
._-------- _ _ _._~ 

ICS 65.120 
B 46 

NY 

NYIT 1372-2007
 

.­

I . , 
i 

Determination of Melamine in Feeds . 

2007-06-14 ~$ 2007 -06-14 ~jfB
 

• 
食品伙伴网http://www.foodmate.net



NY/T 1372-2007 

*~1m~~~~it&b~8lt1JU(FDA)~Si~1J~~ IE ~:m~~!Ji~~1f~,.ili T ilijfl~ =1ft 
«metf(JtJ!~l.E1f~ 0 

*~1ltf()rm-~ A ~~flttrm-~o 

*~llm~~:mti~~PJ ~tf1 0 

~llm~m~flI~~~~tt*~~~~~o 

~1l~••{)L: ~~iiiJ*lmt:ft.lKl:.~Bi~'G'U~;jO 

~1l~.A:~tf!~ ... £:l&Jt ...*5R ... ~.Jllt ... .:q,*....
0 

3!f~ ...*8H:m ... ~IlI~ ... m;~W1o 

I 

食品伙伴网http://www.foodmate.net



NYIT 1372-2007 

1 1B1I 

**,jll~~T~~~~9=' '=::••~n<J~.n<JiWi~fillIHgilt!( GC­HPLC)l\l~lfIfSilmillJXmt!(

MS) ,jt9=' GC- MS ~:h~iiEt!o 

*f,jll3!J'IlTlCit1P1~J'~~~~,~1m3llJBimit~~,lH¥8ttMs~~,;1f~1P1~(Tm,.~)9=' 

'=::.Un<J~~o 

*jFll9=' HPLC i!:aMi~.m:h 2.0 mg/kg, GC - MS i!:llfJfJE:tm:h 0.05 mg/lego 

2 .1B1!~lmxf4: 

rjlJX-f4: 9=' n<JjkitiA~*~lln<J ~ Imffii.Gt:h*f,jlfEn<J jk!X0 fLJH! EI MJJ n<J ~ ImX{l\:, jtIl1iJli~1f 

~.i&!)t( :if'-§mlb~n<J Pi ~) H!.iIfiIi~:if'mJ1lT*~lfE, ~W,tt1iiblIUg~ll~Ji1tf»i)(n<J *1JiJf~ 

~1~fiiJ~mJ!~X-f4:n<J:liUlrMi* 0 fL::lik:if't± aWI n<J Sl-fflx-f4:, jt:lU1rfiIi*3!Jf.J r*~ll.; - ': 
GB/T~~ ~~~~~m*~~~~~1Jt! 

GB/T 20195 ;b4MtliJ~ it*F(J(]1/itJi­

3 HPLCjtf 

3.1 lum 
~ 9=' ($ .=::.um=:tlz.gmfil-.JIjt, -.Jljtfil~JL' m~mit~ Ilfl~r3'EfR: mJlfI$Jtitttlft-1t,~Mt 

~~Tmm~.mfilmM,m~~fil~~~~fi~~o 

3.2 lit~~*t"' 

,*~~Jj1f~J:E, -&~m~~!iBit~J~~it GB/T 6682 n<J'=::~, ~lIm*~it GB/T 6682-~ 

~.J:Eo 

3.2. 1 ~.:~~!iI!o 

3.2.2 Z..:~iI!iI!o 

3.2.3 ll:*:tt!lt 25% -28%0 
3.2.4 mit~llfl1A{r~fR:lMlfI$ltittt:60mg,3 ml., 

3.2.5 =:ltz.umfil10 g/L:~Jtit 109 =:ltZ.tt:tm7j(¥ 1000 ml., 

3.2.6 .*~.mfil:.llit 5 mL _*,mftJ1Fr 100 mL ~.9='o 

3.2.7 z.ttmmfil22 g/L:JIjt 22g z.ttmm~ 300 mL7j(m:mm~~¥ 1i, 
3.2.8 tJlMt:0.451lII1,1ftllA1Jo 
3.2.9 ~.mfil:200 mL '.(3.2.0bIlA 800 mL-~7j(,tf!~0 

3.2.10 iIlt:f~MD :~Jljt2.02g Yit~~.Ml\l2.1O gf7••-r1L~:S:mi9=' ,m*mftJ1F*flIt~¥$Jlto Itlt 
~mfil900 mLbllA 100 mL Z.JJW(3.2.2)0 
3.2.11 =:.U~~fUM!iBlt>99%)o 

3.2. 12 .=.•••~lti3. 

