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RALBIERR, REDRYEFETH LorOHERBOM
ITABECELFERIhTED, bABRCEW TR
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THREER 1 A iRMEVAYK - TREERRKEF M YV v A 0.5g
#ZR0, FEKEZMZTE»L 100ml kL, BREEK
Elk. CoOB¥REEKR 10ml Ry, avEBEET
WA A VIEEL k. EEEREKEZ BEKCTHER
L, HERA 4 v B _BR{LBEHR L L T 100, 30pg/ml 0
BEEYRBREAML ..
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B, Dot 7o 7RG (j) omBIHZEFNCERL,
AL, ZBHRERER T 200ml 027 5 A
A LEKEEPLRY, (d) oF7r v HENEET (o)
DHFFAE (1I50mmx7mm i.d.) 2 EELAE. X,
SA BT ) o7 7 r vE (80mm X 8mm id.)
ToRERERERIERLE. b, F7AFE 8
ILREEHERERL AL LFR BT, F7FRAERRCE
BLAAS-BIEREFERECKBCALRVISITL
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23 & 4
2¢3¢1 RyMAEM4E Fig. 1 RTZEMLEREE
¥o(g) w 0.1M KEfb7 t U v A% 10ml %inx,
TRHMEREE AR EE SR, KK THEH LD
FEREYWE 500ml/min 5 HEFEKL, BEEOFhDL
SExBVHLEL., Z0H%, FAK7 Z A2 (b) b
L, %, BRI EOEE, EERIMET L
0% 0.2~1.0g O x 5E&L, ZAEK 20ml ZHT
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L, 1C A3BREEE L.

2:3.2 IC %t IC £HILUTOEEITHT.
# 5 & : Dionex i HPIC-AG3(50 mm x4 mm i. d.) +
HPIC-AS3(250mmx4mmi.d.) ; 7 L, ¥ — :E&A

Fig. 1 Schematic diagram of SO, purge-and-trap

system

(a) nitrogen, (b) SO:2 generator (oint and
200ml flask), (c¢) gas burner, (d) thermal
shrink tube, (e) glass tube, (f) teflon tube,
() bubbler (0.1M NaOH 10ml, (h) ice
and water, (i) trap for water, (j) flow meter
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AV AR —HT vy Y — ; BEEK : 6 mM RERKR
FEY U ARK-4.8mM RER; ) v ARK (1:1);
W :1.1ml/min; » 5 ARE : BiE; BEIEEER
B : 7427 - 3pS/cm; FRHEAR : 100 pl
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Fig. 2 Ion chromatogram of sulfite ion

Conditions——Column : HPLC-AG3 (50 mm
X4mm i d.)+HPIC-AS3 (250 mm X4 mm
i.d.); Eluent: 6 mM NaHCOs-4.8 mM Nasz-
COs (1:1); Flow rate : 1.1 ml/min; Column
temp, ; room- temp.; Detection : conductivity,
3pS/cm; Sample injection volume : 100 pl
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7o Thebb, EEK 20ml wREEE Y V) v AR TEEE A A
v & LT 10, 100, 100018 FHimL, 2-3-1 &5t - T
L, IC I aHiLicl s, WTIhoBE LR
VO -7 HERT, ERANOHIEI I, &
i, V) VEBKBRF TIIIRERE S DR Lo
TedbEEZbRA.

3¢2:2 KEMEF PU D LBAERBEOEE 1C AR
BBWHPROKEBEF L) v ABENIr < ST ARK
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vIBE 1.2pg/ml (ZREMEBREE LT), AKEEE> bV
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—AFAVYDELRAZNKEL Y, BiFlse~<t 7/
S anfBbhinlitot. Lal, KBMEF bV v 2k
DS 0.014~0.1 M ORI LTI, ERBEZT OO
+TaBIFR 7 w= 75 aB LRI,
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Fig. 3 Effect of concentration of sodium hydrox-
ide on peak height

Concentration of sulfite ion :
sulfur dioxide)

