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Thit va cac san pham thjt - Xac dinh dw lwong trichlorfon

Meat and meat products — Determination of tri¢hiorfon residue

1 Pham vi ap dung
Tiéu chuln nay qui dinh phuong phap xac dinh du lugng trichlorfon trong thit va san pham thit

Gidi han xac dinh cua phwong phap 1a 0,005 mg/kg.

2 Nguyén tic

Dw lvong trichlorfon trong mau dugc chiét bang ete dau hda sau dé duoc lam sach bang cét Florisil
Sir dung sic ky khi v&i detector NPD dé xac dinh du lugng trichlorfon c6 trong méu.

3 Thudc thi

Chi str dyng thubc thi loai tinh khiét phan tich, trir khi cé quy dinh khac.

3.1 Ete ddu hoa, co dai séi tir 30 °C dén 60 °C.

3.2 Ete.

3.3 Axetonitril.

3.4 n-hexan.

3.5 Axetonitril bao hoa ete déu hoa

Axetonitnl bao hoa ete dau héa vei nong dg bao hoa.
3.6 Dung mdi15 %
Hoa tan 150 m! ete (3.2) trong 850 ml ete dau hoa (3.1).

3.7 Florisil, C& hat 60/100 mesh dugc hoat héa bing 16 nung & 650 °C trong vong 1 h. Sau d6é nung
& 130 °C trong vong 5 h trudc khi st dung. -
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as .Natri sulfat khan (Na;SO,), dang hat.
3.8 Natri clorua,
310 Chét chudn trichlorfon.

3.11  Khi nito, khi mang c6 dd tinh khiét 99,999 %.

4 Thiét bj, dung cu

Str dung thiét bj, dung cu clia phong thlr nghiém thong thuwéng va cy thé nhu sau:
4.1 May xay phong thir nghiém.

4.2 Cét thay tinh, dai 400 mm, dudng kinh trong 22 mm c6 khéa Teflon.

4.3 Cégt thiy tinh, dai 50 mm, dwéng kinh trong 25 mm.

4.4 Ph8u chiét, dung tich 125 ml va 1 000 mi.

4.5 Binh ciu, dung tich 25 mi, 50 ml, 100 ml, 250 m! va 500 ml.

4.6 Bo cb quay chén khéng.

4.7 Thiét bj chiét Soxhlet, dung tich 250 ml.

4.8 May sic ky khi, co detector NPD va céc phu kién kém theo.

4.9 Lo nung.

5 Céach tién hanh
51 Liy miu

Viéc 1dy mBu khéng qui dinh trong tiéu chudn nay, nén 18y mau theo thda thudn cla cac bén cb lién
quan. M3u phai dai dién, khong bj hw hdng hodc thay ddi trong sudt qua trinh van chu?én hoac bao quan.

5.2 Chudn b] mu the
5.2.1 M3u duoc xay nhuyén bing mdy xay phéng ther nghiém (4.1).

5.2.2 Can 5 g mu, trin déu voi 50 g natri sulfat khan (3.8) va dung 250 m! ete dau héa chiét hon
hop nay béng thiét bi chiét Soxhlet (4.7) trong khodng 8 h.
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5.2.3 Dich chiét thu duoc cho bay hoi bing bd ¢d quay chan khong (4.6) dén con 15 mi. Chuyén dich
chibt d3 cb trén vao phéu chiét 125 ml (4.4), thém 30 ml axetonitnii bao hoa ete dau héa (3.5) va lac
déu trong 1 min, ché tach thanh 2 pha: pha ete d4u hoa (pha trén) va pha axetonitril (pha dué).

5.2.4 Chuyén pha axetonitril (pha duéi) vao phéu chiét 1 000 mi (4.3) (phéu chiét thir nhat) co chira
650 ml nwdc ct, 40 mi dung dich NaCl bao hoa va 100 ml ete dau héa.

5.2.5 Chiét ete du hoa (pha trén) con lai trong phéu chiét 125 mi ba (&n, méi 1an véi 30 mi axetonitril
bio hoa ete dau hda (3.5). Toan bé pha axetonitril (pha dwdi) sau ba 1&n chiét dwoc gom vao phéu

chiét thir nhét.

