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Analysis of Melamine in Imported Confectionery Products

Naoya KAKUTANI, Taro MURAKAMI, Yukihiko YAMAGUCHI and Mituru SHIMIZU

Abstract

We developed a method for determination of melamine in confectionery products using two kinds of
stable isotopes, melamine-°N; as internal standard, and melamine-"*C;-*°N; as syringe spike. The recovery
rates and standard deviations (SD) of fortified authentic melamine were 90-94% and 0.8-1.0%, respectively.
The average recovery (+SD) of melamine-">N; estimated with melamine-*C;-*>N; was 105 + 2.7% for the
forty imported confectionery products. It is possible to determine melamine contents and its recoveries at the

same time by using two stable isotopes.
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(LC-MS/MS)% Fiv 7=,
(1) HPLC %ft:

T Acquity(Waters 1)

VN Inertsil HILIC(2.1x150 mm, ki 5 pm
GL YA 2l )

H17 MEEE: 40°C

BEME: AW 7TER=NIV
B % 20 mmol/L EEfET &= LOKIRIK
A/B 50/50(3 43)-20/80(6 43)-50/50(9 %)

Pieak: 0.4 mL/min

HEAE: 10 uL

(2) MSIMS &4

TEE: Xevo TQ (Waters £1:54)

A ALE—R: ESI(+)

WA AT AR 400°C

A B 800 L/hr

HEE—R: MRM

EEMT LDOEMER LR, FLAYO 1B
ERAAA | TERSHRAAAL ORETHD,

* 1 ofrSft

Transition ~ Cone voltage ~ Collision energy
Compound () W) )
. 126.9>84.9 31 17
melamine
126.9>67.9 31 22
melamine 129.7>86.9 29 17
N 12075439 29 2
melamine 132.5>89.0 34 18
HC™Ny 13255710 34 2
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Nz 30 4y MHEES>FHHE L, 3000 rpm T 5 43iE Dy B
1ToTc, LB 2 mL ZRBREICERYD, 7Eh=RL:
FERK(1:1) 6 mL 22 TRz, T, A%/ —E
FOT7 =R L ERIK(1:1)4 bmL T 5 (La=y
7L PSA 1725 mL O RiEE ‘ML, 7Eh=h
UL RESK(1:1) 1 mL CHSHSE T, I A 10 mL i
EARL 1 mL 2B 12 BRL TATI-PC "Ny & 10
ng #AML, PTFE 74V 4 —TAiL LC-MS/MS 25V
HEE1T 72,
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=] / \
\
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