TRTEE RS BR A IER A (R O R HEENT FEF )

B on BT E A R 5 O MR A O S FEPEMECR 2 B9 D S

A H w R A O BB AT AT PR 2 B D ISR

WFFER A Hn s (M) RaEEZeEr X -REMNES BITTE
WFFE 53 10 JE F O REORFERERTEN BdR

WREE

BEICE D 2 A TIX, B0 TEOEEMEZERT 572D, SOk
FEEHNALETH D, &%ﬁ%%aﬁﬁ%%%%@i%fﬁﬂiﬁm DOTHY .,
Codex CAC/GL 27TDERFEIHTH H1FAH>, 1SO/IEC 17025 TIEakBis 524 M % feff
THFIEO—DIETFHENTWD

THPEE RN, R, BN, BRR EOERE L LRI RTEO-FETHY
FTHh A (0A), ¥V /) 74 ARFr-1 (DIXL), ¥V 74V ARF -2
(DTX2) . 2D D= AT )VEFER (DTX3) Z#EHE L T 5, DOBETI, %@@E%&
LT, 201693 A SRR v~ N7 T 74—/ 2 7 NEESGHTE (LC-MS/MS) |
B HTENEA Sz, L LRd s, NHPE R BHRAICE T 2 HagilBric oV T
X, BUED & ZAEFMICEM SN TV A ERERBIT 2, FMREOEHEMEZ MAT
éﬁif@%%ﬁk&ofwé

Z T, AFIZEBWT, THRIMEEBREICET 2N EEHERED A 2 v i
ABT 4 FERT DI LI Uiz, SEREORKERE &R D HMTEEIL, SMFEE
(ZFREL U Fn64E B I B & R A U 72 ARt O 2 e R B A T o L & b
2, A vy NAZT 4 2FEfE L, £72. S6EE £ TIORFT Lok ic sy
WIE L WEFEHEE 2 L TS BIZEBERT 2 L e biZ, "M ry FAZT 4
BT DA HAED T VEZ BN L 72,

A, HFEEB 1 (DTX1), ¥/ 74 ARFT -2
THEPEE L, AR TTE R S (DTX2), ZH 6D AT Lk
TZHHEZe R ERTHZEITED T (DTX3) TH 2D (LLF, T Z0ARE S
LR MR, B 7R & OSER G| & BT %),

EZEN2BFTHETHD, EREHRIL, DRETIE, THRIEREFEOMmAEIZYD R
A ZWE (0A), ¥/ 7 4V ARFv - HHERBOAEHA SN TERZ, LML, Z
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DHENTERE D 2T 2 2 L1k
THMEMN RSN H Y Eio, 0AFEIC
K9 2 BPRMECIEE DK X 70 & DR JMN
&otozmibﬁﬁﬁw%k\%wﬁ
AIC TR RBEOAEREEE LR
¢7D7%7774 —/ BT NE &Sy
Hrit (LC-MS/MS) |Z & 2 Béas o priknsig
ASNT, THvE RIRFICHHIME S A E S
L. ENETORREL ghc b OFHE
280.06 MU (v 7 Azx=v k) ThHoT-
HEME2S . ATEERIZ->X0. 16 mg 0A/kg
ICEE I,
BT TR LN D SHTEIL. S HE
RITAEE 72 Ehk 2 BRI K> TIEL
VMELBIR->TLE S, 20780, KK
B Tl T D PR R 3 L ZH T
bbH, BT, BAmORHAELE S,
AR S BN L TV BRI T,
BRI K o THUFIE ORI E % [5]5k
AR = O T DN ES| [ QAL e i
THEDICLEELWVR D,
OINTHREFE D R IE O — DI HE e B
7%, CodexDCAC/GL 27 (& 5D HA
RN 237230 2 3BT O g 1) 7t 2 B3
DHARTAL) ICBITDERFHE L
CTHEU R ERERR T 0 77 A~OS MM
ZEIF o, F£72, IS0/IEC 17025
GRERFT M OB EREPI DRE NI 5 —
REREIE) 2BV TH, B RDO%
YA EIRT D FIHO—2 L LT, £k
R A B o BR T EL e~ D B3 281
HILTWD, DAETIE, SRS
FET0 7T MIBNT, EREER A
FSINY) . EAREOHERBRNITDh
TWo, ZHICKF L, THMEEBFERAEIC
DOWTIE, BIED & Z AEH NI FE i S

