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Determination of melamine in raw milk and dairy products
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[R5 2 $ mp =B E Rt 7%

1 SEE

AFRERE TR FL . FUAHE LUK A L b = B EUR I = R0 2 vk, B OB (01
(HPLC) ¥ AR 8 1% - 5%/ 3% 5 (LC-MS/MS) FVAH (1% - o 1% 56 2 [ 6 AR € ik i il 7 ( GC-MIS)
S-S TS (GC-MS/MS) 1.

AKREIE FH T JEORNFL . FLA A DL 2 SUA b = SR R e B s O 8 - i/ v . <A
T RSO G-I TS ) R R IE 1 JSURERL LAl AR5 L o = 2R U 1 e T
iE.

AHRE iy OBAH (5 1) 5 5 PR M2 mg/kg, O (0 3- Ti/ B it 1) € PR 40,01 mg/kg, UAH
T TR A 0.05 mg/kg (G AR €8 3- it/ i 2: 1) 5 H R 240,005 mg/kg) «

2 MSEHESI A

N FSCAE A R A IR I A KR UE 1) 5 LT R AARE 453K . LR H IS S, HbE S A i
B CONUFERIR N D BUET FRIIANE T AkRifE, SR1M0, BURARYE A bRHEL B s & I i 5T
ST AR IR LSO IR BT AR o P AN H 5 T ST, B A& - A A

GB/T 6682 43 #1556 % FH /K FUAS AR I8 5 1%

3 F—% SWAEBERIEE (HPLO)

3.1 R
BURF I = S 2R LR, £ B0 T MBI LR, PR s, S
it

32 K5
BRAE S AU, AR A e, K GB/T 6682 L2 It — %K.
32,1 W figal,
322 LM ikl
323 ZK: HEN25%~28%.
324 ZHLR
325 IR
3.2.6  FERilIRAN: ikl
3.2.7  FEE/KV: MERREEL S0 mL FEERT 50 mL /K, VRAIE & .
328 Z“HOREW (1%) : UEFFRE10 g =& LR T 1 LMY, HKBBAeEEZE, B
JE &
329 FALHEAE (5%) : MEFEE S mL ZKA 95 mL HEEE, TRAIE&H .
3210 B FARRAGEMIR: EFIFRI 2.10 g KR 2.16 g VRERETREN, ALY 980 mL AKIEMR,
T pH 2 3.0 J5, EAER IL £H.
32,11 = REFHAREM: CAS 108-78-01, 4% KT 99.0%.
3212 SRFARUERG AW HERIFREL 100 mg CRAIE] 0.1 mg) = FMEHRME S T 100 mL &)
t, HHEEKER (3.2.7) R E B2 25, FHIBRE A 1 mg/mL MFsfEfE &, T 4 ClbLHR
5
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3.2.13  BHEFACHR B AHA T : R4 BB & ACHe [E AN AL UM, BE A AR I R OR L0 - — &%
FORERY), 60mg, 3mL, A4 . MAHATKKAH 3 mL FEE. 5 mL KiGf.

3.2.14  EEIELR.

3.2.15 HERb: Ak, KiFF0.65 mm~0.85 mm, HAbEE (Si0,) HEAN99%.

3.2.16  THALIENE: 0.2 um, FAHLAH.

3217 AA: i RTAET 99.999% .

33 (/Mg E

330 EAGEAHEIE (HPLC) X Bl SAMO 2% o A BRI 25 .
332 TR a4 0.0001 gF10.01 g.

333 EOHL: FEAMET 4000 r/min.

334 HEAEEIKAE .

3.3.5  [AHAHCR & .

3.3.6 AT

337 NGRS

33.8 HIEWEELOE: 50mL.

3.3.9 W,

34 HRLE
3.4.1 $H
3.4.1.01 AT WK BREY. VKRR BEAE

FREN2 ¢ OR51420.01 @) RFE 150 mL ELZEWDRL 20 T, IS mL =S LR (3.2.8) 15 mL
LN, AP0 min, FRRGIEH0 minf5, DAAET4000 /minZ5.0010 min. FIGHE =& SFREE R
TR et g s, W =R OMRWEHUE A E25 mL, FES mLIEW, IS mLAKIRA] S AL .
3.4.1.2 WhlE. WY v ) A