1.2pg/ml (as
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FTREYRN. Tihbb, ZEK 20ml CHEEERE
KFEF b Y o 2 BB L LT 30ng Fin L7230k
A, 2:3-1 - THIFL, BURGHEZHRII LI
ok, BEOBKREL5.01 L L. FoOKE, HFKEC
BWTHLOhLHERES A+ D Y— 75X, g 500
ml/min DG | L2 L @I 200~500 ml/min
OFHET 0.957~1.00 THH, FE—EDBERLI:-
o T, MERIFRRIVEL 725 X 51 500ml/min
Pl P :

332 FRNBMOESR 3-3-1 LRABOHPT, FHE
DEREN B E OB BETHEEL A, 7
¥, WEX 500ml/min L L. FoORIL Fig. 412
AT EEDITHD, FRAKBCECTHE LR ICHTRE 1
Avor—sE3, BXE 6.010FAX 1 L35
BEEN 3.5~6.01 ofifAT 1.00~1.01 THb, &
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Fig. 4 Effect of flow volume of nitrogen on re- -
covery

Flow rate : 500 ml/min;

Amount of sulfite :
30pg (as sulfur dioxide) -

333 x2/-NROEE FAXOBREHILRUMY
WAV =2 7 — A OHEMES BRI K
ETEEYRN. Thbb, AYK 20ml CERE
KFE> ) v adEBEERE L LT 30e8 FHinLcRE
TRV, =% —1rOREmMER2ELZE, 2-3-1 THo
TEIEL, BUREHLXHBRH L. TOKR, FHEMEC
BWIBLOhLHER A O — 7B, HNEN
HmTaoTRBAL, GIMLAVEEX 1 LT85
WINEA 2ml OFET 0.964, FEiNEH 4ml DBS
% 0.925 TH -t
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Table 1 Recoveries of sulfite ion added to food samples

Sulfite ion (as SO2) /pg

Sample Taken/ Rec%very,

g Added Found In sample ¢
Dried gourd shavings 0.20 200 534 328 (1640)1 103
Dried plum 1.00 30.0 25.7 0 85.7
Gelatine 1.00 30.0 24.5 0 81.7
White wine 1.00 100 258 159 (159)t 99.0
Orange juice 1.00 30.0 26.6 0 88.7
Boiled beans 1.00 30.0 27.3 0 91.0
Frozen peeled shrimp 1.00 30.0 21.8 0 72.7
Bean paste 1.00 30.0 26.5 4 @t 75.0
Soy 1.00 30.0 27.9 3 @t 83.0

T pe/g

ELT 3~90rg O@EATHEML, 2-3-1 - THEIF  (EHREELLTXhEh 1640, 159, 4, 3v8/g THolz-
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Determination of sulfite in foods by ion chro-
matography after purge-and-trap. Makoto Na-
Gase (Fukuoka Environmental Research Center, 39,
Mukaeda, Mukaezano, Dazaifu-shi, Fukuoka 818-01)

A simple method for the determination of sulfite in
foods has been developed by ion chromatography after
purge-and-trap. After 0.2~1.0 g of sample was placed
in a SO; generator with 20 ml of distilled water, 2 ml
of ethanol and 10 ml of 259, H,PO, were added. SO,
produced from sulfite by heating was purged with
nitrogen at 500 ml/min for 10 min and absorbed into
10 m} of 0.1 M NaOH cooled with ice and water. After
this solution was made up to 25 ml with distilled water,
sulfite ion was determined by ion chromatography.
The condition was as follows : Column, HPIC-AG3 (50

KAGAKU Vol. 37 (1988)

mm X4 mm id.) +HPIC-AS3 (250 mm x4 mm i.d.)
(Dionex); suppressor, anion fiber suppressor; eluent,
6 mM NaHCO;-4.8 mM NaCO; (1 : 1); flow rate, 1.1
ml/min; column temp., room temp.; detection, con-
ductivity 3 pS/cm full scale; sample injection volume,
100 pl. The calibration curve was made by adding
standard sulfite solution (NaHSO; aqueous solution) to
20 ml of distilled water. The calibration curve was
linear for 3~90pg SO, added. Recoveries of SO,
added to 9 kinds of foods at the level of 30~1000 pg/g
were 72,7~1039%,. The limit of detection was 3 pg/g
for 1 g of sample.
(Received August 24, 1987)
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