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$4U CHUAN VIET NAM o Mhém N

THUOC BAO VE THUC VAT TRONG

THOC GAO VA DPAU TUONG TCYN
' 4718 — 89
Phuong phap xéc dinh dw lwgng ¥ — BHC - > '
Ocratok necrundon .  Residue of pesticidee
Merol onpeleaenus Method for determi- ]
octatka | — BXK nation of T-BHC residue Cé hiéu lye
B PHCOBHIXY CO@BHX inrice and soybean tie 111990

Tiéu chufin nay qui dinh phuong phap xée dmh du Ilrovng T -
BHC lrong hat théc gao va hat dau twong béng phuong phap séc
ky 16p méng (SKIM). '

1. L4y miu: Theo TCVN 1700 — §6.

2. Dung cu va héa chit: :

2.1. Dung ‘cu:

— Can phan tich;

— May nghién;

— May chung cdt quay;

— MAy bom hit chan khéng;

— Binh tam giac nat mai 300, 500 ml ;-

— Binh' (ron 250, 500ml;

— Binh qui [& 25 ml;

— Binh hiit Am;

— Binh dinh - mirc 100 ml;

— C8c thiy tinh 100, 250 ml ;

— Ong dong 10, 50, 100 m1;

— Phéu con;

— Phé&u Buchner;

— Cot séc ky 400 X 20 mm;

— Miéng kinh 20 X 20cm;

— Ta sdy;

— Microseranh 5 p.l 10 y.l 50 pl;
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— Dung cu trang 16p méng:
— Dung cu hut chan khéng;
— Dung cu phun 16p méng;
~ bén cue tim (UV);

~ Diia thly tinh;

— Béng thdm nude;

— Pipet 0,5, 1ml;
_— cong-to-hut ;

2.2. Héa chit:

— Chuin ¥ - BHC;

— n -~ henxan TKPT;

~ Axetonitril TKPT

— Ete diu héa TKPT;

— Florisil hoat héa 130° C trong 8 gié
— Natri sunfat khan PT;

— Silicagel G 60;

— Ké&m chlorua PT;

~ Diphenyl amin PT;

— Axeton TKPT;

3. Phwong phap xac dinh: "

3.1. Chudn bi miu:

3.1.1. Hat gao, théc

3.1.1.1. X 1y miu va chi &t xudt:

Cin 50 gam miu d4 nghi¥n nhd va rdy qua c¢d ray 1,25mm
r6i cho vao binh tam gidc ¢6 dung tich 500 ml, cho tiép vao binh
100 ml n-hexan ddt vao may lic 1gio, sau d6 d& yén 5 gi& cho
thuGe trir sau lan hét vao dung mdi. Loc bing ph&u Buchner cé
16t gidy loc qua hat chan khéng. Trang binh va ph&u va&i 50 ml
n-hexan. Dich loc dem chung cit bing may cdt quay (rén cach
thity 40 — 50°C cho 16i khi con khoang 5 - 10 ml :

3.1.1.2. Tinh ché:

Ding 1 et thity tinh 400 X 20mm phia duéi cé khoa déng
m¢. Sau khi rta sach biing xa phong, trang 2 lAn nuéc cit,
sdy kho. Ding kep lip lén gia cho cdt thing dtng, khoa
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& phia duéi duwge van dong lai, iy mot. nhim bong (loai thd&m
nuéce) 161 & day cot rdoi nhdi vie 10 g Florisil. Rira cot voi 50 ml
ete diu hda. M& khoéa cho chdy ra va loai bd 30 ml, Phii 1 16p Natri
sunfat khan 2cm 1én trén Florisil. Hoa tan cin chiét xudt véi 10ml
eéte dau héa dé iy hét cin vao cot, trang binh chtra voi 10ml
- éte diu héa dd vao cdl cho that hét cin. Ria gidi biing 200 ml
hdén hop dung moi (éte diu hda chta 6 % éte étylic). bidu chinh
khéa d& t6c d¢ chiy khodng 3 — 4 ml trong 1 phit. Dich tinh ché
dem chung cdt quay dén khi con 1 — 2ml thi chuyén sang binh
qua I¢, txang 18y hét can bing 3 — 5ml.hdn hop dung méi trén,
bat binh qua 1é trong binh hat khi hode bdc hoi nhe bing may cil
quay dén dung m6i. Ciin thu dwoc s& xac dinh du leong thudce tri
sau bing sic ky lop moéng (SKLM). Néu chua phan tich ngay cin
day kin va day kin va a8 noi méat mé ho#c trong t lanh.

3.1.2. Hat d4u twong:

3.1.2.1. Chiét xuat:

Theo muyc 3.1.1.1. nhung thay n-hexan bing axetonilril.

3.1.2.2. Tinh ché:

Theo muc 3.1.1.2,

3.2. Chuin bi ban mdng:

Ding cac tdm kinh 20 X 20 cm rira sach biing xa phong, lrang
2 lan bing nuoc cit, dit 1én gia cho khé.