3.2. 12.1 jFll.*fil:~Jtit 100 mg("'flfUIJ 0.1 mg)~'=::.Uf,jll&lJ,mlfl.mfil(3.2.9HfHfjJ*~ 

~r 100 mL~.mi9=',lj:mfilt«~:h 1mg/mL,r 4t*~Pieff,1f~WI31'"JL 
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3.2.12.2 ~~~rli]ll:~Jfkf,j1fEiltHill5.00 ml., or 50 mL ~:i:ni~ ,JtIlfl.mll(3.2.9)~3:¥. 50 
mL, i..t<~~-=:' ••Jfit/i~1g 100 ~/mL, T 4t~~ ~jt:ff ,;ff~Wl11"Jj 0 

,	 3.2.12.3 ~$Ifl:ll:Jfn~ll'1f:~Hjtl#Jfk~1l~raJ~ 1 mL,5mL,lOmL,25mL·50mL T 51"100 mL 
~.mi~, mEfI.m~(3.2.9) ~~, ~mll:=:.itJr!(t/ill~ 1.0 ~/mL,5.0 ~/mL, 10 ~/mL, 

251l&'/mL,50 I-'&/mLo T 4t~ii~e:ff,fl~Wll.noo 

3.3 ftllJ;jii" 
3.3. 1 itfj~llUIH5if{)( , ftt;ff - it'1f~1JJ~lliM:B9.JG~;~~MJ:B0 

3.3.2 i'AI,L.'t/L: 10000 r/mino 
3.3.3 7MMUf!1tBo 
3.3.4 MIJfiiltmiltJo 
3.3.5 _*-&, iiJ~m3?: 60t 0 

3.3.6 mJ~1f!'~lio 

3.3.7 itfjit?:JAtB0 

3.3.8 ~jJ:;.JfkBo 

3.3.9 •••J*o· 

3.4 i'it*'." 
*Jlft GB/T 20195 ~~~iti'j*~#o 

3.5 .)E~. 

3.5.1 .1Ll 
3.5.1. 1 ftt1ttaJ*4,t/i.-tiU*4,~bnlflJHfm1ttiiJ*4,;ft~ttMB-tiU*4;.ftJJe~tilJ*4CF.) ~'=:'••Jfitt<Jtl 
Jfko ~Jfk 5 giA#("l183?: 0.01 g), ~fA1mA 50 mL .=:..zltmf«(3.2.5), baA 2 mL Zllittfff« 
(3.2.7) 0 .1:J ,SJIf.Jfk 20 min, .,1l: 2 rnin,Jfk..t.JiHI!Jfkf«~ 30 mL ~A.H.'tr.:t£ 10000 r/rnin" 

3.5. 1.2 1l4tiiiJfl(.~ )~.=:..ItJl'/(tt<J.Jfko ~Jfk 5g~fiF(~fA~O.OI g) .;baA 50 mL Z•• ~J*..t. 
120 rv'min ~1I.i 1 h.Jt:-ii;Z••N1mA 50 mL Z•••J*..t. 120 r/rnin U{fh 1 h.1f:-ii;Z••;lt~~.mJ 

3.5.1.1 0 
3.5.2	 *i-t 

~jlJffl3 mL EfI••3 mL]j(m{tm1t~~i'AI.:r3C~~:.m1f!'Jfktt.1fE.#l& 10 mL ",L.'lll~titt. 
~fljllnttil~:t£ 1mLlmin l.1{rJg 0 -Nffl3 mL JJc;.ftJ 3 mL EfI.t5t.m1t~~ • .:r3C~m1~~l&tt,!lb:lJi 
=f~fIU!]j(ff1"m~(3.2.6)3 mLt5t-Mto ~Jmll50t.~~=f .1fE?te;baAEfI.tfff«(3.2.9). fiME~. 