FRE2 g O/ 420.01 @ WA TIFERT, NGRS GRFE R 465 ~6f5) W TR,
250 mLEZEWRLELOE T, 15 mL =S LMW (3.2.8) 2 BKIGVETEE, TR NS0 E T,
FAELETIMAS mLAE, R FEAERBZ4 LD E A0 min, ... NS mL/KWA] e iR 4k
s

e AR IR SRR, LU =S SRR R 1E eI - T B T IS T SPEAT AL
3.4.2 ik

3.4 1P I RF AL AL 22 [ AHAE U (3.2.13) W o 4K K 3 mL/K A3 mL R pE S, a5
6 mLE M EER M (3.2.9) Peliie FEAEAHADOS FERUE AR 1 mL/min. PEIET-50°C FHAA
T, T (4 T0.4 ghfah) 1 mLiRsh A E 2, WhERA1 min, & HLIER (3.2.16) 5, ftHPLC
W5E o

3.5 SYEBERIENE
3.5.1 HPLC &% 4%
a) (OiEAE: Cobt, 250 mmx4.6 mm (id.) , 5um, BAISE,
Cisff, 250 mmx4.6 mm (i.d.) , 5pm, A3,
b) WEIMH: Cebt, B TXHRAFIZMIR (3.2.10) -4 (85+15, #ARILL) , WA,
Cioht, B THHRFIZZMW (3.2.10) -2 (90+10, 1ABILL) , B
c) Uit #: 1.0 mL/min.
dy A i 40C.
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e) ¥ K: 240 nm.
f) dEFEE: 20 pL.
3.5.2 hyifkHh & 2l
FH RS AR — 28 AR U A 25 08 AR B AT 2R N 0.8+ 24 20, 40, 80 pg/mL [FARUE T AR,
PSS AR S g bR I, DA AR FEAE IS, A3 BURRUE T 2RI 5 R o BB UC T AR — 2R UL IR i
HPLC o3 & 2 WA s A B AL
3.5.3 sEEE
RPN = 2R S (1 ) AL I AE A il 2R R MR R P, 88 Jeb 2 i 1 0 A R I A 2340
3.5.4 SiRiHHE
TRFE = 2R UK 1 7 5 0% £ s A BR AR A 8% 20 (D) TR

A x ¢ x Vx1000
X= 3 ST € D
A, x mx1000

A

X— WP =REE S R, AR T I (mg/kg);

A —— FEMP = RSN (e T A 5

PRUEFRCT = SRWME IR AL, A RO =T (pg/mL);
V— HBmRE e AR, B =Tt (ml);

A P HE VA IR P = 2R UM 1) e 1T A 5

m—— W R, BALN T (g);

S MR

C

3.6 & HEW
ERANFREURE Sh b, 3% LR g S RD BT

3.7 ke ER
AT E 7R N2 mg/kg.

3.8 [EUgE
TEAN NI 22 mg/kg ~ 10 mg/kgiR BETE I, (RIS AE80% ~ 110% 2 [4],  AHX AR 22 /N T-10%.

3.9 RiFE
FETE S VEZRAE B FRAT P BTN S 25 R 40 22 (e AR I AT I () 10%.

4 FT% BEGIE-RiE/RiEE (LC-MS/MS)

4.1 |38
TAFEH =R LRV TREIL, 2B B 728 e [ AN AL T 1Ak J P VRORE €0 18- o it/ o iy ) g AN AL
ANBRIE E o
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4.2 KF 5
BrAE AU, BRI A b all, K9 GB/T 66828 I — 2K .
421 L.
422 LR
423  LPRERVEW (10 mmol/L) : YEMIFREL 0.772 ¢ ZMR%% T 1 L &5, JH/KBMITE RS %,
R JE#H
424 HAh[F3.2.

4.3 {UF{MGHE
43.1  WAHE G TR B (LC-MS/MS) {X: it M5 5 1 (ESD .
432 HABIH3.3.

4.4 HmibE
4.4.1 $HEH
4411 WESW . Wk BRYY. UKIELRRN kAL

FREU g OR420.01 @) RAFF 150 mL L ZEMIRL 20, INAS mL =& LM% (3.2.8) 2 mL
LN, BP0 min, FRRGIEH0 minf5, PAAET4000 /minZ5.0010 min. FIGHEA =& SFREEHR
TR IR RS, MR
4.4.1.2 WHBE. WhAITG v )5

