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ELITHME eV, B SOKIZEL, SRR LT HE 3 H SRE R, 126 B DO ORI AEED R
TESFUTUVS, A, 200 2R HEE O OV ORI ERESN I Oh, WAL 18 25 HET
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TEH —F 55 A (10mm X 2mmid, 3mm) Z LA FO&ECHVE, BEME 7 b - 10mMEE
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MRM, Dwell Time:10msec, Turbo Gas:7L/min,
NER: 10Psi, CUR: 15, CAD: 6, lonSprayVeliage:
SkY, TEM:RD0C, DP{(Decluster ing Potential),
CE(Collision Energy) dBET &I BREL
@ LC&H
735 Ly lmtakt Cadenza CD-C18 150 X 2mm (3um),
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Y, BEREEREEDEOELBHFDNET .
%A ETIRENEN, 168, 176, 183, 70 THY,
B EENEOBE, FEENERRONATREE
ENG, (A HEEERZLTVSEOERD
s,
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o/E, TOMOER TISEELED >,
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ERE A ] .l L R R SEEET EET
dinhiofuanid 5.7 4% e e Y4 i
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papienazal 843 34 3 R 25 Ll
peRLYOUTEN 398 1hB .3 42 7940 48
Z2onGWL3TD BUR ¥ 8 40 LT IT -
isogracarh 621 33 2 20 %38 %0
ESProCArt BLS 248 oy 4.8 83 &l
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whufenpyrad 7.3 123 : 108 7.
wralomethsin s 7 iz .
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Tk KE ALY, UAD,

— B4~ 0 GCIMS(SCAN %)M
(4) —El =& 288 (20 2) —

O3, RER, THHREF
HpE, BN

BE, B

RBEZ LT B0 A ERE L. R
HEER SO s OREEN S, Blank BT
Rebfz Blank HEELSIE, SID ST HESBC

BLUT, ZhEmsifiEe Ll
Table 1. GOMS S &4

GCMS systern B ERRERHE GCMS-OP2010
Carvier gas B He. 1.69mmin (47 2omisec)
Pre-column b a—~XF L UhFa~7 (2m)
Column RESTEK %88 R@E-5M5

{0.25mm 1.d x30m, 0.25um)
Column Temp. 50°% (1min) —» 25°C/min

-+ 125°C (Omin}
-+ 10°Cimin ~» 320°C (5min)
injection Temp. 280°C

IfF. Temp. 280°C
lonSource Temp.  200°C
injection mode splitless, 2min (1pL)
1S method SCAN
El: miz 70 -460 (4 4 - 24min)
(BREER]
x P Acetochlor, Aldrin 2 130 BBE(E

SEMTCRGICER BB TE E£1 Acetaniprid,
Acrinathrin % 68 BRI EMCRIEZBFCH -
fe i, —EE TR EAT 1508LLLOBEEZRT S
DEHEHY. FOEICRBINE 2HESBL LN
CELHEFEI N Allethrin, Cypermethr in ¥ 56
BRE-—HwueEpceeeBrBEch L —
75, Acephate, Bifenox % 19 BEL e cRiEER
i)‘?”"?ﬁ’%‘ciéﬂi,

KD [Eh L s Rk B
%ﬁfﬁd ??Mi BEEAHECH 2 BH KE,
YATEBELEUS v A0 & LEBMREmEIC L 208
MRpEd, ARELEEFTH . AL IUBLU
E3NAZ SN UBIC R AENREL, 20/
&, A EOBLNGEVEBRESO O BT

BLED T B, GONS (SCAN) -ELBIGRUF o« T
Y2 R ROBEREO—-RSEEL LCER
THEEERS.

D ) BAREKEEEHE 87 & 88 Biias

THE
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S, EBIZEML L,

2 A @iEn
Faml, bwboob¥,

o Yo ?‘,}::‘{1‘\ R -

WG, AR,

FAEEON
THLGCMS (SCANE ) & W o —F i el LT &
2 E I ERET LD,
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K% B W IR 2 — 3 03 B 15 00t
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1 3¢ 1
B 92 T )
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R4~ O BRI BN R B A 17 o e

L, B E LT
CELE LR Mﬁﬁ;j*;’ mELLGAH L

L HL

e

HAfmw, TANTGHA, T REY EE St

A B OBERERSEE LR,

wEE &Mﬁ% Kb Fg s, W 4% Table 1245 L /2,
B, IHOBBCI D WTEREOY -2 3B AL LDIE 2T, -8 Tk

