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L&i noi dau
TCVN 10491:2014 duoc xdy dung duwa theo AOAC 956.11 Nicarbazin in Feeds.
Spectrophotometric Method;

TCVN 10491:2014 do Vién Chan nudi bién soan, B& Néng nghiép va Phat trién
néng thén d& nghj, Téng cuc Tiéu chudn Po lwdng Chét lvgng thAm dinh,

B& Khoa hgc v4 Céng nghé céng bé.



TIEU CHUAN QuUOC GIA TCVN 10491:2014

Thirc an chan nu6i - Xac dinh ham lwong nicarbazin
bang phwong phap quang pho

Animal feeding stuffs - Determination of nicarbazin content

by spectrophotometric method

1 Pham vi ap dung

Tiéu chun nay quy dinh phurong phap do quang phé dé& xac dinh ham lwgng nicarbazin trong thirc an
chan nudi.

Néu miu cé chira furazolidone, nitrofurazone ho3c nihydrazone thi két qua xac dinh ham lugng
nicarbazin c6 thé cao hon ham lwong thyc. D& khing dinh sy cb mét clia nicarbazin, thye hign theo 8.5.
2 Tailiéu vién dan

Céc tai lidu vién din sau rt cAn thiét cho viéc 4p dung tidu chudn nay. Déi véi cac tai ligu vign dan ghi
n3m cBng bé thi 4p dung phién ban dugc néu. Déi véi cac tai lieu vién din khdng ghi nam céng bé thi
4p dyng phién bin m&i nhét, bao gdm ca cac sira i, bd sung (néu c6).

TCVN 6952 (ISO 6498), Thirc &n chdn nudi— Chudn bj méu thir.

3 Nguyén tic

Chiét nicarbazin khdi m&u bing dimethylformamide. H4p thy nicarbazin béing oxit nhém, rira gidi bang
alcol, hién mau b&ng dung dich natri hydroxit trong etanol va do quang & bwéc song 430 nm.

4 Thubc thir va vat ligu thir

Chi str dung thudc thir loai tinh khiét phan tich va nuwdc cAt hosic nwéc da khir khoang hodic nwdc ¢
@6 tinh khiét twong duong, trlr khi 6 quy dinh khéc.

4.1 Dimethylformamide (DMF).
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4.2 Nhém oxit (Al,O,), loai diing cho séc ky, phai dat yéu cAu clia phép thlr sau: Lc manh 10 g nhém
oxit voi 100 ml nuéc diwng trong binh dung tich 250 mi c6 n&p day thly tinh trong khodng trén 2 min. Dé
l4ng, gan chét Idng va xac dinh pH bing cach do Gién thé. pH phai trong khoang tir 9,5 dén 10,5. B
thu héi cda nicarbazin cé thé thay @i ty thudc vao cac loai nhdm oxit khac nhau. Kiém tra do thu hdi
cét bang phan tich dich chiét thirc An chan nudi ¢6 bd sung chét chuén.

4.3 Etanol, 95 % (thé tich).
4.4 Dung dich natri hydroxit (NaOH), 50 % (khéi lwong/thé tich)

Hoa tan 1 phan khéi lvgng natri hydroxit (loai thudc thir chira < 5 % Na,COs) véi mét phan nwédc deng
trong binh thly tinh cé ndp day, khudy cho dén khi dung dich hoa tan hoan toan. Day nép binh, dé yén
cho Na,COs lang hoan toan va dé thu dugc chét Idng trong suét (khodng 10 ngay).

4.5 Dung dich natri hydroxit trong etanol

Pha loang 2 m! dung dich natri hydroxit trong suét (4.4) dén 100 ml béng etanol (4.3). Ly tam trong éng
nghiém d4a day nép. Chuén bj trong ngay st dung.

4.6 Dung djch chuén nicarbazin
4.6.1 Dung dich chudn géc

Can 25,0 mg chét chuén nicarbazin cho vao binh dinh mirc 500 ml, thém vao khoang 150 ml DMF (4.1),
lam &m dé hoa tan. D& ngudi, thém DMF dén vach va trén déu. Bio quan tranh anh sang.

