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! Phwong phap zfe dinh du ludng thude ! Aty
' trir dich hai methamidophos ! Kmyén khich!
! TRA: ! dp dyng !

) Method for residue determinationm ! !
! ! !

of Hethamidophoa

Tidu chuln nay quy dinh pluemg phép xéc dinh e
leong Methamidophos trong shn phim cha.
1. Liy man

Theo TCVH 1T00-86
2. Dung cu va hda chdt
2.1. Dung cu
- Can phan tich;
- C&n k¥ thudt
- My 1fe ;
- MAy chmg cdt quay
- Miy nghidn ;
- ™h sdy ;
- T lenh ;
- T} 'hét;
- Bom Wit chén khéng
- Binn ciu 250ml ;
- Binh dinh mfc 20ml ;
- Binh nhon 25ml ;
- BEinh sfo kv ;
- Einh Wit Em :
- %iinh nén 300, S00ml;
- (ng domg 10, 50, 100ml ;
- PhBu con ;
- Phidu Buchner
- dyng cu phun thude ti
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- Dung cu tréng lop méng ;
Kinh lop mong 20 x 20cm ;
- Bem ti&m 5, 10, 50 Al ;
- Ofe thiy tizmh 100, 250 @l ;
- 08% afe &y 400 x 20mm:
- Dia thiy tinh ;
- 30ng thim nuoc )
Pipet 0,5 ; 1ml ;
- Ong dém giot ;

[]

2.2. Hoéa chat

- Methemidophas 99% ;

Axeton TE.ZT ;

- Then noast tinh PT ;

= Natri sunfat khen TE.PT :

2tyl axetat TE.?T :

Axetonitril TK,2T

Cyclohexan TE.PT ;

Cong g8 db chl thi

- Silicagen 50 G (sde ky ldp ming);
- 3rdm long PT ;

]

]

J. Tr 1y miu

2.1, Chuln bi n3u va chidt suft

C&n 50g mBu da nghidn nhd vao =it bink nén o& 300ml,
cho 10Cml axeton vao, lic b¥ng médy ifc trong @t gio. Loc
qua phiu Buchner vac mét binh chu 250ml, tréng binh vaphiu
vol 50ml axeton. Dich loc dem cé cen bing méy chimg  cit
quay chan khéng dén khoang 5 - 10ml vd nhift 43 ndi- cdeh
thiy dudl 40°%C.

Ding mdt cét thhy tinh 400 x 20mm dA rira asch va sdy
khd, phis dudi o khda déng mb. Dimg kep 18p 1lén gid cho
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cbt thing dmg, khda & phia duddi dong lai. Lot mdt ldp
béng dufl ddy rdl nhdi vao cdt lcm natri sunfat khen, 4g
then hoat tinh, lcm natri sunfat khan phit 1én mit. Riua cdt
vri 50ml axeton, md khda losi bd 20-30ml, khi lop dung mdi
cbn céch bd mit 16p ndp pou 1 - 2cm thl ddng khéa lai. Hoa
tan dich childt vol 10ml axeton rBi 45 vao c¢ft, trdng binh
791 2z - jml axston. Riza giami wri 100ml azeton vas mdtbinh
cBu 250ml. Dung dich rira gifi ihu duge dem chmg cdt quay
chén khong dfn khi con 1 - 2ml vl nhidt d§ ndi céch thiy
dudi 40°C. Chuydn toan b3 dich cd sang binh nhon, tréng
cin b¥ng 2 - Jml axeton. Ding may chumg cdt quay chan
xhdng ¢4 can miu; Cén thu duge dung 43 xdc dinh du lugng
thudc trir dich hei bing phuong phdp sde ky 1ép mong.

4. Phuyong phép me dinb
4.1. Chulin bi ban mbng

Tung 5 tim kink 20 x 20cm, —Ua sach bEng xa phong
trang hei 13n b¥ng nude cit, dit lén gid cho khd. Cén 10g
Silicagen A0G cho vao bina nin co J00ml, thém TOml mydeedt,
1fc d%u bai pmit r81 d5 vao dung cu trang ldp mdng da didu
chinh di d% tréng lén 5 miéng kinh 20 x 20cm. Sau khitring
xong, dit cdec ban méng & vi tri that thing bing ¥ nnhidt 48
phong cho dfn khi ¥hé mdl cho vRe 40 afy. Xhi th sdy daz
dén 110°C thl séy tiép mdt gt oranift 4 45, Iép ban mong
vao gia, d3t trong binh hit 3m 4% B0 quAn ve dung dEn.

4.2. Chufn bj cec dung djch

4.2.1. Dung djch chudn

0in 20mg vol &8 chinh me 0,0002g chudn Hethamidophos

vao m3t binh dinh mre 20ml. Hoe tan blng mdt {t axeton,=3i
dinh mt;u‘r.fén vgch. Dy nut kin, 1fec ddu. Bdo quAn trong ti
lanh, gia' tri st dung mét thang.

