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TIEU CHUAN VIET NAM Nhém M

CHE TCVN 5159-90
Phuong phap xac dinh du lugng thudc trir
dich hat Paration metyl
Tea Khuyén khich
Method for determination of Parathion ap dung
methyl

Tiéu chuén nay quy dinh phuong phép xdc dinh Paration metyl trong san pham
che bang phuong phap sic ky 16p mong.

1. LAy mau
Theo TCVN 1700-86

2. Dung cu hoa chat

2.1. Dung cu theo TCVN 5158-90
2.2. Hoa chat

- Chuén Paration metyl 99%;

- n-hexan TK.PT;

- Natri sunfat khan TK. PT;

- Axeton TK.PT;

- Ete etyl TK.PT;

- Rugu etylic 96°TK

- Cong go do chi thi;

- Florisil (sic ky cot) hoat hod 8 gid & nhiét do 200°C;
- Brom 16ng PT;

- Silicagen 60G (sac ky 16p mong)

3. Xir Iy mau

3.1. Chuan bi mau va chiét suat

Can 50 g mau che da nghién nh6 vao binh nén 300ml, cho vao d6 100ml
axeton, lic bang mdy lic mot gid. Loc qua phdu loc Buchner vao mot binh cau
250ml, trdng binh va phéu véi 50ml axeton. Dich loc dugc co can biang mdy quay
chan khong dén khoang 3-5ml v6i nhiét do néi cach thuy dudi 40°C.

3.2. Tinh ché

Dung mot ¢ot thuy tinh 400 x 20mm da gitra sach va say kho, phia duéi c6

khod déng mé. Dung kep lap lén gid cho cot thing ding, khod & phia dudi déng lai,
16t mot 16p bong tham nude & dudi ddy. Cho 50 ml n-hexan réi nhoi vao cot 20 g
Florisil va phu Ién trén mot 16p natri sunfat khan khoang 1-2 ¢cm, g6 nhe cho 16p hap
phu ldng déu, déng thoi dé cho cac bot khi thoat ra. M& khéa loai bo 30 ml dung moi
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rira cot, khi dung moi cach bé mat 16p hap phu khoang 1-2 cm thi déng khoa lai. Hoa
tan dich chiét v6i 10 ml n-hexan réi d6 vao cot trang binh véi 2-3 ml n-hexan dé
chuyén toan bo dich chiét vao cot. Rira giai v6i 200 ml hén hop dung moi n-hexan:
ete etylic véi ty 1& 85:15. M khoa cho téc do chay khoang 4 ml/phut hing vao mot
binh cdu ¢& 500 ml. Dich thu dugc dem chung cat quay chan khong véi nhiét do noi
cach thuy dudi 40°C dén con khoang 1-2 ml. Chuyén toan bo sang binh nhon, trdng
hét dich bang 5-10 ml hoén hop dung moi trén. Diing mdy chung cit quay chan khong
c6 can mau. Can thu dugc dé xdc dinh du lugng thudc trir dich hai bang sic ky 16p
mong.

4. Phuong phap xac dinh

4.1. Chuan bi ban mong

Dung 5 tdm kinh 20 x20 cm, rlta sach bang xa phong, trang 2 1dn bang nudc
cét, dat lén gia cho kho. Can 30 g Silicagen 60 g cho vao binh nén ¢& 300 ml roi
thém vao d6 70 ml nudc cit, lac déu hai phiit, d6 vao dung cu trang 16p mong da diéu
chinh du dé trang lén 5 miéng kinh 20 x20 cm. Sau khi trdng xong, dit cdc ban mong
& vi tri that thang bang & nhiét do phong cho dén kho réi méi cho vao tu sdy. Khi ta
sdy dat dén nhiét do 110°C thi sdy tiép mot gid & nhiét do d6, xép ban mong vao gia,
dat trong binh hiit &m dé bao quan va dung dan.

4.2. Chuan bi cdc dung dich

4.2.1. Dung dich chuin

Can 20 mg v6i do chinh xdc 0.0002 g chét chuian vao mot binh dinh muc 20
ml, hod tan véi mot it axeton, lac nhe cho chuin tan hét, sau d6 dinh mitc dén vach,
day nit kin, lac déu, bao quan thudng xuyén trong th lanh, gia tri st dung trong mot
thang.

4.2.2. Dung dich khai trién sic ky

Pha hé dung moi n-hexan: axeton vdi ty 1é 4:1, cho vao binh sac ky va day kin
nap binh dé€ bao hoa.

