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Meat and meat products - Determination of fenchlorfos content

(Ban hanh kém theo Quy@&t dinh s6 /QDP-BNN-KHCN
ngay  thang 12 nim 2006 cla B truéng BO Nong nghi€p va Phat tri€n nong
thon)

1. P6i tuong va pham vi ap dung.

Quy trinh nay 4p dung d€ xac dinh du Iugng fenchlorfos trong thit va cic sdn phdm cla
thit.
Gi6i han x4c dinh cUa phuong phap: 0,005 mg/kg.

2. Giai thich thuat ngir.

Fenchlorfos: La mOt loai héa chat bdo vé thuc vat, ¢é tén héa hoc 12 0,0-Dimetyl-0-
(2,4,5,-triclophenyl)-photphorothioate, cong thUc hoa hoc CsHyC1;05PS.

Du lugng fenchlorfos trong thit: Lugng fenchlorfos con sét 1ai trong thit chua bi
phan hly hodc chua bién dGi thanh dang khéc.

3. Nguyén tac:

Du lugng fenchlorfos trong mau dugc chiét vao Petroleum Ether (pet ether) sau d6
dugc lam sach bang cOt Florisil. SC dung sac ky khi v&i Detector NPD d€ x4c dinh ham
luong fenchlorfos cé trong mau.

4. Hoéa chat va thuOc thur.

Tat cd cic loai héa chat déu phai c6 dd tinh khi€t danh cho sac ky khi.

- Ethyl ether (Et ether).

- Acetonitril.

- Acetonitril bio hoa Pet ether: Acetonitril bdo hoa Pet ether v3i nOng d0 bao hoa.

- Dung méi 15%: Lac déu 150 ml Ethyl Ether (Et ether) v&i 850 ml pet ether.

- Florisil: C& hat 60/100 mesh dugc hoat héa bang 16 nung & 650°C trong vong 1
ti€ng. Sau d6 nung & 130°C trong vong 5 ti€ng truGc khi st dung.

- Natri sunphat khan: Dang hat.

- Khi mang (Nit0): Dat dd tinh khiét 99,999%.
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5. Thiét bi, dung cu:

Tat ca cic dung cu thdng thuOng trong phong thi nghi€m phén tich va cdc thiét bi
dung cuU sau:

- M4y nghién thit.

- COt Florisil: COt thQy tinh chi€u dai 20 cm, duGng kinh trong 22 mm v&i khéa
Teflon.

- BO ¢ quay chan khong v6&i céc binh ¢ quay 500ml, 250ml, 100ml, 50ml, 25ml.

- B chiét Soxhlet 250 ml.

- M4y sac ky khi vGi Detector NPD va cdc phu kién kem theo.

- LO nung.

- COt thUy tinh 50 mm x 25 mm.

6. Lay mau va bao quan mau.
Theo TCVN 4833 - 1993.

7. Cach ti€n hanh.

7.1. Chu@n bi m&u thur:

- Mau dugc xay déu va dOng nhat bang mdy xay thit. Can 5 g mau, trOn déu, toi
vGi 50 g natri sunphat khan va dugc chiét bang Soxhlet bang 250 ml pet ether trong vong
8 tiéng.

- Dich chiét thu dudc cho bay hoi con khodng 15 ml. Chuyén dich chiét trén vao
phéu chiét 125 ml thém 30 ml acetonitril bao hoa pet ether 1ac déu trong 1 phiit, chd phan
18p. Chuyén pha acetonitril (pha dudi) vao phéu chiét 1 lit (phéu 1 lit th(f nhat) c6 chlra
650 ml nuGc cat, 40 ml dung dich NaCl bdo hoa, 100 ml pet ether.

- Chiét pet ether trong phé€u chiét 125 ml 3 1an, m6i 1an véi 30 ml bang acetonitril
bio hoa pet ether. Toan b0 pha acetonitril dugc chi€t vao phéu chiét 1 lit th(r nhat.

