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TIEU CHUAN VIAT NAM

Nhém N

THUGC BAO VE THUC VAT TRONG
THOC GAO VA DAU TUONG

Phuwong phap xé4c dinh du lwong
Methylparathion

Ocratox . necrunufos  Residue of pesticides
- Metof . onpeleaenus Method for delermina-
octaTka MeTnanapathos tionof methylparathion
B PHCOBHX H COEBHX residue in rice and
soybean

TCVN
4719 — 89

, tir l_-l-l990 :

Cé hiéu lye

Tiéu chulin nay quy diah phuong phap xac dinh du lwgng
~ Methylparathion trong hat théc gao va hat diu twong bing

phwong phap sic ky 16p mdng (SKLM).
1. Ldy mAu: Theo TCVN 1700 — 86;
2. Dung cu va hoa chit:
2.1. Dung cu:
— Cén phan tich;
— May lac;
— MAay chuwng cil quay;
~— Bom hitt chan khéng;
— Binh ciu 250, 500 ml;
— Binh dinh m®c 100 ml;
— Binh ling gan 300, 500, 1000 ml;
— Binh qua 1& 25mi;
— Binh siic ky;
— Binh hat 4m;
~ Ong dong 10, 50, 100 ml;
— Phéu con;
— Phéu Buchner
~— Dung cu phun
— Dung cu trang 16p mong;
— Kinh 16p méng 20 X 20cm;
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'~ Microxoranh 5, 10, 50 pl;

— Cdc thay tinh 100, 250 m];

— Cot sfic ky 400 X 20 mm ;

- — Diia thiy tinh ;

— Bong thim nudec:

— Pipet 0,5, 1 ml;

— Coéng to hat:

— Ta sdy;

2.3, H6a chidt:

— Chuiin Metyl Parathion:

— Axetonitril TKPT:

— N-hexan TKPT;

— Diétyl éter TKPT:

— Axeton TKPT;

— Ete dau hda TKPT; (Petro ~ benzin);

— Natri sunfat khan PT;

— Florisil (séc ky ¢0t) hoat héa 8 gi& véi 130°C;

— Brom 16ug PT;

— Silicagel G 60 (sac ky 16p mdng);

— Congd db; .

— Hyflo — supercel; 7

— Natri clorua TKPT; ' ;

— Con &tylic 96°; \ -

3. Phuong phap xac dinh:

3.1.IChulin bi miu:

3.1.1. Hat théc gad:

3.1.1.1. Xt Iy miu va chiét xuit:

Can 50 g miu di nghidn nhé va ray quacd ray 1,25mm rdi
cho vio binh tam gidc dung tich 500 ml, cho tiép vao 100 ml
axetonitril, ddt vao may ldc 1 gio, sau d6 d¥ yén 5 gio cho du
lrgng thude trir siu tan hét vao dung mai. Loc bing ph&u Buchner
cd 16t gidy loc qua hit chan khong. Trang binh va ph&u v6i 50ml
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axetonnilril. Dich loc dem chung cit biing mAy chuwng cit quay
trén cach thiy 40 — 50°C cho téi khi con 5 — 10 ml.

3.1.1.2. Tinh ché:

Dung mot cot thiy tinh 400 X 20mm. phia dudi c6 khoa doéng
mé. Sau khi réa sach bing x4 phong, lring nude cAt, sdy kho.
Ding kep ldp lén gid cho ¢ot thing ding, khéa & phia duéi déng
lai, 16t mot nhim bong (loai th&m nuée) & day rd6i nhoi vao
cot 10.g Florisil. Rira cot véi 50 ml éte dau héa. M& khoéa loai bd
30 ml rdi ph@ mot Natri sunphat khan 2 cm 16n trén. Hoa lan cidn
chiét v6i 10 ml éte ddu hda va dd vao cot, trang thém voi vai ml
d¢ ldy hét cin. Rira gidi bing 150 ml hén hgp dung moéi (éte diu
héa chira 15 % éte élylic). M& khoa técdo chdy khoing 3-4ml,
phat. Dich thu dwge dem c4t biing may cAt quay dén khi con
'1-2ml thi chuyn sang binh qua 1¢, trang Iy hét cin bing vai
ml hén hop dung moéi rira gidi. Pt binh qua 1é (rong budng hat
khi hofic boc hoi nhw biing may cit quay dén hét dung méi. Cin
thu duge dé xac dinh du lwgng thude trir sau bing sac ky lop
mong (SKLM). Néu chwa phin tich ngay cin nat kin bio quén
noi mal mé,

