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1 Pham vi ap dung

Tiéu chuan nay quy dinh phwrong phap xac dinh ham lwong hoat chat chlorothalonil trong nguyén liéu
va thanh pham thubc bao vé thye vat (BVTV),

2 Tai liéu vién dan

Cac tai lidu vién dan sau 1a rat can thiét cho viéc ap dung tiéu chudn nay. Pbi voi cac tai liéu vién din
ghi nam céng bbd thi ap dung phién ban dugc néu. DO vai tai liéu vien dan khong ghi ndm céng bd thi
ap dung phién ban mdi nhat, bao gdm ca céac stra adi.

TCVN 4851 (ISO 3696), Nwdc dung dé phan tich trong phong thi nghiém — Yéu cau ky thuat va
chwrong phap thee.

TCVN 8143:2009, Thuoc bao vé thirec vat — Xac dinh hadm lwong hoat chat cypermethrin.

3 Phwong phap sac ky khi
3.1 Nguyén tic

Ham iwong chilorothalonil dwec xac dinh bang phwong phap sic ky khi, voi detector ion hoa ngon Iva
(FID). Dung dibutyl phthalat (DBP) tam chat ndi chuén. Két qua tinh toan dwa trén sw so sanh gilra ti sb s

do dién tich cla pic mau thir v&i pic ndi chudn va ty sé s do dién tich clia pic mau chudn véi pic ndi chudn.

3.2 Thubdce thiy

Chi st dung cac thuoc th tinh khiét phén tich, nwéc it nhat dat tiéu chuin loai 3 ciia TCVN 4851
(1SO 3696) trir khi co quy dinh khac.
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3.2.1 Chat chudn chiorothalonil, da biét ham irong.
3.2.2 Chét ndi chudn DBP, c6 48 tinh khiét 99 %.
3.2.3 Axeton.

3.2.4 Khi nito, cé d6 tinh khiét = 99,9 %.

3.2.5 Khi hydro, ¢ d6 tinh khiét 2 99,9 %.

3.2.6 Khdng khi nén, dung cho may séc ky khi.

3.2.7 Dung dich ndi chudn: néng 36 8,8 mg/ml

Dung can phan tich (3.3.4) cAn 0,88 g chat ndi chuén DBP (3.2.2) chinh xac téi 0,0001 g vao binh dinh
murc 100 mi (3.3.1), hoa tan va dinh mirc t&i vach bang axe‘on. (3.2.3)

3.2.8 Dung dich chuin 1am viéc

Dung can phan tich (3.3.4) can 0,01 g chit chudn chlorothalonil (3.2.1), chinh xac t&i 0,00001 g vao

binh dinh mirc 10 mi (3.3.1), dung pipet (3.3.2) thém chinh xac 1 ml dung dich ndi chuan (3.2.7). Hoa
tan va thém axeton (3.2.3) dén vach.

Chu y - Trieére khi cdn, can dwa nhiét dd cda miu chuln bao quan lanh dén nhiét dd phong cén.
3.3 Thiét bi, dung cu

S dung cac thiét bi, dung cuy théng thwdng cltia phong thlr nghidm va cy theé nhu sau:

3.3.1 Binh dinh murc, dung tich 10 ml va 100 mi.

3.3.2 Pipet, dung tich 1 ml.
3.3.3 Xyranh, dung tich 10 ui, chia vach dén 1 ul.
3.3.4 Can phan tich, co6 49 chinh xac dén 0,00001 g.
3.3.5 Thiét bj sic ky khi dwee trang bj nher sau:
detector ion hoa ngon Idra (FIDY;
- bo bom chia dong va khdng chia déng,
~ ¢Ot mao dan HP-5, da 30 m, dwdng kinh 0,32 mm, chiéu day pha tinh 0,25 pm hodc loai tvong duong;

- bd bom mau ty ddng hodc bom miu bi~g tay.
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3.4 Lay mau
Lay mau theo Phu luc A ctia TCVN 8143:2009.
3.5 Cach tién hanh

3.5.1 Chuéan bi miu thi

Mau can duoc fam déng nhat trieée khi can: déi véi mau dang 1dng phai 1ic déu, néu bi déng dic do

nhiét @6 lanh thi can lam tan chay & nhiét dd thich hop, ddi voi mau dang bét, hat phai dwoc tron déu.
3.5.2 Chudln bj dung dich miu thir

Dang cén phan tich (3.3.4) can mau tht ¢é chira khoang 0,01 g hoat chét chlorothalonil, chinh xac t&i
0,00001 g vao binh dinh mirc 10ml (3.3.1), dung pipet (3.3.2) thém chinh xac 1 ml dung dich ndi chun,
hoa tan va thém axeton dén vach. Loc dung dich triéc khi bom vao may, néu cin.