5.2.6 Chm phéu chiét thir nhat & vi.tri ndm ngang, I&c déu khodng 30 s dén 45 s, &é yén cho tach
thanh 2 pha: pha axetonitril (pha trén) va pha nuwéc (pha duwoi).

5.2.7 Cho pha nuéc (pha duwéi) vao phéu chiét 1 000 ml (4.3) (phéu chiét thir hai). Thém 100 ml ete
dAu hoa, lic déu trong khodng 15 s, d& yén cho tach thanh 2 pha: pha ete dau hoa (pha trén) va pha

nwdc (pha dwdi).

5.2.8 Loai bd pha nudc (pha dudi) & ph&u chiét thi hai. Tap hop tat ¢ phin ete déu hoa chiét duoc
(6 phéu chiét thir hai va phéu 125 mi) vao phéu chiét thi hai, thém 2 1&n méi lan 100 mi nwéc trong
vong 1 min, @& yén cho tach thanh 2 pha: pha ete dau héa (pha trén) va pha nuéc (pha dudi).

5.2.9 Loai b pha nudc (pha dwdi) trong phéu chiét thir hai, chuyén phén pha hiru co (pha trén) thu
duwoc qua cot thiy tinh co chira natri sulfat khan, vao binh cau 500 ml. Trang phéu chiét va cot bang
10 mi ete dAu hda ba I3n vao binh ciu 500 ml. Bay hoi dich chiét trong ete dau héa dén con khoang
10 ml, sau dé chuyén qua cét Florisil.

5.3 Lam sach

5.3.1 Nhi Florisil vao cot dén khoang 10 cm, va cho thém 1 cm natri sulfat khan, tham wot cot bang
40 ml dén 50 ml ete diu hoa. D& dung mdi chay voi téc dé 5 ml/min dén khi dung mi con cach bé mat
pha rén khoang 1 cm thi bt ddu dé dich chiét vao cit. Loai bd phan dung méi va dich chiét da chay
qua cot. Rva gidi cac chét phan tich bj gilr lai trén cét bang 200 ml dung méi 15 % (3.6). aé tbc o
chay khodng 5 mlimin, hirng phan dich ria giai vao binh cdu 500 ml.

5.3.2 Dich riva gidi droc dua vao binh cau 500 ml cta by cd quay chén khong (4.6). cho bay hoi dén

con 1 ml
5.4 Dung dwong chudn

Pha day dung dich hiéu chuin c6 nbng 6% 0,01 0,02; 0,05; 0.1; 0.2; 0,3 ug/ml trichiorfon trong
n-hexan. Bom chinh xac 2 pl méi loai dung dich trén vao may sac ki khi & diéu kién phan tich dé xay
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dng duong chuan va xac dinh gidi han phat hién cda may. Bwong chudn xay dvng dwec co dang
phuong trinh tuyén tinh sau:

y=ax+b

Trong @6

y chidu cao pic clia chét chuén, tinh bing milimet (mm), (hodc sé dém) ;

x ndng dd tvong (rng clia chit chuén;

avab hé sb trong phuong trinh tuyén tinh.
5.5 Phantich
Bom chinh xac 2 pl dung dich thu dwec vao may séc ky khi & didu kién phan tich nhu sau:
- Cbt: HP-5, dai 30 m, dwdng kinh- 0,33 mm, day 0,25 pm (hodc twong dwong).

Nhiét 86 budng bom mau (Injector): 250 °C

Nhiét 36 detector NPD: 290 °C

1

Chuong trinh nhiét 86 nhw sau:
80 °C: 1 min
80 °C - 160 °C: téc @ 10 °C/min
160 °C — 230 °C: téc 46 6 °C/min
230 °C - 280 °C: téc a6 20°C/min
280 °C: gilr nguyén trong 5 min.

Khi nito, 4p sut d4u cdt 1Q psi (6,89.10° Pa).
6 Tinh toan va bidu thj két qua
6.1 Tinh todn
Du lugng trichlorfon, X, dworc tinh béng miligam trén kilogam, theo céng thurc:

- (H-DV
aP

X