3.1.2. Hal d4u tuong:

3.1.2.1. Xt Iy mau va chiét xuidt: ~

Can 50 g miu da nghién nhd va ray qua c& ray 1,25 mm rdi
cho vao binh tam giac dung tich 500 ml, cho ti€p vao 100 ml axeton
dit vao may lic mol gio, sau d6 dd yén 5 gio cho thude trir siu
tan h&t vao dung moi. Loc bing ph&u Buchner c6 16t gidy loc phn
mot 16p méng khodng 2 — 3mm Hyflo — supercel qua hwt chan
khong. Trang binh va phé&u véi 50 ml axeton. Chuyén toan bo
dich loc sang binh ling gan 1000 ml trang v6i 20 ml axeton va gép
vao binh ling gan. Sau do cho lin lugt vao binh ling gan 100 ml
n-hexan, 20 ml dung dich bio hoéa Natriclorua va 250 ml nuée
cit. D4y nit lac manh 2 phut rdi d& yén 20 phut cho tao 16p.
Chuyén 16p ndm duéi sang binh ling gan thi 2 va chiét thém
2 1dn nira, m6i 14n véi 100 ml n-hexan Tap frung dich & binh
tht nhdt véi djch n-hexan cfia 2 lin chiét sau vao binh lang gan
roi loai nudc qua phéu con c6 16t gidy loc va khodng 10 gam Natri
sunfat khan vao mgt binh cha may chung cdt quay. Sau d6 dem
chwng c4l cho téi khicon 5 — 10 ml.
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3.1.2.2. Tinh ché:

Dich c6 lrong binh chwng cit quay dwoce chuyen sang binh
ling gan dung tich 300 ml, trang biing 30 m] Axelonitril 8 14y hét
cdn sang binh ldng gan, thém 90 ml n-hexan va lic manh 1 phit.
Dé yén 20 phat cho tao 16p rdi chuy?@n 16p Axetonitril sang binh
ling gan tha 2. Dich con lai & binh thtr nh4t duoc chiét thém
2 lin, mdi lan véi 30 ml Axetonitril va tap trung axetonitril vao
binh thir 2. Lic rita axetonitril v&i 99 ml n- hexan, khi da phan
16p thi 1041 b6 16p n-hexan di. Dich Axelonitril dwge cho vao binh
cdt quay va co cho toi khi con 3—-4 ml thi chuy&n sang tinh ché
qua col. )

Dung | c6t thay tinh 400 X 20 mm phia dudi c6 khéa dong
mé&. Sau khi rira sach biing xa phong, trang 2 lin nuwéce cdt, siy
kho, 1dp vao gia cho c¢6t thing ding, déng khoéa va nhoi 15g
Florisil nhu trén. Rlra ¢t bang 50 ml n-hexan, mé& khoa cho chay
va loai b6 30 ml, Hoa tan dich ¢6 Axelonitril v&i 10 ml n-hexan
va d6 vao cOt, trang véi vai ml n-hexan d& 14y hét cian vao cot.
Dung binh 250 ml cia may c4t quay hing & dudi. M& khoa va dd
din 100 ml hon hop (éte étylic va n-hexan, ty 1¢ 15/85) d& ra giai.
Téc dé chay 3 — 4 ml/phut.

Khi dung dich chay hét, ¢d trén may cil quay toi khi con
1 — 2ml thi chuyén sang binh qua 1é. Trang véi vai ml dung moi
dang dung d& 18y hét ciin. BSc hoi & trong budng hit hoic trén
mAay cdt quay t6i hét dung moi. Cén thu dwge d& xac dinh du lugng
metyl parathion bing SKLM. Néu chua phan tich ngay cin nut
kin, 48 noi mat.

3.2. Chuln bj bin mong:

Ding cac tdm kinh 20 X 20 cm rira sach béng xa phong, trang
2 lan bang nude cit, dat lén gia cho kho.

Can 30 g Silicagel G 60 cho vao binh tam gise ¢& 300 ml, thém
70 ml nudce cdt, ldc déu trong 2 phut roi dd vao bé chira clia dung
cu trang lop mdng da didu chinh d¢ khi trang 1én 5 miéng kinh
20 X 20 cm s& dat b& day cta l6p silicagel 0,25 mm. Sau khi trai
xong, dit cac ban méng & vi tri that thing bing & nhiét @) thuong
cho dén khé méi cho vao th siy. Khi td sdy dat déa 110°C thi
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sdy tlep 1 gid & nhiét 3¢ d6. Khi cac bin moéng vira ngudi thi
dugce x€p vao gia trong binh hat Am 48 dung din.