4.6.2 Dung djch chuén lam viéc, 12,5 pug/ml

Chuyén 25,0 ml dung dich chun géc (4.6.1) sang binh dinh m(rc 100 ml va pha loang dén vach bing
DMF (4.1). Tron ky.

5 Thiét bj, dung cu

S dung cac thiét b, dung cu ctia phong thir nghiém thdng thwéng va cac thiét bj, dung cu sau day:

5.1 Can phan tich, cé th& can chinh xac 6én 0,1 mg.

5.2 Pipet, co thé phan phéi cac thé tich thich hop.

5.3 Binh djnh murc, dung tich 25 ml, 50 ml, 100 ml va 500 ml.

5.4 Binh nén, dung tich 250 ml.

5.5 Cot séac ki thay tinh, dai 50 cm, dwéng kinh trong 22 mm, ¢6 dAu dwéi hep.
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5.6 Ong nghiém, kich thwdc 25 mm x 200 mm.
5.7 Ongly tam.
5.8 May ly tam.
5.9 Bép dién.
510 Ta huat
511 May do quang phd hodc may do mau, ¢6 thé do & bwéc séng 430 nm.
512 May do quang phd, do dvoc & burdc song trong dai tir 340 nm dén 356 nm.
5.13 Bong thuy tinh.
5.14 Paa thay tinh.

5.15 Cuvet thach anh, chiéu dai dwdng quang 1 em.

6 Léiy mau

M3u giri dén phong thtr nghiém phai ding la mau dai dién. M3u khéng bj hw hdng hodc thay déi trong
sudt qua trinh van chuyén hosc béo quén.

Viéc 1y mAu khéng quy dinh trong tiéu chudn nay, nén [y m3u theo TCVN 4325 (ISO 6497)1".

7 Chuin bj mau ther

Chuén bj m&u thtr theo TCVN 6952 (ISO 6498).

8 Cach tién hanh
8.1 Chuln bj cdt sic ki

Dung bdng thly tinh (5.13) ndt vao dAu hep clia cot séc ki thay tinh (5.5) va thém vao cft 30 g nhém
oxit (4.2), chia lam ba 14n, m&i 14n 10 g. M&i I&n bd sung, ding dda thly tinh (5.14) nhoi cét trong khi
hat nhe. Rira cot bing 25 ml DMF (4.1), cho chdy dén khi con khoang tir 1 ¢m dén 2 cm trén dau cot
trwére khi cho mau vao cot. Chudn bj cot dbi véi mBi phan mAu thir va chét chuén.

Khdng dé& cét chay dén khd, ludn gil chét 16ng & phia trén cot.
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8.2 Dwng dwirng chuin

Dung pipet (5.2) lay 10 ml, 15 mi va 20 ml cac phan dung dich chudn lam viéc (4.6.2) da chay qua ct
sac ki (xem 8.4) cho vao cac binh dinh mrc 25 ml (5.3) riéng ré, thém 5 m! dung dich natri hydroxit
trong etanol (4.5), thém etanol dén vach. Tron k§. Do d% hap thy trong vong 5 min & budc séng 430 nm

s0 v@i etanol.
Ding dudng chuln dya vao d6 hdp thu do dwgc va sé miligam nicarbazin.
8.3 Chuén bj phidn mau thiy

Can 10,0 g phAn mAu th(r da chuln bj (xem Didu 7) cho vao binh nén dung tich 250 ml (5.4) va thém
100,0 ml DMF (4.1). Pun vira dén séi trén bép dién (5.9) dé trong ti hit (5.10) thinh thodng khudy. Lam
ngudi dén nhiét 36 phong biing cach ngam vao nuéc. Gan phan dung dich phia trén sang cac éng ly
tam (5.7) va cho ly tam trong 3 min.