1min,n 0.45fUll ~•• ..t.t/L1JM~0 

3.5.3	 lIl~1!.~H* 
'i5i1tt:4 tt .tt* 150 mm, p;j~ 4.6 mm,tillf 5 fUll;W(;tt~:.m§tt<J'i5i1tto 

ttm:~I1o 

iift:~:.mfJtEit: 1.0 ml.Zrnin,
 

:ttJdi1t*:240 nm,
 

3.5.4 .~ 

t'J(Jlft~i1lJ>traJ;1Hr~f£.~~~1lJlr~mfJ\j'fm lJ9ttl~~£~*T 2%••~!il~R.i:tltiE;~~~~ 

.o*~~~~-=:'.«Btt<J~~m~:t£Ifl:~~~m~o 

3.6 MMUtJJ~'U6 

3.6.1 '1it~~:=:.Qtt<J*:I: X.l.1{~:Il:~Il.E~=rE(mg/kg)~ ••i;i.~lEtijJ:;(l)ttjt:: 
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x=AlC;:~Vxn	 (1) 

Arp: 
V -i$ft~tJJlA(J9113n~-f*.fJt,.1ft~~3HmL);
 

As -.=:••JJ'/i~1fEmtftxt~~~-millifilRll/iJJ.iiliR;
 
A-~~m~~~~~.~W.fJt~~iR;
 

Cs -.=:.u~1fEm~a<Jt«~ ,.Ul~fl1l4ij:~3T(Jlg/mL); 

m -~mt.,.1ft~5Z:(g); 

n -M.ffl!llco 
$ ~tlC1Etli:A(2)tt.: 

x=CxXV X n (2) 
m 

5trp : 
V -i$ft~11nAa<Jll3.mtil-f*.fJt,.f1l~~3T(mL); 

c, -~$dIJ~I.it~a<J~*Frp':::.Ua<J~~,.1ft~fl5Z:4~UI3T(Jlg/mL); 

m ~~.&tjt,.Ul:'-J5Z:(g); 

n -M.fff!llco 
3.6.2 j!••~ 

~IT~~~*m.*~~iR~m,~*~m.:::Ul~~!llc~o 

3.7	 ••'I! 
iEla]--~~~1iI ja]-.fFAb'l-Bl!mlPJ--{)(B7e~~M1"~IT~~~~fff~{i;[£:iF*.:r 10% 0 

4 GC-MS~ 

4. 1 nr.fJlII 
iA#rp~.=..UJfr==:.z.m~~llit,~m1t~Ila~T3t~OO~ll~llittti$ft,m N,o-~':::I:fI~­

iE~-=.ZU(BS1FA)m1:ft, 1UJ;t*ll~.~~~m-{)(iJ.tIT~f£;fJJ~:fio 

4.2 ~M~*tM 

4.2. 1 m1:ft~1flJ:BSTFA + 1%':::ll3~"iEi*(TMCS)o 

4.2.2 plt~dttl~o 

4.2.3 ~11Bii\1flJ~~*lflij3 .2.1-3.2.8 ...3.2.11...3.2.120 
4.2.4 ~$.IfF.:ffl#til1f~HJIJl!illitt~$IfF~(3.2.12.3)rpt«1l~ 10 pg/mL a<Jm. 0.5 mL ... 1 
mL...2 mL...5mL... lO mL.:r5 ~ 100 mL ~.Jti~ ,fflll3"~~, ~m~.::: ••mc~ll~ 0.05}lg/mL...0.1 
pg/mL...0.2 pg/mL...0.5 pg/mL... 1.0 pg/mLo 

4.3 i)t.~\i'" 

4.3. 1 J;Uft~• .J1i-m.m~o 

4.3.2 ~11B1PJ 3.3.2-3.3.90 
4.4 ~~tt7. 

4.4.1 f1T!lEIMIa.J 3.5.1-3.5.2,ftHfi:&ilts\;Jmtilrp=:.U(J9t&llmll3~iJ.tfi)!~M~0 

4.4.2 m~it 

llit 4.4.1 (J9,*••ia:ll:ffl.~~T,11nA 200 [LLa<Jpltl!lElJ!200 [LL ~m1:fttil:1flJ(4.2.l) ,m~, 