AT D B RERRER 0 R BR T H] bl 13 72
o TOTD, FHIMEHBERAEZIT O R
%%eﬁbxISO/IEC170250><”ﬁi%&ﬁi?%ﬂ‘%>&%
Wi, AR E L 720 9 5,
T I TCARBIEICB W T, TR H R
B3 DN L BRI A D /XA = > B
ART 4 B FET 52 LlT Uiz, 34
B OVFEH Th 2B EIIX, TR
Ei“ﬁﬁwiiﬁﬁ%&tﬁuiﬁﬂ
SINTIEIE & REFE D e b 8 WS % e
SNLTe, Flo, RETHABREEE L,
NA vy hAZT L IZHW D AR E
T L7, 2R H CTh H 6]
AR EERRRT L 72 B o AmvE IS N YR U
AL CEbICEBELT LD
2. 7 b= hU LA HES & LB
To B ENE A B L. b DT
5% 1 %LTﬁEﬁﬂ@ﬂ“ R AR
HATol, TNEZT TREEELRD
DRTERE L, FERE O EMEMR
BrEieds bz, "My NAK
T A EREM LT, 2. AFEEE TICR
Lo B ERINE A @A L TS
SIZEREEAL LT 9 2 CHRAREHTIC
WHL, "M ey NAZT 1285
HAE 22 P2 Rl L 7=,

B. Fik

1. FPEE - BRI

LC-MSH 7T & h=F UV KOEEE, Al
Wk~ 757 4 —HAHX ) —),
ARIEFRRRA~F Y KEBET R U DA
BRI E L7 A v AR D AF L
72o LC-MSHEMET =17 AlXSigma
Aldrich?»H AFL7=, 1 ppm OAVRIK

(BRI A% 7 —) &1 ppm DIXLIAWK
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(BB . A% 7 — L) I EEHIRE
FEHTD B AT Uiz, DIX2RBGEAZMEY) & 1
National Research Council Canada7»®
AF L7z, AEHHRSPLC-MS/MSO R EhHH
W I K BETE BEMi11i-Q Reference
(S URT) Ik - TR LBk %
AT,
AN, ARF I OIS G R
Lo DRI6F I B BNEZ B L 72K #
T A RE A L,

2. M ITiE

(1) AIALER 7 ¥4

WEAEJE & CITBA%E L 72 AL ER ik (AR VTR
IEZEH L, BTAEREAEIC 38T 54T
X R DRI R SCLC-MS/MSIZ B 1) 5~
NU w7 AR OEEEDOMIE 2 T,
ARA B2 glTHIEXRRME TH H0A L
DTX1 % BEA SIS L=t IWNEEHEY) S
ELCDTX2 A BEF RN L=, Z Ok}
wREZIHIE03065547 - REREHE0306552
B ORI 0E > CHILE LT, 7272
L. [EFEfREIC & 2R 80E, HLB U — b
U oY (WatersttHl0asis PRiME HLB
200 mg) ZMHWT, RO I T> 7,
A FRALER A ATV, S BT A~F 0k
W a Tl ARkt o ik (592.5 mL)
K2.5 mLEZMA L, HLBI— RV v
DIHEAL, WHREE T, )i, T
ERh=RUN/AH )= (4:1) 5.0
mLz B — kU v IZEAL, HHNTEE
WAEREIN L=, 2Ok, DEOTE =
KU/ AR ) — (4:1) T, fhiHik
MA - Tz U O REBRE O NEEZ BE -
oo FONTEHIKAER T T2 nLE T
B s, BRIk & L,

(2) LC-MS/MSHI &

LC-MS/MSHIEIZIE, EH B /ERTUFLCE
WigR s v~ 777 (Ko7 LC-
20AD, 7 H v ¥ — : DGU-20A3, A — k¥
75— SIL-20ACHT, #1 T LA —7
> 1 CT0-20AC, ¥ AFhay ho—F :
CBM-20A) &, EH&5#rEr (Applied
Biosystems 3200 Q TRAP) % /=, &
Z MlECadenza CD-CI8% T L (ML : 2
mm, £ ;100 mm, BIFEE : 3 pm) %
VN LC-MS/MSOIE el 2 R 1T R
R
3. NA vy NAXT ¢ DE
(1) ZEha F5 1%