- Cén 30 g Silicagel G 60 cho vao binh tam giac ¢& 300 ml thém
70 ml nuwde cdt lac déu 2 phut rdi dd viao b chia cia dung cu
trang16p méng da didu chinh d® khi trang 1én 5t4m kinh 20 x20cm
s€ dat bé day cta lép silicagel 0,25 mm. Sau khi trang xong, dat
cac bian mdéng & vi tri that can bang & nhiét do thuwong cho dén
kh6 méi cho vao ti sdy. Khi td sy dat dén 110°C thi say tiép
1 gio & nhiét d9 d6. Khi cac ban mdng vira ngudi thi duoc xé&p
vao gi trong binh hut 3m d& dung dan.

3.3. Chuln bj c4c dung dich:

3.3.1. Dung dich phat hién:
~A: La dung dich 20 % diphenylamin trong axeton.
B; La dung dich 10 % k&m chlorua trong axeton,
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Truéc khi phun dem tron 1 thd tich A v6i 2 thé tich B. Dung
dich nay chi pha khi st dung, khong dwoc d@ sang ngay hom sau.

3.3.2. Dung dich khai trién sic ky:

L&y 50 ml n-hexan cho vao binh sfic ky va day nép kin.

3.3.3. Dung dich chufin:

Can chinh xac 20mg chit chuin Y — BHC cho vao binh dinh
mrtc 100 ml hoa tan biing axéton sa1 do6 cho thém axétéon cho dén
ngdn binh dinh mte 100 ml. Bay nut kin, lic d2u. Bdo quan trong
(4 lanh, gia tri st dung trong 1 thang.

3.4. Tién hanh séc ky:

Ldiy 1 ban méng di chulin bi & trén, cao 16p silicagel & 2 mép
bén canh sau vao lmm. Ding thude do danh diu cac vi tri s&
chdm miu thét va miu chuflin [én 16p mdng (chc chim cah nhau
tr 2.5 — 3cm, cach mép dudi 1,5 2m va cach 2 mép bén tr 1,2 —
1,5cin). Mol bin méng nhur vy ¢d thé chdm duwoge tir 6 — 8 chdm-

LAy chinh xac 0,5 ml axelon cho vao cdn mau thtt (3.1.1.2)
hoiic (3.1.2.2), ddy ntt kin, lac déu cho tan cidn va tap trung
xudng day binh qud 1é. Dang dng mao quin chinh x&c hodc
microxyranh hat miu thir va chim lén lop méng & 2 vi tri
da dinh, vét thit nhit chdm 20 microl’t (ul). V€L thit 2 chdm 30 ul,
Cac vi (ri khac chdm dung dich chuin véi thé tich ting dan
ter 25—5~10—15—20—25pl (twrong Gng véi 0,5 ~1—-2—-3—4-5ug
«micro gam» chit chuin ¥ — BHC/vé€l). Khi chim phai khéng
ché duong kinh ctia vét khong quia 3mm. Khi chdm xong, dit
mép dudi bAn méng vao dung mdi trong binh sic ky day nap co
boisin vaselin d& bio dam that kin.

Khi dung moi ngdm 1én ¢on cach mép trén khodng 2 cem thi
liy bin mdng ra, danh din ngay dinh dung moéi rdi dal vao ta
hat 30 phit cho bay hét dung moi. Ldy dung dich phat hién (3.3.1)
phun déu trén mit 16p mong ((Am wol) rdi dit bin mdng dudi dén
tor ngoal 15 phat Ch4t trr sau ¥ — BHC cho vét mau xanh xam
trén nén tring.

Bing cach so sanh truc tiép gitta cac vét ctia miu th va miu
~ chuin ta rat ra lugng ¥ - BHC 1a bao nhiéu mircogam/vét va tir
d6 tinh toan dw lugng thudc trir siu trong sin phim.
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Cha y: Nén cac vét clia méu thlt ndm trong khoang thang chuln th1
ta rat ra duge két qua ngay.

Néu vét nhd nhit cha miu Lthir ¢6 giad tri 1on hon vét 1on nhit
caa chuin thi phdi uéc lugng d& rat bét lwgng mau thit khilam
sdc ky ln sau.

Néu vét 1on nhét cla miu thh co gia tri nhd hon vét bé nhdt
cfia mAu chudn thi phii ting lwgng miu tht d& chdm [én 16p mong,
Cénghia 14 ta phii tao duoc cac vét cia miu thd e ham lugng
nidmtrong khodng gi¢i han ctia thang chuén.

4. Tinh két qua:

Du lrgng thude (rir siu trong sin phdm (méu ¢6) dugc tinh
theo edng thuc sau day:

Luogng thude trir sau tinh theo ppm = —g——

A: Chit trir sau tim (hdy (rén vét sdc. ky linh theo
microgam (pg). :

B: S8 gam nong phAm twong tng voi th® tich dich chiét da
chim 1én 1 v&1 SKLM dwge chon d& rit ra két qua.

Tri s6 Rf: 0,35

Gidi han phat hién: 0,5 microgam (ug).