- Cam phéu 1 lit & vi trf ndm ngang, 1ac déu khodng 1 phiit, d€ yén cho phan 16p,
cho pha nuGc vao phéu chiét 1 lit th(t hai.

- Thém 100 ml pet ether vao phéu 1 lit th(r 2, 13c déu trong khodng 15 gidy, d€ yén
cho phén 16p.

- Loai bd pha nudc (pha dudi), tap hop tat cd phan pet ether chiét dugc, thém 2
1an m6i 1an 100 ml nuGc trong vong 1 phiit, d€ yén cho phan 18p.

- Loai bd pha nudc (pha dudi) trong phéu chiét 1 lit th(t hai, cho phan dung méi thu
dugc vao cOt chuyén qua cOt 50 x 25 mm chlfa Na,SO, khan. Trang phéu chiét va cOt
bang 10 ml pet ether ba 1an. Bay hoi dich chiét d€n con khodng 10 ml, sau d6 chuyén qua
cOt Florisil.

7.2. Lam sach
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NhoOi Floisil vao cOt dén khodng 10 cm, va cho thém 1 cm Na,SO, khan, thdm udt
cOt bang 40-50 ml pet ether. D€ dung mdi chdy vdi tdc dO 60 giot/phit d€n khi dung moi
con cdch bé mat pha ran khodng 1 cm thi bat dau d6 dich chiét vao cOt. Loai bd dung
moi c6 trong cOt. RUra gidi bang 200 ml dung mdi 15%, dé tdc d6 chdy khodng Sml/phiit,
hUng phan dich dung méi vao binh cdu 500 ml.

Binh cau 500 ml dugc dua vao bO cd quay chan khong, cho bay hai dén con 1 ml.

7.3. Xdy dung dudng chué@n

Pha diy dung dich hiéu chudn ¢6 n6ng d6 0,01; 0,02; 0,05; 0,1; 0,2; 0,3 g/ml
fenchlorfos trong hexan. Bom chinh xac 2 1 m&i loai dung dich trén vao mdy sac ki khi &
di€u kién phan tich nht muc 7.4 cUa quy trinh nay d€ xay dung duOng chudn va xic dinh
gi®i han phat hién cla mdy.

7.4. Phén tich sac ki.

Bom chinh x4c 2 1 dung dich thu dugc vao mdy sac ky khi & di€u kién phan tich
nhU sau:

COt: HP - 5, dai 30 m, duGng kinh 0,33 mm (hodc tuong duong).

Nhiét dd Injector: 250°C.

Nhiét dd Detector NPD: 290°C.

Chuong trinh nhiét d0 nhu sau:

80°C: 1 phuit.

80°C - 160°C: 10°C/phuit.

160°C - 230°C: 6°C/phuit.

230°C - 280°C: 20°C/phut.

280°C: gilr nguyén trong 5 phiit.

Khi mang nit0, 4p sudt dau c6t 10 psi (6,89.105 Pa).

8. Tinh toan va biu thi két qua.
8.1. Tinh todn.

Ham Iugng fenchlorfos (X) tinh bang miligam trén kilogam, tinh theo coéng thic:

AVH,V,

H,V.P

Trong do:

A: NOng d0 chat chudn tinh bang miligam trén mililit;

V: Thé tich chat chudn bom vao mdy, tinh bang mililit;

H,: La chiéu cao cla pic mau, tinh bang milimet (hodc s6 d€m);
V,: La thé tich cudi ciing clla mau,tinh bang mililit;

H,: La chi€u cao cUa pic chudn, tinh bang milimet (hodc s6 dém);
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V,: La thé tich bom vao mdy, tinh bang mililit;
P: La trong lugng mau céan tinh bang kilogam.

8.2. Biéu thi két qua: mg/kg dén 3 chlr s6 theo ddu phdy.

9. Taili€u tham khdo: AOAC 970.52.1997.

KT. BO TRUONG
THU TRUONG
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