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The examination of the quick analysis method in case of the acute food poisoning occurrence (1)
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@ Liquid food (40g) @ The liquor (40g) ® The solid food (10g)
Put into Distillation flask Put into Distillation flask Put into Mortar
20mL of water added
2mL of 4N NaOH added Z2mLof 4N NaOH added

Concentrated to about 20mL at 50C Homogenize with mortar

under about 50mPa reduced pressure

Cooled to room temperature Transferred into Distillation flask

with 10mL of water

20mL of water added

One drop of silicone resin added.
2mL (@&®4mL)of 4N H2SO« added

Steam distilled up to 20mL
Distillate was caught into 5mL of
10. 8mM Naz:COs/1. 2mM NaHCO3 (or 50mM Na:COs)

Ion Chromatography

Scheme 1 Schematic diagram for determination of sodium azide in foods
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Sample Loop Volume ©50u«L
Column . TonPacAS12A +IonPacAG12A h 7 /\
Eluent . 2. 7mM Na2C03/0. 3mM NaHCO: [\ 8
Eluent Flow Rate ;1. 5mL/min - A V/\
Suppressor . Anion Self-Regenerating Suppressor-I \
Detector . Electric conductivity U U

Fig. 1 lon chromatograms of 9 Anion standard ,;
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SRR L TnB &L L, B4AY07uo< T

5 L% Fig. LIRS T UMb A ¥ EWIRA & 1308 Fig. 2 \[CIEH, BER T 754 FRT P EKRETH
FEASH TR VAS, WERA A Y IABSREETRET LA I A%8RT. R L2EMRIER VTR
Xz, WHEEA 4+ VIIKEREZTHhESREWVY, 7 W8I, 74+ v OERICHEICRLE -7
DM A ¥ EEEITHET b b7,

(A) Vomit

(B) Green tea

(C) Fried potato

Fig. 2 lon chromatograms of (A) Vomit ; (B) Green tea ; (C) Fried potato ; the upper side : control sample, the
under side : azide standard added to sample ; level, Green tea : 2.5 4 g/g : Vomit and Fried potato, 10 xg/g.



Table 2 Recovery of azide ion from Vomits and Foods

Sample Sample Size Added n Recovery( %)
Vomit A 10g 200ug 3 92.7
Vomit B 10g 200 g 1 98.7
Vomit C 10g 200 g 1 98.9
Vomit D 10g 200 g 1 96.4
Vomit E , 10g 200 g 1 95.0
Vomit F ' 10g 100 g 1 101.8
Vomit G 10g 100 g 1 104.0
Vomit H 10g 100 g 1 93.8
Green tea 40¢g 100ug 1 100. 1
Blend tea 40g 100 g 1 97.9
Volume sushi 10g 100 g 1 93.2
Cutlet sand 10g 100ug 1 95.8
Fried potato 10g 100ug 1 93.5
Chicken fly 10g 100ug 1 91.4
Omelet 10g 100 g 1 99.3
Kisu(Sillago shiama) 10g 100ug 1 95.1
Sea urchin 2g 100 g 1 94.3
Wine 40g 200 g 3 97.2
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Fig. 3 Mass spectrum and chromatogram of azide ion added to tea by GC/MS ; level, 50 ug/mL.

GC/MS conditions : Instrument, Shimadzu QP-1000EX ; Mass range, 20-100 ; Ionization mode, -+EI; Ionization voltage,
70eV ; lonization current, 300mA ; Ion source temp., 250°C ; Transfer line temp., 250C ; Column, DB-624 70mX0. 53
mm, 3z m ; Column oven temp., 407 ; Injector temp., 80°C ; Carrier gas, He 20mL/min ; Sample Volume, 1000« L.
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Fig. 4 HPLC-DAD spectrum of 3,5-dinitorobenzoyl

azide ; level, azide ion 1.0 x g/mL.
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