Lam ngudi
dung dich thinh thoing h¢é m& nut phéu. Sau khidung dich da
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ngudi hin (hém 15ml dung dich dém natri axctat, thém 1ml dung
dich natri thlosunfat sau d6 cho vao phdu 0,5 -1 ml dung djch
dithizon lodng, ldc cAn than.

Thao dung dich chi&l miu dd sang 6ng nghi¢m chia d¢ c6 nat
mai, day nat, tranh anh sang doi vao, tot nhﬁt la boc 8ng nghiém
bing gidly nhém hay gidy thiéc.

"Lip lai qua trinh chiét cho dén khi thém lugng dithizon mai
vao dung dich vdn c6 miu xanh. Gop chung chc phin dung dich
chiét, cho thém phin dung dich dithizon ¢6 mau xanh vao lac
can than, sau d6 thém tetraclorua cacbon vao dng nghém. Liy
5ml dung dich nay cho vao dng nghiém khd khac, thém
tetraclorua cacbon dén 10 ml. Po mat d quang cia dung dich
chuin & amax=>538 n m, dung dich so sinh la tetraccloruacacbon.

Tién hanh thi nghiém kidm tra voi lugng thude thr va didu
kién nhu trén nhung dung dich khong c6 kém.

Liy mat 4% quang do dugc & trén trir mal d0 quang & thi
nghiém kidm tra roi vé do thi chuln.

Nén xay dung dudng chuin ding cho tirng ngay.

5.3. Néu lugng kém trong dung dich phan tich nhé hon 5 #g
thi khi xay dung dudong chuhn ciing dung 6ng hat lay 0,1; 0.2;
0,4;0,6; va 0.8ml dung dich k&m pha loang (5 pg/ml) cho vao
cac phéu chiét chia do. Tién hanh tiép theo digu 5.2 nhung sau
khi chiét khong pha loing dung dich.

6. TIEN HANII THU

Tiy theo lugng k&m du ki€n cé {rong miu, 1dy toan b dung
dich sau khi v6 co héa ho#c ! phin dung dich chiéra (&t 2 —20 ug
kdm cho vao phéu chidt chia d¢. Thém nwéc dén 20 ml. Thém
2 giot dung dich chi thi phenol d6 va trung hoa bing dung dich
amoni hidroxit (1 + 1) dén khi bit daa cé mau hong. Axit héa
"dung dich béng 2,5ml H,SO,IN, thém 4 ml dung dich dithizon
0.004 %, lic manh 2 —3 phil, d8 yén, tach phdn duéi chira
phirc ddng dithizonat mau d6 tim bd di. Tiép tue lac dung dich:
v6i dung dieh dithizon, mdi lin ding 1 ml cho dén khi thém
lroug dithizon méi va lic ma miu dithizon vdn xanh, bd dung:
moéi hiru co.
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" Thém vao dung dich nuéc 2ml tetraclorua cacbon va lac
t phat. Bo 16p dung moi huu co. Lap lai thao tic niay mot

lin nita:

Sau do, thém tirng giot dung dich amoni hidroxit (1 4 1) vao
dung dich cho dén khi c6 miu dd, thém vai giot dung dich axit
sunfuric IN cho d&n khi dung dich lai ¢6 miu vang, .

Tidp tuc ti€n hanh nhu & diéu 5.2.

(Néu lugng kém trong dung dich phan tich bé hon 5ug thi
sau khi chiét khdng pha loding dung dich bing tetracloruacachon).

Tién banh thi nghiém kidm tra qua til ca chc giai doan vé&i
lrgng thude thi va dida kién nhu trong qua trinh phan tich trén,
nhung dung dich khéng c6 kém.

Hleu chinh mat 9 quang & thi nghiém kiém lra rdi theo dd
thi chulin tim ham lugng k&m trong dung dich phéan tich.

> L] -
7. TINH KET QUA
7.1. Him lugng kém (X) tinh biang mg/kg theo cdng thirc:

m.V,

X =
ml.\72

Trong d6: m — Lugng k&m trong dung dich phan lich, tim
dugc theo dd thi chudn, pg,
m, — Lugng can miu, g,
V, — Tié tich dung dich sau khi v6 co héa, ml
Va —Th? tich phin dung dich lay d& phan tich, ml
7.2. Néu miu la ch4t long va thé tich. mau da ldy 1a V, (ml),
thi ham legng k&m (X) tinh bing mg/l mau theo cOng thic trén
nhung thay m, bing V,.
7.3. K&l qui phan tich 1a trung binh cdng cha két qua hai lin
xac dinh song song. '
Khi lugng kdm trong dung dich. phan tich. nim trong khoing
2 — 20 pg, hai k&t qui nay khong dugc chénh nhau qua 109 két
qua trung binh.
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