RA By NAZT 4 OBINGFEITAT
TFIA LA RTHIA AT 12,

SIERAC K 2 AT I L. B RNTAET
~9H L L7, TH8HIZ, HEEZ %
L7z TRt Ao RN RO, B
WEBEFHEZL L [0l #
WZHOWT (EEFHE) | & &bt
BRI Z I L W A LT, E 7
fH, #RBEHO7 7 AV E2EFA—
ML - TEM LT, 9H12H ETIZA
TOSNBERID & HTRE R 2 LT,
(2) ZEMERTA ABR

SR 36 1T D i A el Bk D PrRAF 2 1
%, 20 C~-30 CREL L7z, &k
BIIZ 3517 2 Ll 0 S AT TR O HiT %
KO, i o20mE (AEtaE), #)
BtOZEMGZ BAY & L TRK I
FVNTOA & DTX1 D22 & M Al a5k 4 F it
L7z, WA L7coirikide. ot HiE0E
nThb,

(3) W EE DT

SRR D & S ST TRt A1

JIS 78405 (IS0 13528) K TMAOACH A R

- 136 -



Z 4 > (AOAC Int.. 2005) ZHE U THERF
HIZFHT L7,

(4) RIEKRZT R T DR O 43T
RIS T H AR D 0A & DTX1 %
ER L7z, WA L7 ofrikixe. ek
DEY TH D,

(fi B ~ D B f)

WFFEITAE R L7 A b P E OB
WE, ETEEST L FEOXIETO R

1Tolz, EBRBEFEWIIED LT HIEIC

PEV, MBS U CREFISEF 1T L
77

C. D. WIERRBLIUEBLR

1. FAEREOZEMFTADRER
ZINBERRC 36T % A A REL 00 43 AT 11 ]
KO RIRKR T I TRA R
I DOA & DTX IR 2 E WM E & LT,
Z O RZ KR T, 0ALDIXID R EE
ZALICBT 2 BFIET VNI,
Bl 22 EAR VR 2 08 LTz, 2 DRGSR,
15 BT EUF RO X IR RT3 L
THELIIWZ o= (p0.05), F
7o, BB OREMHICET 27—
5 HO0AEDTX L Z DIRE CTHIIZEET
boHEEZLNTZ, £ZT, 4 BOERE
fili A O AR MER 722 (0A @ 4.8 %,
DTX1 : 1.2 %) ZZEMIZET S (B
) AN S (B IREITKRT DA e iR TE

W) & L7,
2. Ay hAXT 4IZBITDHBINE
Doy BTl e

(1) Ji M U7z rik

ERNEBI RS LT, W L7 5k
DWEZRD T, ZIMBEBEM L7125y
WD 95 b, R EH AT, Bl

WRRIZEBWNTIZODS T — ~ Y v P&
T BRI 24T - 72 RSB T #&EE (O B
2 MBIt — Y v U EOHH) TH
D . TIET BB WatersilOasis
PRIME HLBZ ] L T\ 7o, F7-, 48R
XEMRIEIC L DR AEARE L TV,
—J . LCOBEICRI 2BEEICE L T,
RO T v F =7 KRR/ ZH
EOEWT v E= T AEHS 478 =
MU VR U7 BEB N TRERE . SR K
OWET =0 LKEWR/ 72 b= h
UV U7 BE B OREEE . KA
W/ 7 =RV a7 BB 4%
Md o7, HIVERBEIEZ V7B &
SR H o 7o,

BSIMBERAICIX, 228N Z W5
ZEITED, ML LT3 EOSHTETT D
xR, WEE CEHE) oifh
M2 \TRT, k. BIMERICIT s =
~ N7 T LD G RO, EER &
BRI GRERBUR 2 BT AL U 7o 0B
1K) OWIFIZBWT, AL REiFEE—
7 DR TR T e o T,

(2) K& EE OFFAMm

AOAC TA KT A (2005) 12835, &
NEE B8 D S D A UVIERRE 21T > 72,
Cochranffi i€ & Grubbs MTEZITo72 & 2
7. Grubbs MEIZ &> TUER DA @
WEENFEH ST,

Z 2T, IS OWmEEE VTR
Wy CESEDYY)) #RDTe, &6
(2. —JCBLE S BT DORE R B TR
SRR ZE (BT RSD. & =[HH
BUFHSHE (R = (BRIEE) RSh% H
L7z (%2) IcELdD, RSKIEIX
Horwitz™IE1EZ (Thompson, 2000) 735