PRI g O 220.01 @ WA TIFERT, NGRS GRFERE 465 ~6f5) W TR,
B 250 mL L ZEWRL 2L T, A8 mL =5 LIRER (3.2.8) M HUKIEVEIIE, VLl N &0t
FIRA2mLZE, 4 FEAER44.1. 0PSB A HE0 min, ... ([ CERELE AT

e AR IR SRR, LA =S SRR R 1E e i - T B e IS T SPEAT ¥+
442 ¥tk

4.4 1P R ORI B BRI AU (3.2.13) . KK 3 mL/KAI3 mL VRS, T 5
6 mLa M EER M (3.2.9) Pelii. FEAEAHADOS FERUE AR L 1 mL/min. PEIET-50°C FHAS
W, Bk B O 11 @il D) T mLyR B AH E 25, i eV 51 min, AL UE I (3.2.16) 5 , ft LC-MS/MS
W5E o

4.5 B EE-RiE/ RN E
451 LC %414
a) (ilAT: SRPIES RS S OAHC GRS IORL, RG IS (1: 4) , 150 mmx2.0 mm (i.d.) , 5pum,
UM
b) VEIAH: AR LR (4.2.3) MZIERMEA, RS EpH=3.0)5 % H
c) HEFEE: 10 pLo
dy # id: 40C.
e) Vi : 0.2mL/min.
4.5.2 MS/MS &% 4AF
a) WA mEIE e, EET.
b) BTWIZEHE: 4kV.
c) FHA: HA, 40 psie
d) A AA, WIE 10 L/min, A 350°C.
e) MlEES: E Ao

f) R Q1 (L) Q3 (Hfr),
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g) FIHEIMR: ZRWIEI (MRM), R T m/z 127, E8 T8 T m/z85, EMT 2T m/z 68,

h) fEREE: 0.3,

) AR 100V,

j)  MEERERE: m/z 127>85 420V, m/z 127>68 4 35 V.
4.5.3 Friftdh ezl

IS ARE S IC 4.4 A0EE . FH TP IOAE vk — R UG AR HERG 2570 (3.2.12) B RAT B
fE25 0.01. 0.05. 0.1, 0.2+ 0.5 pg/mL MIFRAE TAEM, WAL AR R bR I, DLE 1 U i #4L -
WA, 3R brvE fh R [0 7 R R VGRS ks = 28 WU AR By LC-MS/MS 22 [ Jov W i o £ (3% P&
Z LI A TP A2,
4.5.4 ¢ 8ENE

AR = 2R S (1 ) AL I A0 A il 2R R R P, 8 Jeb e 3 1 0 I R I A 2340
4.5.5 EVEHAE

Foc B E R R 0 R R A A Vv, SRR R T o £ 135 0 R B I ) S5 b o AR v —
B CBAEEIAE£2.5% 2 )5 FF S H bR S 2 1A 725 7 I8 A 6 2F B 5 TR A M b v T )
RT3, A = B 2 N 3 VI R, T WA A = R R

K1 EMEE A R ok RV e 2
MM TFFHE | >50% | >20%% 50% | >10%% 20% <10%
SCFIIAIRS W 22 | £20% +25% +30% +50%

456 SR
[[]3.5.4,

4.6 FHLHK:
ERASFRIURE S b, 3945 R 5E S5 E R0 B34 T

4.7 TEEER
AI7ENE 0.0 mg/kg.

4.8 [l
TEAR IR ZE0.01 mg/kg~0.5 mg/kgi BEVE I A, [FISCRAE80% ~110% 7], AHXARAE(w 25 /N T10%.

49 RiFE
A6 T MRS IR A ST I T 45 B 4] 22 A AN AR ME R 15%

5 =% SHEGIE-RIEEKAZ (GC-MSFIGC-MS/MS)

51 R

DR PRI ARG R, AT REGEAAT AR, AR ) R T 6 B e i
(SIM) B2 J S ML I B 480 (OMRMD A5 0 10 O B I T R0 e Ay )R RE B2 P, Abb
E .
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52 AR5
BrAE S A B, BT g, K GB/T 6682 L& ) — 2 /K.
52.1 nkrE: fLgeal.
522 LR
523 fIAEMRF: VO = IR =R AWZ (BSTFA) + = HILGERELE (TMCS)  (99+1) ,
taikat,
524 CLIRERVRW (22 /L) : HL22 g ZFRETIZ) 300 mL /KRG E A% 1 Lo
52.5 ZRFIERAER R MEFRIRN SR EUGhRERE AV (3.2.12) 1 mL T 100 mL A,
SERBZIE, MARMER 1 mL M4 10 pg =R MbaEN, T 4°COKFT A7, FR0H 3 N H.
52.6 @/ 2R TEET 99.999% .
527 Z/A: SR TEET 99.999% .
5.2.8 HAb[A]3.2.

