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Analysis of unauthorized medical supplies from diet food imported from China.

Megumi MAEDA, Akiyoshi MORITA, Mio OGAWA
Kazuki YAMANE, Hiromichi HAYASHIDA, Shigeru ISHIDA

Abstract

In July of 2002, unauthorized diet food products imported from China were the source of a serious

health concern in Japan.

Three citizens from Tottori suffered from the deleterious side effects of the

diet food. We analyzed the food specimen using HPLC and LC/MS/MS test screening. Two causative
agents were detected: 1) Fenfluramine, a psychotropic agent 2) N-nitoroso-Fenfluramine, a heretofore
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Tablel HPLC conditions for determination
of Fenfluramine
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Table3 HPLC conditions for determination
of N-nitoroso-Fenfluramine

Instrument : LC10A(Shimadzu)

Column : Wakosill5C18 AR(4.6X150mm, 5um)

Column Temp. : 40C

Mobile Phase :
CHsCNH20:CH3(CH21OS0sNa:CFsCOOH

(510:490:6:1)
Detector : PDA ; 210nm
Flow rate : 1.0ml/min

Sample size : 20 11

Table2 LC/MS/MS conditions for
determination of Fenfluramine

Instrument : API3000 (Applied Biosystems)

Column : InertsilODS-3 (2.1 X 150mm. 3um)

Mobile Phase : CH30H:0.1%HCOOH-H20
(10~100%linear gradient,15min)

Tonization : ESI(Positive)

Flow rate : 0.2ml/min

Sample size : 5l

W +Q@1: 8.724 min from Sample 2 (Sample) of 410623.wiff (Turbo Spray), Subtracted < +Q1: 8.489 min from Sample 2 (Sample)} of q10623.wiff (T...

8.506

8.0e64

7.566

7.0e6]

6.506]

6.0e6

5.5¢6 ]

5.006

4506

Inensity, cps

4006 1226
3.506 ]
3.0e6
2506
2006

1.5e6]

1.0e6

Instrument : LC10A(Shimadzu)

Column : Shimpak HRS-ODS(4.6X150mm,5um)
Column Temp. : 40°C

Mobile Phase : CHsCN:H20:CF3COOH(600:400:1)
Detector : PDA ; 210nm

Flow rate : 1.0ml/min

Sample size : 51

Table4 LC/MS/MS conditions for
determination of N-nitoroso-Fenfluramine

Instrument : API3000 (Applied Biosystems)

Column : InertsilODS-3 (2.1 X 150mm, 3um)

Mobile Phase : CH30H:0.1%HCOOH-H20
(10~100%linear gradient,35min)

Tonization : ESI(Positive)

Flow rate : 0.2ml/min

Sample size : 51
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Fig. 1 Fenfluramine Mass spectrum of Sample by LC/MS (R.T 8.71min)
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Fig. 2 Fenfluramine Mass spectrum of Standard by LC/MS (R.T 8.71min)
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Fig. 3 N-Nitoroso-Fenfluramine Mass spectrum of Sample by LC/MS (R.T 25.8min)
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Fig. 4 Fenfluramine Production Mass spectrum from Precursor ion (m/z232) of Sample by LC/MS
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Fig. 6 N-Nitoroso-Fenfluramine Product ion Mass spectrum from Precursor ion (m/z261) of Sample by
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Fig. 7 Content of Fenfluramine in Diet food
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Fig. 8 Content of N-nitoroso-fenfluramine in Diet food
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Fig. 9 Structure of Fenfluramine
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Fig. 10 Structure of N-Nitroso-Fenfluramine
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