- 137 -



R 6D 7= TAIME PRSI (2% LT79 % (0A)
JOM102 % (DTX1) TdH D, AGRERA R
DIXHOETIHY BB,

3. HREFEAM

(1) A+ BB DS H

BB IC 1T DA B O F H IR
W oMb D, EDO—DTHDHRAL
(AT V) ZAWD R, D
Dl E O GEOEM HIEL LTH
EThHrEEZLNTWD, LI T, &
T BE oD A5 A1 oD H Y fiE A A B R BR oD
T EEE Uiz, Sz BR 722 nEE RS
DWEEDOFRAEZ RDT & Z A, 0A:
0. 0263 mg/kg. DTXI : 0. 0359 mg/kg7= -
77
WEEDOIX S D& &R IEH ISP
IF0A : 13.5 %, DTXI : 20.4 % (FFRff(C
P HMAE) ThHhotz, ZTHUTHL,
L. A FRE O 22 E MR RURR 5 L 720A
DEEMEICET D (FEHE) A S 25,
IEIR U ALHPHDO0. 3 5% ElE~7-, %
ZC. JIS 78415 (ISO 13528) # &\
LT, SWEIZHT 2 EHN A
b BEMICET DR NS LT D
T LT, HRERTE O 72 0 OFE R 25 A B
ML7, BHomfEEERS (RT, £
7oy BASIIZ R U 7o A Bl & B RE AR
DI DIFHERZE 2 T4 (TRT,

(2) HeREFEAM
JIS 78415 (ISO 13528) (H—>x= . %kl
L0 BIMEBI DT —~ v ZDFFIET
bbzAaTEHRELE,

z=(xMN/o

el el X B DS E

X A 54E
o 1 HWRERTAMG O 72 6D DFE (R 2

SNEBI Dz A 37 D534 % K AR T,
B ENz2 a7 &K, KB
T == AFRD L DI TE B,
|z <2.0:

“GEETRT RTF—< A
2.0< ]2z <3.0:

b LW RT g —w A

3.0=|z| :

R 7p” "7 —< A

FEEL LT, OAICOW T2 Dz 2 a7
233 08L& 720 0 AT DU T IBER,
DIXLIZ DWW TIE2BEBI Dz A 2 7 2322 53
DA TH -T2, zA2A23 7 HN3LL EOFKES
DOHTTEPRE R R LI, E&d
BICBITDEE I 20, LCMS/MSIZHIT
Lruvw N7 NIRFITEREDONT,
JRIK ORI B 72> T2,

4. AT EAEOFHE
RILKRFNT BN T, ARHERINTE & NEBER
WL Z M AS DR T ERIEIC L AR
BHa 58 Le, B o oMmEiRo—6 %
B5IZRT, EHIC, ZOHEICLD
HriE (%) %, 548k O ARE O
AREUE & e L7z (KbB), 7272 L., i
BHIZBWTIEX, A&7 A4 3N i
L 72 0ADRIEE S ITFHI L TV RN &1
BETHULENRD D, RIEIZ XD ERE
IXREME & Bk tea—FH L T\ DIk
LT, MEHEIZZNODEL D H/hE )
ST, ZIMBERIIZ X 553 HT TIL0ARCDTX1
DOEFEMHEII TN TN T, £
D=, BB IZIS T D i x5y
BOHEKDN, [FH5MHEMEL 725 TR K O
—orE2bND, L., JRNOMEE
WZIEESRholzizd, 5% L0
BTN NETH D,
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E. &
AT, NHIPER BRI 54
RS A PR A & FE T D T2 DI L7
SHTHEZRRET 5 L & blT, FERRITN
Ay NAZT 4 ZEiT 52 &% BiE
& L7z, MEFHR DR Th 55T
FEEEIX, MR £ CICHESL LT iiE%
EOICEBENT LB, M ay
NAZT 4 & EMe L. AHFIE ORGSR
DODHERMEZRIE LT, TORER, (&
v MAZ T LBV T, BAERE R
FHik, BEMEROL EME ORI 5,
BAEDF L, Wi RO H1EIC
BB OREN RN Z E MR STz, T2
L. S%OIEEZ I HICERENLT D
L TRV EEEO B S EE BT
L2 ENEEND,

KHIFFE DR % H\ TR B A I
FHOHREEEHENLVEED Z L2
FFL7Z0,

F. RELRER
2L

G. WrFEFREE

1. XHER

L

2. FRRER

1) PIEEE, ¥, R SR
ZEL R R A o0 BRI ] LL i o
7O DOKRE T A HEOFAN,  AOAC
International Japan Sectioni28[H]4E
RR= (RA) . 2025.

