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L&i n6i dau
TCVN 10331:2014 duoc xay duwng dwa theo Commission regulation (EC)
No. 152/2009;

TCVN 10331:2014 do Trung tdm Khao, kiém nghiém va kiém dinh giéng vat
nuéi, thirc &n chan nubi bién soan, Bé Néng nghiép va Phat trién Néng thon
dé nghi, Téng cuc Tiéu chuén Do lwdng Chét lvong thdm dinh, Bé Khoa hoc

va Céng nghé céng bé.
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Thirc an chan nuéi - Xac dinh ham lwong robenidine -
Phwong phap st dung sac ky long hiéu nang cao

Animal feeding stuffs - Determination of robenidine content -
Method using high-performance liquid chromatography

1 Pham vi 4p dyng

Tiéu chudn ndy quy dinh phuong phap xac dinh ham Ilwgng robenidine (1,3-bis [(4-chlorobenzylidene)
amino]guanidine-hydrochloride) trong thirc 3n chan nudi str dung sic ky 16ng hiéu ning cao.

Gidi han dinh lwgng clia phwong phap 1a 5 mg/kg.

2 Tai ligu vién din

Céc tai ligu vién din sau rit cAn thidt cho viéc 4p dyung tiéu chun nay. Déi véi céc tai lidu vién dn ghi
nam cdng bé thl 4p dung phién ban duec néu. i véi cac tai liéu vién din khéng ghi ndm céng bd thi
ap dung phién bdn mé&i nhat, bao gdm ca cac sra ddi, bd sung (néu co).

TCVN 6852 (ISO 9498) Thire &n chéin nubi — Chuén bj méu thi.

3 Nguyén tic

M&u dugc chiét bing metanol da axit héa. Chét chiét dwgc lam khé va mét phdn mau dugc 1am sach
trén cét nhém oxit. Robenidine duoc rira gidi ra khdi cdt bing metanol, ¢ dic va bé sung mét lvgng
thich hop pha ddng. Ham lwgng robenidine dugc xac dinh sic ky 16ng hiéu n3ng cao (HPLC) pha ddo
sir dung detector UV,

4" Thuéc thir

Chi sir dyng céc thude thir tinh khiét phan tich va nuéc cit hosic nwéc da loai khoang hodc nuwéc ¢o
chét lrgng tuong dwong, trir khi cé quy dinh khéc.
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41 Metanol.
4.2 Metanol 43 axit héa

Chuyén 4,0 ml axit clohydric (02 = 1,18 g/ml) vao binh dinh mirc 500 ml, thém metanol (4.1) dén vach
va trén. Chudn bj dung dich.méi ngay trwére khi sir dung.

4.3 Axetonitril, loai ding cho HPLC.
4.4 R4y phén tr

Loai 3A, c& hat tir 8 mesh dén 12 mesh (hat c& 1,6 mm dén 2,5 mm, nhom silicat dang tinh thd, duéng
kinh 18 0,3 mm).

4.5 Nhém oxit c6 hoat tinh axit, loai 1, dung cho sc ky cét

Chuyén 100 g nhém exit vao binh chira thich hgp va thém 2,0 ml nwée. Dy ndp va Ic binh trong
khodng 20 min. Bio quan bing vat chira day kin.

4.6 Dung djch kali dihydro phosphat, ¢ = 0,025 mol/l

Héa tan 3,40 g kali dihydro phosphat vao nwéc (loai ding cho HPLC) trong binh dinh mdre 1 000 ml,
thém nwéc dén vach va trdn.

4.7 Dung djch di-natri hydro phosphat, ¢ = 0,025 moll

Hoa tan 3,55 g di-natri hydro phosphat khan (ho3c 4,45 g dang ngam hai phan t(r nwéc hosic 895 g
dang ngam muwdi phan t&r nwréc) (loai dung cho HPLC) vao nwéc ding trong binh dinh mire 1 000 mi,
thém nwéc dén vach va tron.

4.8 Pha déng ding cho HPLC

Tron cac thube thir sau G4y vél nhau:

650 ml axetonitril (4.3);

250 ml nwéece (loai dung cho HPLC);

|

50 ml dung dich kali di-hydro phosphat (4.6);

50 ml dung dich di-natri hydro phosphat (4.7).

Loc qua bd loc mang c& 18 0,22 um (5.6) va dudi khi dung dich (vi dy bdng cach siéu 4m 10 min).
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4.9 Chét chuin

Robenidine tinh khiét: 1,3-bis [(4-chlorobenzylidene) amino] guanidine-hydrochloride.
4.9.1 Dung djch chudn géc robenidine, 300 mg/ml

Can 30 mg chét chudn robenidine (4.9), chinh xac dén 0,1 mg. Hda tan bdng metanol da axit hoa (4.2)
trong binh dinh md&c 100 ml, thém cung loai dung mdi dén vach va trdn. Boc binh bang gidy nhém va
bao quén & noi téi.

4.9.2 Dung djch chudh trung glan robenidine, 12 ug/ml

Chuyén 10,0 ml dung dich chuén géc (4.9.1) vao binh dinh mire 250 ml, thém pha ddng (4.8) dén vach
va trén. Boc binh bing gidy nhom va bdo quén & noi téi.

4.9.3 Dung djch hiu chudn

Chuyén céc lwgng 5,0 mi, 10,0 ml, 15,0 mi, 20,0 ml va 25,0 ml dung dich chudn trung gian (4.9.2) vao
mét day cac binh 50 ml 83 dugc hiéu chudn, thém pha ddng (4.8) dén vach va trdn. Cac dung dich nay
chira twong tng 1,2 pug/ml, 2,4 pg/mi, 3,6 ug/ml, 4,8 pg/ml va 6,0 ug/ml robenidine. Chudn bj cac dung
dich nay ngay trwédc khi st dung.

4.10 Nwéc logi ding cho HPLC

5 Thiét bj, dyng cu
Str dyng cac thiét bj, dyng cy clia phong thir nghiém théng thuéng va cu thd nhe sau:
5.1 Cot thuy tinh

Cét dwoc lam bang thly tinh mau ndu ¢ khéa va c6 bd chira dung tich khodng 150 ml, dwdng kinh
trong tir 10 mm dén 15 mm, dai 250 mm.

5.2 May lic co hoc hodc bd khudy tir.
53 B cdquay.

5.4 Thiét bj HPLC, c6 detector UV cé thé thay dbi buéc séng hodic detector méng diod hoat ddng
trong pham vi 250 nm @én 400 nm va c6 cot sdc ky 1éng, C18, pha dao, kich thudc 300 mm x 4 mm, c&
hat 10 pm hoéc loai twong dwong.

5.5 Mang lgc bing s¢i thiy tinh (Whatman GF/A hoic loai twong dwong).

5.6 Bdlgc mang, c& 150,22 um.
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