3.5.3 Diéu kién phan tich

- nhiét dé cot ; 190 °C

- nhiét 6 budng bom mau : 220 °C

- nhiét d§ detector : 240 °C

- khi mang nito’ ; 2 mi/min

~ khi hydro ; 35 ml/min

- khi nén : 280 ml/min

- khi bd tro cho detector 40 mi/min

~ thé tich bom mau 1 pl, cé chia déng
- ty ié chia dong: 50: 1

3.5.4 Xac dinh

Dung xyranh (3.3.3) bom dung dich mau chuan cho dén khi t sé gitra dién tich pic cta mau chuin va
pic ndi chuan thay d6i khong Ién Fon 1 %. Sau d6, bom 1an lwot dung dich mau chudn va miu thir, 13p
lai 2 1an (ty so gitra dién tich pic ciia mau chudn vai pic ndi chudn thay ddi khéng én hon 1 % so véi
gia tri ban dau). Dung dwéng chudn dé xac dinh ndng dd ctia m3u thir khi bom vao may.
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3.6 Tinh két qua

Ham lrong hoat chat chiorothalonil trong mau, X, biéu thj bing phan trdm (%) tinh theo cong thire sau:

X.—.F"'Km-‘?-xp

chmm

trong do:
F.. la trung binh ti s& gitra dién tich pic ctia mau thir véi pic ndi chuén:
F. latrung binh ti sé gilra dién tich pic clia mau chuln vé&i pic ndi chuan;

m. la khéi lvong mau chuén, tinh bang gam (g);

L

Mm 1a khoi lwgng mau thir, tinh badng gam (g);

P 13 do tinh khiét cha chit chuan, tinh bang phan tram (%).

4 Phwong phap sic ky 1ong hiéu ning cao
4.1 Nguyén tac

Ham lIwong chiorothalonil dwoc xdc dinh bang phuong phap sic ky 1dng hiéu nang cao véi detector t
ngoai {UV).

4.2 Thudc thiv

Chi st dung cac thuoc thir tinh khiét phan tich.

4.2.4 Chat chuin chlorothalonil, 43 biét ham lugng.

4.2.2 Axetonitril, dung cho sac ky 1dng hiéu ning cao.

4.2.3 Nuwéc cit, dung cho séc ky Idng hiéu ning cao.

4.2.4 Dung mdi pha ddng, chira axetonitril va nudc, véi ty 1@ axetonitril | nwére la 55 : 45 (thé tich).

4.2.5 Dung dich chuln lam viéc:

Ding can phan tich {4.3.7) can 0,01 g chat chuln chiorothalonil (4.2.1), chinh xac t&i 0,00001 g vao
binh dinh mirc 10 mi (4.3.1), hoa tan va thém axetonitril (4.2 2) dén vach (dung dich A).

Dung pipet (4.3.8) lay chinh xac 1 ml dung dich A cho vao binh dinh mtrc 10 mi (4.3.1), thém dung mdi
pha déng (4 2.4) cho dén vach. Dung may lac siéu am (4.3.5) & kh(r bot khi tridrc khi bom vao may.

Chu y - Triedre khi can, cin dwa nhiét dd cia miu chuin bio quan tanh dén nhiét Ad phoiig can.
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4.3 Thiét bi, dung cu

St dung cac thiét bi, dung cu théng thuwdng clGa phong thtr nghiém va cu thé nhuw sau:
4.3.1 Binh dinh mic, dung tich 10 mt va 20 mi.

4.3.2 Mang loc, c6c& 16 0,45 um.

4.3.3 Cobc thuy tinh, dungtich 11

4.3.4 Xyranh, dung tich 50 pl, ¢6 chia vach dén 1 ul (dung cho bom méau bang tay).
4.3.5 May lac siéu am.

4.3.6 Thiét bi sac ky 16ng hiéu nang cac dwoc trang bj nhir sau:

— detector tr ngoai (UV);

— may tich phan hoac may vi tinh;

~ ¢6t sac ky ldng, loai pha ddo (RP-18), dai 250 mm, duwdng kinh trong 4,6 mm, kich thwdc hat 5 um,

hoac ioal trong duong;

- bom mau ty déng hoic bang tay:

— vang bom mau, dung tich 20 pl (ding cho bom mau bang tay).
4.3.7 Can phan tich, co thé can chinh xac dén 0,00001 g.
4.3.8 Pipet, dung tich 1 mi.