8.4 Phép xac dinh

Dung pipet (5.2) l4y 25,0 mi dich chiét trong sudt cho sang cét séc ki, @& cho dich chiét chdy qua cot
trong khi hit nhe. Rira cot ba I4n, m8i 14n dung 10 ml DMF (4.1) va loai bd nwéc rira. Rira giai chin lan
bang etanol (4.3), m&i 1an dung 5 ml, loai bd 15 ml dich rira gidi du tién va thu 14y 25 ml dich rira gidi
tiép theo vao éng nghiém (5.6). Chuyén dinh luvgng dich rlra giai sang binh dinh mic 50 ml (5.3) va
thém etanol dén vach. Tron ky.

Dung pipet (5.2) 4y 25,0 ml dung dich chudn lam viéc (4.6.2) cho vao mét cdt khac va thuc hién nhw
dbi voi phan mau thir.

Dung pipet (5.2) Iy hai phdn dung dich thir m&i phan 15,0 ml cho vao hai binh dinh mirc 25 ml (5.3)
riéng ré. Thém vao mét binh 5,0 ml dung dich natri hydroxit trong etanol (4.5) va thém etanol (4.3) vao
ca hai binh dén 25 ml. Doc dd hap thy clia dung dich mau vang tao thanh trong binh thir nhét trong
vdng 5 min trong may do quang phé hodc may do mau (5.11) & bwéc séng 430 nm, dung dung dich

thir hai lam m&u trang.
Tinh khéi lwgng nicarbazin t» dwdng chudn.
8.5 Phép thir nhan biét

Cho etanol (4.3) vao cuvet thach anh (5.15) va cho dung dijch miu trong subt vao cuvet thich hop.
Dung may do quang phd (5.12) d& xac dinh dd hap thy & cac buwdc séng cach nhau 2 nm trong dai tir
340 nm dén 349 nm, véi d6 rdng khe nhd nhét hosic quét phd tir bwéc séng 340 nm dén 349 nm. Néu
xuét hién hap thu cwc dai & budc séng 344 nm £ 4 nm thi miu th® ¢é chira nicarbazin.
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9 Tinh két qua

Ham lwong nicarbazin trong mau thir, X, biéu thi bang miligam trén kilogam (mg/kg), tinh dugc theo

cong thire sau:

_w,x Vi xV, x10°

X
wxV, xV,

Trong @6:

w; 1a khéi lvong micarbazin ¢é trong dung dich doc d6 hép thy, xac dinh dwoc tir dudng chuén,
. tinh bang miligam (mg);

w 1 khéi lwgng phan mau thi, tinh bing gam (g);

V, lathé tich DMF dung d& hda tan phan mAu thir (xem 8.3), tinh béing mililit (V, = 100 ml);
Vo 14 thé tich dich chiét dung trong phép xac dinh (xem 8.4), tinh bang mililit (V2 =25mi),
Vs la thé tich dich rira giai sau khi pha loang (xem 8.4), tinh bang mililit (V5 = 50 ml);

V, 14 thé tich dich riva gidi pha lodng dwgc |4y dé xac dinh dd hap thy (xem 8.4), tinh béng mililit
(Va=15ml);

10° |a hé sb chuyén dbi tir gam sang miligam.

10 Bao cao thr nghiém

Bao cao thir nghiém phai ghi rd:

a) Moi thdng tin cn thiét @& nhan biét dAy at vé miu the;
b) Phuong phap lAy miu da st dyng, néu biét;

¢) Phuong phap tht da ding, vién dan tiéu chun nay;

d) Tét ca cac chi tiét thao tac khéng quy dinh trong tiéu chuén nay, hodc tuy chon cling véi cac chi tiét
bat thudng nao khac c6 thé anh huwdng dén két qua;

e) Kétqua th& nghiém thu dwgc.
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Thw muc tai liéu tham khao

[11 TCVN 4325 (ISO 6497) Thirc &n chén nubi - LAy méu

[2] AOQAC 961.24 Amproliam in Feeds. Spectrophotometer method
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