WEAT % 15 = 12,

Sample 20g
L (sdiE b
LT be b 5 (50mL 25 mL)
Rl s o G 4
Ay HE (3000rpm, Smin)
JiE100mLE S, 25mLor BL
Ve BB (pHT.0)25mL
} +NaCl 12.5¢
&9
{
Tl b= b UL
1
i (BEOK BR AT B 000
4
%%}H PRz e bob e (13) #5 18
ENVI-Carh/NH2
b obamy v e a4 (13 20mL i HY
Tl b ImLER

Fig.l plieh@s o i

[RrvER]

EAEWIZ O 0T B G2 B E (T0%00 1 120% L0 F ) 28 15 5 v B

{Table 2J,

Table | GCMSHE &4

GC/MS system WEERERE GCMS-QP2010
Carrier gas & 5 He 1.69mL/min {47 2cm/sec)

Pre-column B AR s (2m)
Column RESTER4#EH  Rex” -5MS

(0.25mm i.d. X 30m, 0.25 4 m)
50T (lmin}
=25 /min—125C (Omia)
~210°C foun—3 3007C (10min)
Injection Temp. 286°C
I'F Temp. 280°C
Ion Source Temp. 200
Injection mode sphitless 2min (1 p L)
MS method SCAN
ElI.m/z 70-460(4 4-26min}

Coulmn Temp.

) GOMS~OTEALL, BEINE3E vk A Sed (H Y
A 50% 5 M) — R ANBURE R (K — Std (EHR B 100% 48 %) —
S DR 248 (> Sed (AT 42 200% 40 24 D HE 4T - /o,

TaRE Ay & o T

Bifenox {4 7 A /3% J7 A T X Jud, Butachlor, Pretilachlor, Thenylchlorid # 4 =
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T EI S
EPTC, Folpet,

R T Thomi, oD TRBBrh BN ii‘{ 1’* & - o, Dichlorvos
Pyrimidifen{ {% » A ¥ 2 T O EW CEIR S /A T0%LL T T# - /-, Chinomethionat
TR LALYEILSH fi 7vo o, Cypermethrin-1{3 % = &7 U CEULE178% & 4 = ‘1’.:0
pwmmmziff NG HATEBEM%E ol —F, v RFTCHBIIFEITH <
Captafol | Captan, Ciﬂofentezme Deltamethrin, Dichlofluanid, Inabenfide, Methamdophos, Propam«:searb
EIZ Lo CHIRAEARLD , RESEREBORLLO2LEE A LRI S0
%@iﬁ@wﬁ,ihbw%%.\ il — (B8 T o W AT BB (0=3) O T b CV230% &l E R
R oo B&F b1,
ek, —fOBEIZoOWTE, AW&ﬁ@%E o @,
&W@L&ﬁwﬁm% Fe, EREOSHORBE i,ﬁ£m4~
L RBETALERASLLLEEZI BN,

-

Tk

e & A A
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Basic research on developmentof scallop tissue reference material for diarrhetic
shellfish poisoning { DSP } in quality assurance

M Kawasaki |- Y. Ohshima ! Y ltoh2: § Yamamoto Z; K Machii 2

1. Hatano Research Institute Food and Drug Safety Center, Hadano Kanagawa, Japan; 2. National
Institute of Health Sciences, Tokyo, Japan

Diarrhetic shellfish poisoning (DSP) serves gastrointestinal illness caused by consumption of shellfish
contaminated with toxigenic dinoflagellates. The main toxins responsible for DSP are okadaic acid
{OA) and #is derivatives. In this work reference material for mouse bioassay is provided by OA standard
and DSP negative homogenized slurry independently. 1t is occasionally observed that increase of free
fatty acids (FFA}in the hepatopancreas (HP)of scallops during storage interferes with the mouse
bioassay for DSP. Determination of OA and FFA were performed by liquid chromatography with
fluorometric detector of anthryl diazomethane (ADAM) éerhzatives.ﬂ FFA composition and toxicity were

surveyed in homogenized scallop tissue keep in the freezer at -70  C for four months. Most of the
samples were non toxic at mouse bioassay and low conceniration of FFA, but few samples exist in both
toxic and high concentration of FFA. These results suggest that the determination FFA in tissue by
HPLC coupled with the mouse bioassay for DSP is important for reference material. It is under
investigation of OA about adequate quantity, spiked method and stability.
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