4.2.3. Dung dich phat hién

Dung cong g6 do dé phat hién cac cham trén 16p mong. Cach pha dung dich
Cong go do: hoa tan 0.5 Cong go do trong 50 ml ruou etylic va 50 ml nude cét. Loc
qua gidy loc vao mot lo thuy tinh 100ml, day kin dé dung thudng xuyén.

4.3. Tién hanh sac ky

LAy mot ban moéng da chudn bi sdn, cao 16p Silicagen & hai mép kinh sau vao 1
mm. Dung thudc do ddnh dau céc vi tri s& chdm mau thir vd mau chuén lén 16p mong
(cdc cham cach nhau tir 2,5-3 cm, cich mép duéi 1,5 va cach hai mép bén tu 1,2-1,5
cm). Mot ban mong nhu vay c¢6 thé cham tir 6-8 cham.

Ly chinh xac 0,5 ml axeton cho vao can méu thir (muc 3.1.1.2) day nut kin,
lang d€u cho tan can va tap trung xudng ddy binh nhon. Dung bom tiém hit dung
dich mau va cham lén 16p mong & hai vi tri da dinh.Vét thit nhat cham 20 microlit va
vét thit hai cham 30 microlit. Céc vi tri khac chdm dung dich chuén véi thé tich ting
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dan tir 10,20,30,40 microlit, khi chdm phai khéng ché duong kinh ctia vét khong qua
3 mm. Sau khi chim xong, dat mép dudi ban mong vao binh sac ky da pha san dung
dich khai trién. Day nip c6 boi vaselin dé dam béo that kin. Khi dung moi ngdm lén
con cadch mép trén khoang 2 cm thi 1dy ban méng ra, danh ddu tuyén dung moi, roi
dat vao t hot 15 phit cho bay hét dung moi.

4.4. Nhan biét

Dung binh hiit 4m 400 x 250 mm, bén trong dat mot lo brom 16ng. M niit lo
dén khi hoi brom bdo hoa trong binh thi dit ban mong vao. Pay kin nip binh hit 4m,
sau 15 phiit 1ay ban mong ra dit vao ti hot trong 15 phut dé€ hoi brom bay di. Sau dé
phun v6i dung dich phat hién. Cdc vét mau va chudn s& xuat hién mau xanh lam trén
nén d6 tham.

5. Tinh két qua

5.1. Hiéu suat thu héi tinh bang %(X) theo cong thic:
X% = Xe=Xo x 100

A
Trong do:
X, : luong hoat chat tim thay trong mau trang da cho thém hoat chat
X, : lugng hoat chat tim thdy trong mau trang
X ,: luong hoat chét dua vao mau trang.
X : % thu hoi

5.2. Xac dinh du luong thudc trit dich hai

Bang céch so sanh truc ti€p do dam nhat ctia vét gitta mau chudn va mau thir ta
rut ra luong thuoc trr dich hai 1a bao nhiéu microgam/ vét, tir dé tinh ra du lugng
thudc trir dich hai trong san pham.

Binh thudong néu cdc vét cia mau thir nim trong khoang thang chuén thi ta c¢6
thé rit ra duoc két qua ngay.

Song c6 truong hop vét nho nhat ctia mau thlr ¢6 gia tri 16n hon vét 16n nhat
ctia mau chuén thi phai uéc luong dé rit b6t lwong mau thir khi 1am sic ky 14n sau.

Ciing c6 truong hop vét 16n nhat cia mau thlr ¢ gia tri nhd hon vét bé nhat cua
mau chudn thi ta phai ting luong mau thir d€ cham lén 16p mong. C6 nghia 1a ta phai
tao duoc cdc vét cia mau thlr c6 ham lugng nam trong khoang giGi han cua thang
chuin. Sau khi khang dinh dugc ndng do ciia vét theo thang chuén thi tinh két qua
theo cong thic sau:

Trong do:
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R : Du luong thudc trir dich hai trong san pham cheé(mg/kg)

X, :lugng hoat chat tim thay trén 16p mong tinh theo microgam

M  :S6 gam nong san tuong ting véi thé tich dich chiét da cham lén
mot veét trén sic ky 16p mong duoc chon dé rit ra két
qua.

5.3. Céc gia tri khac:

- Tri s6 Rf : 0,44

- Gi6i han phat hién: 2 Mg

- Hiéu xuat thu hoi (recovery): 90%