70t&m 30min, flijlt-f ,m.:::.Ultmcf;~1fE~9~(4.2.4)~;f:fJmt&1l.~~1fEitja]~m1:0 

4.4.3 .~ 

3 

食品伙伴网http://www.foodmate.net



NYIT 1372-2007 

4.4.3.1 GC- MS.i* 
-fgiltt:tt* 30 m,~:f£ 0.25mm, '~t~£IHiU(~~Ji!,"JJ 0.25JLIllo
 
.~:.~,mt:~~ 1.3 ml.z'min,
 

JlI:*F:It: 1 ~D
 

JlI:*F ntilt :250'C
 
7I-llfiJ¥:J§!lftU 75'C ,~~ 1.0 min, v.A 30'C Imin 7I-ti~ 3OO'C ,i¥~ 2.0 min,
 

~.~tiJ.l:280'C0
 
~h"lfifrsJ :10.5min,
 

t-tf1l~II :60 mlz-400 mlzo
 
t-tf1l#b~::l2\i~~rt-tf1lo .lI[JJ~r 99 m/z... 171m/z... 327 m/z... 342 m/zo
 
~r.SJ.l:230'Co
 

Ellt~*~:70eVo
 

4.4.3.2 JUE 
)Et'£:nt* :ue*F.!~j:~1fUl, i¥mflit riij tt<J;ffJ~ -{i1t~:*TO. 5%,~{jE ~ r $lt.!:§~ 1fUl,;f:D~ ~:* T 

20%0 
~.jj~: 1;.l342...327 ...171lU 99 ~ilif~Z>lll:i£h".~~$:s;ttIE)E.o 

4.5 ~i!UrUt.iI1.~ 

4.5.1	 ue*F9='.=:••~tt<J*:fI: x,v.A19tit?t~.Jt4i=f1l(mg/kg)M,.£~IEt/(Jt(3)tt-.: 

X=A~C:~VXn .................................•....•...... (3) 

Jt9=' : 
A -~m~J1!.~@.lI.Uii~JJl'iJJ.iilfii; 

As -.=:.u~1lmUJ1!.tt<J-fgif.Uii~IIijJ1!.fii; 

Cs -~1lIff;~9=''=:.Ut'J9~lt,1jtUL:'J.1l4i.7I-(tJ8/mL); 

v-JfJTm1:t'J9~m~(4.4.2)~,.{!L:'J.7I-(mL) ; 
m -~19tt ,.i}L:'JJt(g); 
n -'inJfll~o 

$£~1lflit, jiIJfJ*"Jt(4): 
exXvX X n (4) 

m 

j\9=' : 
v-JfJTm1:tt<J~m~(4.4.2)f*~,.{!L:'J.7I-(mL); . i 

ex -It~1ldb~fflf~tt<J*F~9=' '=:JlUI'~~t'J9*. ,.ill:'Jfl1l4i?i71-(p.glmL) ; 

m -latff:a,1ttill:'J1l (g) ; 

n -,*~Do 

4.5.2 .lffril)Era*JfJ.*~~1K;&ffi, raHm '=:{!L:fl3lt~*o 

4.6 ••i!: 
~~~~~~It~~.ff;A~~JfJ~-~ff~~t'J9M~~ft.)Et'J9;ffJ~~~~:*T20%0 
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11M }l A 
E6fM1! 1Ift)J; ) 

=:•••~illllil 

DADI A,Sig=240,4 Ref=off(070521\MELOOOO2.D) 

mAU 

100 

50 

, J \ 

-50 

-100 I 
o 2 3 6 7 min 

III A. 1 =••JJi~ilt!illII 

A.2 =Jl«.Ifli~1f£.~H'tllm.!li!.m A.2 o 

DADI,5.996(I28mAU,-)ofMELAMOO6.D 

mAU 

120 

100 

80 

60
 

40
 

20
 

0
 

11/ A.2 

200 

=••JJi.9~:)'titlll 

om 
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Kf:6.06--7.77 6.86	 NL: 
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1.48E4 
TIC F:MS 
data02 

.7:.00 ?.J.;2 72:.7. 7.J.§ 7.39 

1O'~;=:::;::q=::;:::::;::::=;=:;::::::::;:::::;::::='-"""""'~---'-"""--~~"""""~~>--"T~~~"""""'~---'-"""--~'---'-
62 6.4 6.6 6.8 7.0 72 7.4 7.6 

II A.3 :::•••~ifUMjj~4tI~:J¥.T'@...1IJ 

A.4 =:.um~4!W~~_TElBttOO.w.OO A.4 o 

327.00100
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