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Method of Test for Melamine in Pet Foods

Losgp* el Aes> 2@ fd 857 = B§ "=(melamine)2 & 5% -
2. W%k R MEFEZEME o ikt B B F 3 & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 5 2
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2.1 %%
211 ApAATE B R
21.1.1. 33k T EHF i (electrospray ionization, ESI) o
2112 %k %fr%‘ : Agilent ZORBAX RX-SIL 5um ~ 2.1 x 150mmz" f & & o
2.1.2. #.< ¥ (Centrifuge) : ¥ 220000 rpm 12+ o
2.2. #F#% ¢ % (Acetonitrile) ~ 7 A% (methanol) ~ ¥ & (Formic acid) 354 * %
10 & 7.5 > = @ L »%(Diethylamine) - fi it 4&(Ammonium Acetate) > 353x
BREE R LI K R EAN25°CT E 18 MQem i F) 5 = B § e
(Melamine) %+ p& * & # = ; BCN;- = B § "= (BC3®Nsz-melamine,
100pg/mL) e =5 p F04R 2 &
23. BEZ 4R
2.3.1. FH4p 3 B-= (Solid phase extraction cartridge) : Oasis® MCX > 150 mg -
6mL > & B & o
232 By g 150mL -
233, ¥ 34/20.22 um » PVDF4 B -
234. F 4 E 7 F P~ 3% % (Solid phase extraction vacuum manifolds) -
235 F&FL :5mbL~50mL ~500 mL#% 1000 mL -
236. #3gFE g - 16mL -
24. #FH 2B H
24.1. 4%" pi-k
B ¥ A240mL 0 43 35 oKk 2 21000 mL o
2.4.2. 50%z %Kik
B~z 3 500mL » 24 #F ok @ 21000 mL -
2.4.3. 95%¢z % RigiR
Bz 3 950mL » 4 35 ok @ 21000 mL -



2.4.4. 2%DEA(Diethylamine= z A=)/ z 3

B-DEA 10mL #c z 3 i =500 mL -

2.4.5. 0.2%DEA(Diethylamine= z %)/ ¢ % :

B-DEA 1mL “cz % & =500 mL -

2.4.6. 10MMps 4273 it

247, FEpAET Bk

P-10 mMMpy pk 4473 i 25mL 4e ¢ 5 i =500 mL -

2.4.8. SMMps 4% it

25. #E ARz A

2.6.

2.7.

P-05%2 % £25 MM fk 4&9% i 1495 1 S(VIV) 2 vt bR 3 0 g i U
PR TR B AR R o

PSRRI R pe

FrE B BCNg-= B § "kl i E ) 2REE 5.0.5 mL 2 50%¢2 3 7% 150
mL > 75 p SRR3R 7 o

[ R h

AR P B4 R R ENSmg > 150%e BRI fED LF 2
50 mL > 1% 5 4% i o 3TA°CRT G © Tt PP R ARER R 2 N PR
B & 0 e AR 5 20~100 ng/mL( 7 PR HR2E SR & 5 10 ng/ml)
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BRI E  FB % 95000 0 HAEEE 0 B O~ 50mLnd i A
? v e oo o E250 bl o £ 4 >~ 50% ¢ 5%25m|—(a)}’/i‘2f5‘)ﬂ Eis gt kR
#1204 48 > 1220000 rpm ~ 4°C, #r10 4 46 > Botp 2 mL(b) & » 15
ML g # > 4e ~ 4% Be-k3mL > i & #5953 (7T K (4 3 o

282 it I B28LEE ¥ Bk L~ A o MEMLE 4% Fi-kSmLE

L2 MCXEAp E B~ g 41> £ 12 53 R5mL2 0.2%DEA/C * % i 5
MLk > @5 dii% o B icts » L~ 20 DEA/2 %3 %3 mLiv
o B RR O NA0°C R 1 F F RS AT P BT B
A F2mL o £ R ER R TR



2.9.

LW R B F
HAEPREZRE 3l AWl r Ripk4rr BT HRY BT )0
ER N TIAR S fj}‘}_ FoF e p IR L 0 G 0 BB = R Y e
e TR &
Ap R AT 8 B R A TR RE 2D
& 178 * Agilent ZORBAX RX-SIL 5um » p j£2.1 x 150mm -
K17 # i8R 1 40°C -
Bodpizie @ k258 W2B% -
# @ 4p ik 0 0.4 mL/min o
ERPS g__ :3uL
£ g 7 & (Capillary voltage) : 4kV -
B v o5 L ESIE s oo
7% 1* # 18 (Nebulizing Gas Flow) : 3 L/min -
4v 44 & %8 (Heating Gas Flow) : 15 L/min -
%ﬁ—+ Jm 8 & (Interface Temperature) @ 300 °C
A -3 ETR & (Desolvation temperature) : 526 °C o
#t %t % (DL Temperature) = 250 °C -
sv #8078 & (Heat Block Temperature) : 400 °C
¥z % 2 %8 (Drying Gas Flow) : 5 L/min -
WopRcsY 2 £ F & 8 Rl(multiple reaction monitoring, MRM) o i ] g3
¥ ow g TR S 8c(Pre Bias) £ zidi it £ (collision energy)4r™ #

S Q1 A Q3
b5 4 WSR3+ (m/z)> PreBias & Pre Bias
Ay apsmiz) (V) (CE) V)
k 127 > 85* -29 -19 -15
= ;Ef‘,\% e
127 > 68 -29 -30 -27
BC3™N3-= % § "=
133> 89 -30 -22 -15
(1.S.)
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V' <F = 1000

WY = B § =2 7 £ (ppm) =

C:id #HBd A REFHR? = BF "=z kA (ng/mL)
Vo:feREE (e gE it T F 2 A (mL)

M : B4t 5 4k k2 £ £ (Q)
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A R(=100%) 0 F e F i F%)
Fl4eT @ $H3ET % B (%)
>50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50
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