53 ((FMigHE

53.1 SAHEIE-IE (GC-MS) {4 BifA T2 s I (ED .

53.2 SAORE-FUE/FGE (GC-MS/MS) 3. A 2B s 7 (ED .
533 HWFHIRA.

53.4 HAh[A]3.3.

5.4 b
5.4.1 GC-MSik
5.4.1.1 $#HL
54111 AT Wk, BRYFGHEE

PRELS ¢ CRERIZR0.01 @) #1750 mLEZELL UV, IIA25 mL =5 LR (3.2.8), Tiiedk % 30 s,
FEIIALS mL =& LRV, A HEE 1S min, JIA2 mL AR (5.2.4), H =R LBREBeHELE
ZIE . FRMRAN)E, B FEREUKRZI30 mLE50 mLE R, LAIAMIK 14000 r/min 3010 min. 35
WAL
5.4.1.1.2 Wil Ghsh ATy e )45

FRELS g ORERI420.01g) K150 mLALFELL (b, FHS mLAVKIEME (B al3E 2 ndo,
AN20 mL =5 LR (3.2.8), liEdR%30 s, PRI 1S mL =50 & BR 0E 75 $& B A DL #45 [+]
5.4.1.1.1. AR IR SRR, T CUEH SRR S T =S SRR .
5.4.1.2 11k

ERAZ IS mLI AL IER B AT (3.2.13) Fo FRFH3 mL/K. 3 mLH k0GR ETR,
T )5 F3 mL2 AL BRI (3.2.9) PEME, WCEEDENGH, 50°C FRESAMKT .
5.4.2 GC-MS/MS¥Z:
5.4.2.1 Yky. HOmE. @hah. T ) RN A

FREXO.5 1 CREAf220.01 @) W FE, N AN 5 mLH /K 3K (3.2.7), W4 Jig T ) 2 minfi5 , 8 A 3& AU 15 min ~20
min, PAAMETF4000 r/min 0010 min, B E3E K200 pLHALIERE (3.2.16) i€, 50°C &AM T
5.4.2.2 WAYFIRRYE

PRI g CREf1220.01 @) XK, IS mLHEE, WnBEiRI2 minfa, AR CL T 45 [RS5.4.2.1.
5.4.3 fiTAdEAk

LSRR AR TR, IMAG600 pLAGILIE RI200 pLATAALIRA] (5.23), W41, 70°C N30 min
JG, HEGC-MSEGC-MS/MSIL S Al s iiE -
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5.5 StAGE-RigNE
5.5.1 AU SFHLKAT
5.5.1.1 GC-MSZ % 411

a)  (OaAE: 5%k T HUILERMEANCA B ER, 30 mx0.25 mm (i.d.) x0.25 um, B,

b) ¥ii#: 1.0 mL/min.

¢) MEFTHE: 70°CHEFE 1 min, L 10°C/min (KR THE S 200°C, f£4£F 10 min.

d) fimeifg: 280C.

e) HEFEIERE: 250C.

0 R AR

g) HEFEE: 1 L.

hy BT BrEdiE (ED .

i) HEfEE: 70eV.

j) BRI 230C.

k) PR RS T, MR T m/iz 99, 171, 327. 342, EEE T m/z 327,
5.5.1.2 GC-MS/MS 7% 41

a) (IR 5% KL T IR REEAEA S B, 30 mx0.25 mm (i.d.) x0.25 pm, BUAH Y

b) ¥iti#: 1.3 mL/min.

c) P I : 75 CLREF 1 min, Bl 30°C/min [P T 22 220°C, F LA 5°C/min [P FHE 2 250°C,

1R%FF 2 min.

d HFEOESE: 250C.

e) HEEINEME: 250°C,

0 T AR

g) HEFEE: 1uL.

hy BT BrEdiE (ED .

i) HEfEE: 70eV.

j) BRI 220C.

k)  PUZATiiE: 150C.