3.3. Chuéin bi cac dung dich:
3.3.1. Dung djch khai trién sfic ky:

Do 1a hon hop dung dich n-hexan va axeton theo ty 18 4/1
BOng 40 ml n-henxan trgn déu v6i 10 ml axeton roi dd vao binh’
sdc ky, day nap kin.

3.3.2. Dung dich phat hlen

Tron 30 ml con étylic 96° véi 50 ml nude cit de hoa tan 0,5¢g
dd cong go. Loc qua gidy loc vao chai 100 ml d4y kin.

3.3.3. Dung dich chuén: :

Can chinh x4c 20 mg ch4t chuin me!yl parathion va hoéa tan
v&i vai chuc ml axelon trong binh dinh mte 100 ml. Sau dé bd
sung axeton cho dén ngin 100 ml. Pay nut kin l4c ddu. Bio quin
trong ti lanh, gia tri st dung mot thang.

3.4. Tién hanh sic ky :

Ldy mot bAn mong da chulin bi & trén, cao ho 16p silicagel &
hai mép hén canh sdu vao 1 mm, Diing thudc do danh d4u cac vi
tri s& chdm miu thr va miu chuin lén 16p moéng (c4c chim cach
nhau tr 25—3cm. caich mép dudi 1,5¢m va cach hai mép bén tir
1,2-1,5cm>. Mot bin méng nhu viy c6 th chim duge tir 6-8 vét.

Ldy chinh x4c 0,5ml axefon cho vao cin miu thir (3.1.2.2)
hodc (3.1.1.2) day nut kin, lang d8u cho tan cfin va tap trung
xudng day binh qua lé. Ding 6ng mao dan chinh x4c hoic

“microseranh hiat mau thir va cham lén 16p méng & hai vi tri da
dinh; V&t th& nhat chim 30 microlit (ul), vét thi halkcham 50 pl.
Cac vi tri khac chim dung dich chuin véi th& tich ting din
tr 10-15—-20-25—30—-35pl (tvong &ng v6i2-3 -4 —5—-6 —7
microgam «pg» chit trir siu methylparathion/vét), Khi chim
phai khdng ché du-c‘mg kinh clia vé&t khong qua 3 mm. Khi chim
xong, dit mép dwdi cla bin mdng nhung vao dung moi trong
binh sic ky, ddy nép c6 boi sin vaselin d& dam bao that kin.

Khi dung moi ngdm 1én-con céch mép trén khoang 2cm thi
ldy ban mdng ra, danh ddu dinh dung moi rdi dit th hat 30 phat
cho bay hét dung moi. B4t bdn mdng vao mét binh kin cé chira
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mot e8¢ brom, sau 10 phit lay ra a4t & th hat 10 phat rdi phun
dung dich phat hién (3.3.2) d8u trén mit 16p mong, Chét trir sau
methyl parathion cho vét miu xanh trén nén doé.

Bing cach so sanh truc ti€p gitra cac vét cha miu thér va miu
chudn ta rat ra liwrgng metyl parathion 1a bao nhiéu mlcronam/l
v&t va tir d6 tinh todn du lwong thude trir sdu trong sin pham

Chu thich: Né&u vét-eda miu ndm trong khodng thang chuln thi ta
rut ra dwge két qui ngay. N&u vét nhd nhit cia mlu. thi c6 gia tri l6n
hon vé&t 16n nhit ciia chudin thi phai wée Iqung a8 rul b6t lugng miu thir
khi 1am séc ky lin sau. N&u v&t 160 nhdt clia miu thé c6 gia tri nhd
hon vét nhé nhdt ciia chuldn thi phai ting lu-ong miu thé chdm 1én 16p
mdng. C6 nghia la ta phdi tao duoc cdc vét cta mau thit ¢6 ham legng
ndm trong khodng gi¢i han clia tang chuin.

4. Tinh k&t qua:
Du lurgng thuéde trix sdu (neu c6) trong shn phim duoc tinh
theo cOng thirc sau day:

- Luong thudc trir sau tinh theo ppm = 5

Trong d6: A — Chat trir siu tim thiy trén vét SKLM tinh theo
microgam (ug).

B — S6 gam néng sin twong tng voi thd tich dich chiét da
chim 1én | vét SKLM duge chon dé rat ra két qud.

Tri s6 RF: 0,45;

Gi¢i han phat hi¢n: 2 microgam (pg):
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