4.4 Lay méau

L4y mau theo quy dinh trong Phu luc A cia TCVN 8143:2008.
4.5 Cach tién hanh

4.5.4 Chuan bj mau thv

Theo 3.5.1.

4.5.2 Chuan bj dung dich mau thir

Dung can phan tich (4.3.7) ¢can méu thr c6 chira khoang 0,01 g hoat chat chicrothalonil, chinh xac toi
0,00001 g vao binh dinh mue 10 ml (4.3.1), hoa tan va them axetonitn dén vach (dung dich A).
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Dung pipet (4.3.8) lay chinh xac 1 mi dung dich A vao binh dinh mdérc 10 ml (4.3.1), thém dung mdi pha

déng (4.2.4) cho dén vach. Loc dung dich qua mang loc (4.3.2). Dung may l3c siéu am (4.3.5) dé khir
bot khi triwdc khi bom vao may.

4.5.3 Diéu kién phan tich

pha déng: axetonitril - nwdre, ty i@ 55 : 45 (thé tich)
birére séng: 254 nm
- toc db dong: 1 mi/min

- the tich véng bom mau: 20 ul (dung cho bom miu bang tay)
nhiét 86 cot - 35°C
4.5.4 Xac djnh

Ding xyranh (4.3.4) bom dung dich mdu chuln cho dén khi sé do dién tich hodc chiéu cao cua pic
chuan thay ddi khdéng I&n hon 1 %. Sau d6, bom lan ot dung dich mau chudn va mau the, &p lai
2 1an (s6 do dién tich hodc chiéu cao clia pic m&u chuén thay ddi khdng lén hon 1 % so véi gia trji ban
dau). Dung dwérng chuén dé xac dinh ndng 3 cia mau thir khi bom vao may.

4.6 Tinh két qua

Ham lwgng hoat chat chiorothalonil trong mAu, X, biéu thj bdng phan tr&m (%) tinh theo cong thirc:

trong do.
Sm la trung binh s do dién tich clia pic mau thi;
Sc la trung binh sé do dién tich cua pic chuln;
m, la khéi lwong mau chuan, tinh bing gam (g);
M 13 khéi lrgng mau thir, tinh bang gam (g);

P la @6 tinh khiét cia chat chuan, tinh bing phan trdm (%).

10
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5 Bao cao thwr nghiém
Rao cao thir nghiém phai ghi ré:
a) moi théng tin cn thiét vé viéc nhan biét day di mau tha,
o) phuwong phap &y mau da s dung, néu biét:
c) phuong phap thir da sl dung va vien din tiéu chuan nay;
d) moi thao tac khéng duoc quy dinh trong tidu chudn nay, hodc nhirng diéu duwroc coi la ty chon, va
bt ky chi tiét nao ¢6 anh hudng téi ket qua;

L

e) két qua thir nghiém thu duec.

11
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Phu luc A
(Tham khao)

Gi&i thiéu hoat chat chlorothalonil

Céng thirc cau tao:

Tén hoat chat: Chlorothalonil
Tén hoa hoc:

IUPAC: Tetrachloroisophthalonitrile
CA: 2.4 .5 6-tetrachioro-1,3-benzenedicarbonitrile

Cong thirc phan tir:  CgClI4N,

Khoi lwong phan td: 265,9

Nhiét do nong chay: 252.1 °C

Ap suat hoi bao hoa & 25 °C: 0,076 mPa

D6 hoda tan ¢ 25 °C trong:

Nwoe 0,9 mg/l
Xylen: 80 g/kg
Cyciohexanon, dimethylformamid: 30 g/kg
Axeton: 20 g/kg

Dang bén ngoai: tinh thé khéng mau, cd mui cay nhe.

©¢ bén: bén & nhiét A thuwdng va trong dung dich nwdc ¢b tinh axit hodc kidm nhe. Thuy phan cham
trong méi trvong pH > 9.

12
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Thw muc tai liéu tham khao

Nichimen Corporation, SDS Tsukuba Technoiogy Centre, 1988, Daconil 7SWP and 5008C

CDS Tomlin, The Pesticide Manuat, Thirteenth Edition, 2003
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