) Al S\ 1.8 mTorr.

m) flfEREE: 15V,

n) HF: 2RI (MRMD , EEE T m/z342>327, EPEET m/z 342>327, 342>171.
5.5.2 brdfE Hh 2 22l
5.5.2.1 GC-MSyk

YERF N = B TR R UES I (5.2.5) 04 0.4, 0.8 1.6. 4. 8. 16 mL T 7> 100 mL &I+, H
R 220 2 1 mL RS T, 1% 18 5.4.3 S5 IRATAE AL o O e iT A 7= vk FE 43 99 24 0. 0.05, 0.1,
0.2. 0.5, 1. 2 pg/mL HIARVERI . RV GC-MS Wl5E . LAFRUE AR BORE s by, ERE T
T O I TR AR, 2 RIbRUE TAEIIZE . FRAEF I GC-MS JEFE 2 1 i (i 18 2 UL 5% A
MK A3, =TI EDIE R 1 UL E 2 I s A Kl A4,
5.5.2.2 GC-MS/MS¥Z:

YERFR N = S R RUESS I (5.2.5) 0. 0.04. 0.08. 0.4. 0.8. 4. 8 mL% 5171100 mLZ& BT
FH PR AR 2 20 5 o 5B mLJH BT, 1208 5.4 30 BB AT AR Ak o e AT A AL = 03k 5 4 5310 2.0, 0.005,
0.01. 0.05. 0.1, 0.5 1 pg/mLIARAER . RNVEHEGC-MS/MSHIE o DAARHE T AT 30 RE R i AR,
JE B T TR A U P AR, e IbRE TAE 2R . FRiER I GC-MS/MS 22 [ W et Il Jo 2 €133 1]
Z LI SR AT I ALS,
5.5.3 jERINE
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AR IR = 2R S R ) AL I AE Ao il 2 2 M P 5 3o 2 e 3 1 U S e v A R, T A
ARG FRERE 53 HT o
5.5.4 JEMEAE
5.5.4.1 GC-MS ¥4

DAFRAERE i (A B I AR I 28 7 (m/z 99 171, 327 F1342) &Pk, ket 4 MET7 (m/z
99, 171, 327 F1342) [ & L 5 ARvE S AR R 25 7 2 B2 LUAH ZE AN KT 20%.
5.5.4.2 GC-MS/MS 7k

DABRAERE it (1 £ B I 18] LA 22 I S I B 1 (myz 342>327. 342>171) @k, Hoft e k) s

[6] 4.5.5,

55.5 g5l H
[7]3.5.4,

5.6 ALK
FRAFRIBURE S Ah, 334 s e - FD BRI T

57 HEEER
ATy, ASOM - vk (GC-MSYE) 11 5% & R 4 0.05 mg/kg, A {4 - 5t/ i i v ( GC-MS/MS
%) [RERPR40.005 mg/kg.

5.8 EUgE

GC-MSik: FERINIKRE0.05 mg/kg~2 mg/kgi BN, [AIKCRLET0%~110%2 1],  FHXTARHE (W
ZE/NF10%.

GC-MS/MSik: FERINIKREE0.005 mg/kg~ 1 mg/kgiRFEVE I, [FIBCEAEI0% ~105% 2 1], FHX} A
22 /N T10%.

59 fiFE
FETE S VEGRAE N FRAT P BTN S 25 R 400 22 (AR I AT I 15% .
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% A
CE B P 3%)
= REEAE s E

K A1 VLS AR = ZRJUE I & HPLC it &
R K 240 nm, B TH] 13.6 min, Cg (3545

Kl A2 FEJRUCHS hnds = B FUZIFE N LC-MS/MS 2 J2 3 Wi ot 72 (6 13 P
(PREAA] 4.2 min, EVEE T m/z 127>85 Fl m/z 127>68)

10
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P, S

:::wJL JLZ--A—“.-M“ . T S «JL

¥ t T T
1. @ 11, == 13 @ 1z, @

K A3 =HEIEATEY GC-MS £ 3 it &
({R B4 1A] 12.514 min)

Q09 (12 14

T
1. @

110 1le0 180 200 200 2400 SE0  S20 0 500

K A4 =RFINEATAEY GC-MS HEH & 7 i K
CEVEET: m/z99. 171, 327 F1342)

11
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Lstd3-6-54-37 Al--9-14-2008. xms TIC

| I,

kCDuntsj
4 342.0=327.0 [-15.0%]

E

2.5
2.0
=
10

P

Count

LA

20

15

10

T

I T
=] K

8 8 10 . '
minutes

Kl A5 “EREUEATAEY) GC-MS/MS £ J )5 W il 5 2 (1,33 <]
(IR A] 7.25 min, €M E T m/z 342>171 A1 m/z 342>327)

12