2) P, $gHEZFE. THRIMEBSITIC
BT D orwEMAREEE W@ 2 )

— Ty IEORFE.  BARGHEFS
B8 SR S 5 19 2K Bl s X A5 BT iR A i
(KF) . 2025.

H. A FT A E O BUAS IR L
1. FFFEUS

7L

2. FEMHF B8k

7L

3. D

7L
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#£ 1 LC-MS/MS D HIE Sk

BEIH

AR : K (2 mM BT > E= ABLO50 oM FEEH)

B :95 %7 Fr=hU/L 2 mMFEET L E=LEBLU50
mM XEH)

rovEy N Ta s T A

B:40 % (0 min)—40 % (2 min)—100 % (14 min) —100 % (20
min)

GL Sciences InertSustain C18 (N£%:2.1 mm, £ : 75

BT A mm, K% 2 um)
7T BRI 10°C

i 0.2 mL/min
A 10 L

S oAb EST (-) i

7Y Aot F
BOT Ry A F

OA * DTX2 : m/z 803—255 (E&H) . 803—113 (FEiRH)
DTX1 : m/z 817—255 (FF&H) . 817—113 (FEiRH)

A A A7 L —EHFE (IS)

-4500 kV

A7 L—IEE (TEM)

600 C
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K2 BIEBEIOMEE DR Loy, PHMTHHMEERZE (RSD) .

= [ B R E R 2 (RSD)

LY RSD. RSDx
TN S E
(mg/kg) (%) (%)
0A 0. 0255 4.6 17. 4
DTX1 0. 0364 4.2 22.4

# 3 fRRERHE O 72 OFEHERZE (HXHE) DR

IERMoAL  BEMECEY HEMRICEY BRERHiI o729

SN2 iy
TR (i BRMEMNS  DRRENS DREYE(R 3
0A 13.5 (2.0)* 4.8 14. 4
DTX1 20. 4 (5.6)* 1.2 20.5

BAEITAS GBI 2 AHHE (%)

BBV BT 2 A S, BLRERHIE O 7 8 OIFHERZAEIZ 1T E 2
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K4 P GAE & BRERFN O 72 8 OIRHE(R 2=

- 5-fiE RAERHM D 72D D

ST R RS o
(mg/kg) EAERZE (mg/kg)
0A 0.0263 0. 0038
DTX1 0. 0359 0.0074

5 Fr5fE & BRERFAL O 72 8 OFEHE (R 2

IHTHER (mg/kg)

*HRYE SRS FEHETINTGE & PSR
: P A LT A
(s Gl = e pE Rl B JiiE D TR 2
FEYER 72) () = FE AR 2=
n =4)
0A 0.0263 =+ 0.0038 0.0397 + 0.019 0. 0349
DTXI 0.0359 = 0.0074 ¢ 0474 + 0.006 0. 0483

1) ZRIKRZFEICBIBVTHEN

2) W L7z OA DR CTHILERAT 51T 5 k5 OHFEFIHR L TLoian
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15

1.0

FAxHE

0.5

0.0

1.5

1.0

FxHE

0.5

0.0

OA

AR 04 & DTXL D2 MERFARRABR O R

- 143 -

____________________ o
®
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Baa%a)
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{ s 2
20 40 60 80
#FBBAH(A)



0.05

0.04

0.03

0.02

0.01

WEE (mg/keg)

0.06

0.04

0.02

HEME (mg/kg)

w3

- DTX1 o

P ..,...

#w B

X 2 ZEEB DA (X)) DA,

(Cochran BRAEIZ &LV . 1HEBID 0A DGR ZBRIN LT, £z, Sl 2 B s mic

FINEIZ 70 5 ~_T2)
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zAA7
H O DN A o 2N w s

zZAA7
A O DN A o AN w s

— OA
{}L_|LJL“JLJ rwﬂrﬂrﬂjrjr”j_T
® B
— DTX1
H_LlL}JLJL“JLJ_r____ﬂﬂrﬂrﬂjrjr“|||||
# B

4 3 2B R D B REFTAM D R

(IR D 2z 2 a7 & FHNEIZ 72 H7)
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OA

g Py

1 //
y = 1.0893x + 0.0428
R?=0.9996
0.0

-0.05 0 0.05 0.1
DTX1
0.4
0.3 /
02
Uz y =1.9968x + 0.0947
R? =0.9995
-0.06 0 0.06 0.12

4 EEVEIRINE & NIV 2 AL O DR T2 A AT 351 2 B LR 0D 1.
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