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0.1 pg/mL
50 100
100 mL
100 mL
0.1 pg/mL
50
100 mL

100 mL

mL 50

20 mL 0.1 pg/mL
4mL 0.1 pug/mL
0, 0.5, 1.0, 2.0, 5.0, 10.0 mL 50%
20 mL 0, 0.0025,
0.005, 0.010, 0.025, 0.050 pg/mL 0.020 pg/mL
20 mL 0.1 pg/mL
0, 0.5, 1.0, 2.0, 5.0 mL 50%
20 mL 0, 0.0025, 0.005,
0.010, 0.025 pg/mL
0.5 mg/kg
0.005 ug/mL

Agilent Agilent 1100
Applied Biosystems
API2000
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LC-MSMS 1

5g 50 15 mL

3000 rpm 15 min

50 50 mL

0.5mL 50
4.5 mL -N-
50 1mL

1mol/L 130 uL

0.1 mal/L 2 mL
5 -

1 mL
5mL

5mL
0.20 um

100 1
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LC-MSMS
1 LC-MSMS

Column SeQuant ZIC-HILIC

150x 2 mmi.d. 3.5pum
Column temp. 25
Mobile phase A: 10 mmol/L Ammonium acetate

B: Acetonitrile
Gradient profile Time(min) 6 601 20

B( ) 85 40 40
Post time 15 min
Injection volume 5uL
lonization ESI(+)
lonspray voltage 5kV
Turbo gas temp. 500
Dwell time 200 msec
Declustering potential(DP) 51V
Collision energy(CE) 11eV
Precursor ion m'z 127 130(1.S)
Product ion 1 m'z 85 87(l.S)
Product ion 2 miz 43 44(1.S)
3.1

59 50%
25 mL
2
3.2
3.2.1 -N -
Bond Elut PSA InertSep PSA
InertSep PSA
3.2.2
Bond Elut

SCX FDA Oasis MCX



Bond 2 (n=3)

Elut SCX InertSep SCX InertSep PRS OasisMCX InertSep

MPC InertSep MC-1
InertSep MC-1 131 8.6
InertSep SCX A.C. 97 52
Bond Elut SCX InertSep 115 7.2
PRS Oasis MCX InertSep MPC 106 34
InertSep PRS Qasi's 1.S. 109 7.0
MCX InertSep MPC 113 1.4
InertSep PRS AC. 1.S.
InertSep PSA
InertSep PRS
3.3
(n=3) 2
10 41
10 4
3. 4 1) 1002002
n 20 10 2
3 M 4 2) FDA:Determination of Melamine and Cyanuric Acid
Residuesin Infant Formulausing LC-MS/MS  Laboratory
Information Bulletin LIB No. 4421 Volume 24, October
2008.
3
(mg/kg) (mg/kg) (mg/kg) (mg/kg)
n.d. tr. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. n.d. n.d. n.d.
n.d. tr. n.d. n.d.
n.d. tr. n.d.
n.d. n.d. n.d.
tr. n.d. n.d.
n.d. tr.
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