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L&i n6i dau

TCVN 6133: 1996 do Ban ky thuat Tiéu chudn TCVN/TC 190 Chét lugng dat bién soan, Téng
cuc TC-BL-CL dé nghi, B& Khoa hoc, Céng nghé va Méi trudng ban hanh.
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1. Pham vi ap dung
Tiéu chudn nay qui dinh phuong phap phan tich du ludng metyl parathion trong dét.

Phuong phap nay ciing c6 thé ap dung dé xac dinh mic d6 & nhiém dat do do sif dung chat

nay dé trir sau bao vé cay trong hay ro ri khi van chuyén bao quan.
GiGi han xac dinh cla phuong phap: 0.002 ppm.

2. Tiéu chuan trich dan

Tiéu chudn nay st dung ciing véi:

- TCVN 5297: 1995 Chat lugng dat - LAy mau - Yéu cau chung

- TCVN 5941: 1995 Chét luong dat - Gidi han t6i da cho phép du lugng hoa chat bao vé thuc

vat trong dat.
3. binh nghia
Tiéu chuén nay dung cac dinh nghia sau:

3.1 Du lugng chét trir sinh vat hai trong dat: lugng chét trir sinh vat hai con sét lai G lai trong
dat chua bi phan huy hoac chua bién déi thanh cac dang khac.

3.2 Gi6i han phat hién clia may: Kha nang phat hién cao nhat cla thiét bi phan tich doi vGi doi
tuogng phan tich. Khi thiét bi phan tich 1a may s ki 16ng, gi6i han phat hién la luong hoat chat
nho nhat dua vao may dé thu dudc pic sic khi cé chiéu cao gap ba lan d6 nhiéu dudng nén &
do nhay t6i da cé thé dudc khi van hanh.

3.3 Gidi han xac dinh cla phuong phap: ndng dé thdp nhat xac dinh dugc trong déi tuong can

phan tich vGi cac diéu kién da dudc lua chon.

3.4 D6 phat hién (recovery): khd nang xac dinh dudc (tinh theo phan tram) lugng chét can
phan tich so véi luong chat chan dua vao d6i tuong phan tich khi ti€n hanh nghién ciu xay
dung phuong phap.

4. Nguyén tac

Metyl parathion trong dat dudc chiét banghdn hop dung méi cloroform- axeton theo ti 1& 2: 1
(v/v). Lam sach dich chiét bang cét silicagen, natri sufat khan va than hoat tinh. Xac dinh ham

lugng metyl parathion bang sac ki 16ng dung detector quang k& ngon Ifa (FPD). Phuong phap
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nay dung dé phan tich du ludng metyl parathion trong dat khi c6 mat cac chat photpho hitu co
khac.

5. Thudc thir

- Cloroform loai tinh khiét;

- axeton loai tinh khiét;

- Etyl axetat loai tinh khiét;

- Benzen loai tinh khiét;

- Natri sunfat khan loai tinh khiét phan tich;
- Than hoat tinh loai tinh khiét;

- Metyl parathion chuén (99%).

6. Thiét bi dung cu

Céc dung cu thong thudng trong phong thi nghiém va cac thiét bi dung cu sau:
- Binh nén nat mai dung tich 250 ml;

- Binh cau nut mai dung tich 100m;

- Binh qua & dung tich 25 ml;

- Phéu loc Buchner;

- May l3c;

- May chung cat quay;

- May séc ki khi trang bi detector FPD;

- Ray kich thudc 16 2 mm.

7. Lay mau

MAau dat dugc Iy theo TCVN 5297 : 1995.

Nén xac dinh thém thanh phan co ly, hoa hoc clia dat dé cé co sd nhan dinh bd sung vé tinh

trang dién bién, kha nang luu gilr va lan truyén chat 6 nhiém.
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8. Cach tién hanh

8.1 Xay dung dudng chuén

Pha day dung dich hiéu chudn c6 néng d6 0.1; 0.5; 1; 2; 3; 4 x g/ml metyl parathion trong etyl
axetat. Bom chinh xac 1 x| méi loai dung dich trén vao hé théng sac ki Idng & diéu kién phan
tich nhu diéu 8.4 cla tiéu chudn nay dé xay dung dudng chuan va xac dinh gi6i han phat hién

clia may.
8.2 Chiét tach

Ray mau dat qua ray c6 kich thuéc 16 2 mm dé loai bd cac tap chat co hoc. Can 50 g dat vao
binh nén nut mai loai 250 ml .Thém vao 30 g natri sufat khan. Thém 150 ml hén hop dung méi
cloroform- axeton (ti 1& 2:1 v/v). day chat binh nén va lac 2 gid trén may lac. Loc dich chiét qua
phéu loc Bucshner du6i ap suat giam clia bd giam ap bang voi nuéc. Ria phéu loc hai dén ba
l&n bang 60 ml hén hop dung méi néi trén. Tap hdp dich chiét, cho bay hoi dung méi & 40°C