4.2.2, Dung djch khai trila

Phe b dung mil Cyclokexon: étyl axetft: axetonitril
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vt +¥ 1& 50: 20: 15, cho veo binh sfc k¥ va ddy kin ndp
binh d& bas hoa.

4+2.3. Dung dich phat hién

Dung cdng g8 do 48 phat hifn cac chim trén lop mong.
Cach pha dung dich Cong 24 db: hoa tan 0,5g Céng gd 4o
trong 50ml rzou etylic va 50ml nudc cAt. Toan 53 hin hop
dung gify loc vao lg 100 ml. Diy nut kin d& dimg thuomg
xuysn. '

4.3. Tién henh sfc ky

Liy mét ban mong da chuln bi sBn , cao 1dp Silicagen
& hai mép bén canh siu vao 1mm. Dung thude do dénh déu cde
vi trd s& chim miu th va miu chuln lén 14p mdng (chc chém
cach nhau iz 2,5 = 3Jem,. cach mép dguod 1,5 cm va cach hai
mép bém tr 1,2 = 1,5cm). M3t ben mong nhr viy co thd chim
tir & = 8 cham. Liy chinh =zac 0,5ml axeton cho vao cin mau
thiz (muc 3.2), diy nit kin, 18c d8u cho tan adn va tap
trung xudng day bdinh nhon. Dung bom tidm mit mBu thir va
chdm 18n 16p méng & hei vl tr{ da djnn. Vét thd nhdt chim
20 microlit va vét tinz hai chim 30 micro 1{t. Jde wvi tri
khéc chém dung dich ctuiin voi thd tich ting din tir 10, 20
30, 40 microlit. EKhni. cham phhi khdng ché duomg kinh ofe
vét khéng quad Jmm. Khi chém xong 44t mép dudd ban mong
vao binh sde ky da cé sin dung mél, didy 1fp od béi vaselin
4% dam bio thit kin. Khi dung méi ngém lén con cdch  mép
trén khoéng 2em thi 14y bén mbng r=, dénh déu tuyén dung
wdl rdi 4t trong th hét 15 phit cho bay hét dung méi.

4.4. Nhén biét

Dung binh hit 3m 400 x 250mm bén trong dit mét lo
brém ldng. Mo nit lp dén khi hedi brm bao hoa tromg binh
thl 4it ban mdngvio., DAy kin ndp blnh hit 3m, sau 15 pmit
léy ban mong ra dit vao th hdt 10 pmit 4% hoi brdm bay di.
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Seu 48 phun voi dung dich phét hidn. Cde vt mBu va echuln
s8 xudt hién mhu xanh lam trén nén db thdm.
5. T{nh két qua
5.1. HiZu sudt thu h31 tinh béng % (X) theo céng
thires
I - I,

L

I'% = x 100

trong do:

X, - lromg hoat chit tim thdy trong miu tréng 4B sho
thém hoat chit

I, - lugng hoat chit tim thdy trong miu tréng
y - lugng hoat chit dua vao miu tréng
L -% thu udi

5.2, Xdc dinh duw luong thufe trir dich hai

3%ng cdch so sdnh trye t18p 45 dim nhat cla vét zila
miu chudn va mBu thir ta mit ra luomg thude trr dich hai 1h
beo nhidu microgam/ v&t , tir d0 tinh re dv luomg thudc tri
dich hei trong san phim.

Binh thromg néu cde vét clia mdu thir n¥m trong kbokng
thang coufn thl ta cd thé rdt ra duge két qud ngay.

Somg 20 trwomg hop vE%t nhd nodt cle mAu thr o5 ;i
tri 1ém bom vét 1ém nhit clim miu chuln thl phhdi wde liremg
d& mit bdt luong mau thl khi lam sfe ky 1in sem.

Cing o6 truomg hop vét 1ém nhit olie miu thlr ¢d gzia
tri nbd honm vét 56 nhdt che wiu chuln thi phal ting lwemg
23u thir 45 chém lén 1p mdng. CS nghla 1a ta phal tao dugc
cée vét cla m3u thir ¢S ham luomg nim trong khohng gidd hen
clia theng chudn. Sau khi kbing dinh duge ntng 48 clia  vét
theo thang chuin thl t{nh két quh theo cdng tmtc ssu:
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T = mg/
g = x kg
M b
trong da:
R - Dz lugmg thude trir dich hed tromg sin phim che
(mg/kg)
Iy - luomg host chit tim thdy trén 16p mdng timh

theo microgam

M - 38 gem néng shn tuomg Ung voi thé :deh dich
chift 9B chim lén mdt vét trén sfc oF 1ép ming
duge chon d8 mit ra két qua

5.3. Cde gid tri khdc :
- Trl 80 R : 0,44
- Gidl hgn phét hidn: 0,5 Mg
- Higu sudt thu bSi (recowvery) : 90% .

e

.I" R ]