trong may chung cat quay, ap suéat giam, dén con khoang 5 ml.
8.3 Lam sach

Chuyén 5 g natri sunfat khan vao cot thuy tinh c6 dudng kinh trong 1.2 cm. Thém 1 g than
hoat tinh da dugc sdy khd 6 180°C trong 2 gid. Cho ti€p 5 g silicagen hoat hoa loai dung cho
sac ki c6 kich thuéc hat 60 mesh (0.250 mm). Cho ti&p 5 g natri sunfat khan. G& nhe cot dé
lén chit cac chat nhoi. Dat mot I6p bong tham nudc [én mat cot. TAm uét cot bang 30 ml hén
hdp dung méi benzen- etyl axetat c6 thanh phan ti 1& 10:1 (v/v). Chuy&n mau vao cot. Rira cot
5 1an mbi Ian bang 10 ml hdn hdp dung méi néi trén. Himg dung dich chay qua cot vao binh
cau c6 nat mai loai 100 ml. Lap binh cdu vao may chung cét quay, cho bay hoi dung méi dudi
ap suat giam & nhiét do 40°C dén con khoang 10 ml. Chuyén dung dich con lai vao binh qua
I& loai 25 ml. L&p binh qua |é vao may chung cat quay, tiép tuc 1am bay hai dén con khoang 1
ml & diéu kién trén. Thao binh quae |& ra khoi may chung céat quay. Tiép tuc lam bay hoi ngoai

khong khi dén hét dung méi bang dong khi khé.
8.4 Phan tich

Hoa tan c&n trong binh qua I& bang 0.5 ml etyl axetat. Bom chinh xac 1 | vao may séc ki

Idng trong nhiing diéu kién phan tich nhu sau:
Coét mao quan dai 30, duang kinh trong 0.32 mm, 16p pha tinh OV-17 day 25 um.

Nhiét dé budng cot: Thuc hién chuong trinh nhiét d6 nhu sau: 70°C, 1 phut, sau dé tang lén
160°C vai téc do 7°C/phut, tir 160°C dén 220°C véi tsc d6 4°C/phlt . Gitt & 220°C 10 phut.
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Nhiét d6 budng bom mau: 220°C.

Nhiét 36 detector: 260°C.

Khi mang: - nita: té¢c d6 1.2 ml/phut.

Khi chay cho detector: - hidro:95 ml/phut.
- khéng khi: 120 ml/pht.

Né&u may s3c ki khéng c6 cot mao quan co thé sir dung loai cét thuy tinh dai 2.1 m, dudng kinh
trong 3 mm, dudc nhéi SE-52 dudc tdm 5% (g/g) trén chat mang chromosorb W-AW-DMCS.

Nhiét d6 cot 210°C.

Nhiét d6 buéng bom mau va detector: 230°C.

Toc dd khi mang: - nita: 50 mi/ph.

ap suat khi chay cho detector: - hidro: 0.65 kg/cm?.
- khong khi: 0.60 kg/cm?.

Vi hiéu qua tach cta cét mao quan 16n hon rét nhiéu so vdi ¢ot nhéi va khdng bi can tré béi
céac tap chat phic tap trong méi trudng, vi vay tiéu chuan nay khong khuyén khich st dung cot

nhoi.
9. Biéu thi két qua
9.1 Tinh toan

Dua vao thdi gian luu (tg) cla chudn va mau dé nhan biét metyl parathion va tir dién tich hodc

chiéu cao pic, tinh ndng dé metyl parathion c6 trong dat theo cong thiic sau:

Am CC
N=—""Lx—"SxV
A m

C
trong do
N 12 néng dd metyl parathion trong dat, tinh bang ppm;
A, la dién tich hoac chiéu cao pic mau, tinh bang milimet vuédng hoc milimet;

A, 1a dién tich ho#c chiéu cao pic chuén, tinh bang milimet vuéng ho#c milimet;
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C. la nédng d6 dung dich chuén, tinh bang microgam trén lit;

m 1a khéi lugngmau dung dé chiét, tinh bang gam;

V |4 thé tich dung dich mau diing dé phan tich.

9.2 D6 chinh xac

Do chinh xac clia phuong phap nhu sau :

Gi6i han phat hién cla may & diéu kién phan tich da néu : 0.1 ng.

Gigi han xac dinh cla phuong phap: 0.001 ppm.

do phat hién: 85 - 90%.

Do léch chuén s(n=5) = 8.2% & mdc 0.01 ppm va 6.5% & mdc 0.1 ppm.
10. Bao céao két qua

Ban bao céo két qua phai bao gom céac thong tin sau:

a) tham kh3o tiéu chuan nay;

b) d&c diém nhan dang xuat st cla mau dat;

c) tinh chat riéng clia mau dat (vi du su cémét cla set, soi cat hay ¢d, rac vun...)
d) két qua xac dinh etyl parathion;

e) cac yéu té tu chon va nhiing yéu t6 khac c6 thé anh hudng dén két qua.




