ORBTROEFENRB D SRS, 3 &
IZOWTITETOBRERRDLNDLDOD
RERpHEEBO Do le, 22
T, TNOORBHCEREERE L, BEE
BEBE LA, BREER 7T AR
HERED LN bOD, ZOH% 28 AEE

TRE L THEREELZEINTHZ LB TE,

E b, R 28 H BIZB W TAEE
KREWKIBERERELZIT-ERBER. K
oxytoca TEREEE 2BV C BGLB 551 TD1E
B, HAEENRED LN, TO%ORIES
i ETCOMRBIEEDOERERDT, LD
Zehh, ARBRELZAARKD 8K
IFHEBEREIC ISR D 2 b0 LHk S
Nz, LorL, 5%ORMEEINBEES
HFEEOEBIIOHZY ., BRORBELEZ
RENTWERHIT IV —%2BEL L
FEREEROTLODERMOBIRE, £
NoEEME LEH—0ORELEZRER
BEOVERLZ 544 b ke U TRETT 2 420
hoborBXx bR, Zhickv, BE
ORAEREHIITE L AERE 2 24T 2
TEMEEEE Y, EnIZmELEHEER
BOERBRZITEIND EEZOLND, )T
VL X —BIEYERE O D OEEREO
ERl— RAFXLAINLNIHEREFAVCERR
WmH® () #ERTLIZ &Ly, %
IR L OV ELISA EOWTHIZEWT
HENENRR L, LnbEESDRNT &
VHER ST, BFHMHEIKR ($L) 12 —80°C
TI2BET,. ZNERM L 7ZE&M1E—20C
TI2EETEETHD I LHBRERINT,
T AFr7ay MEZLRIETES LD
WWHRHM L~y Va2 ®T FEMIZ AT A
NI BHEROKBRERE LA TH —
20CT 12 BETRETHD Z LR

., vxRZ o T7ay MNETIE, IEA
ik, B—F 7 hZ a7 U HiiELd buglg
FCNU BB TE R, —FH, BFRRA
HiE (90) ZHmUEREHE W TR EH
ERE LR, —20CT 14 B E TORE
BEENHERTE R, 2, VzRAZ T
a2y MERBIIRTE 2 X DI,
AT NEMICEIOKEREZIRES L TS
L7238 CiE. ELISA #EIZBWT—20C T
12BECOREEPHRTE, IHIIU=x
AH T vy METIRINET V7 I Ui,
AHRbaA FHEL b buglg £ TV FA
BRHET& R, Loz ehh, BREHMEN
W (E) AV (BF) 2L
F U=y v aRT MEMIZ. BREEFHERE
FLTHERATEZbDEEZ LN,

A2

F. ERfERER
Bz L

MrEeFEER
1. FRICHER
L
2. FRBEEX

7L

. FHET A ME DO BARIRIL
L
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BAGBRENREMEE (BRHDOR L REMHRIEENREE)

AR DfE Ve IRIC BT %)

SERY 18 4R

SRR E &

BHLEORDT AT VAMUIC O R O E B BIZB T 50 %

yunf

gak

BrEE  HT 2

|



TRkl 8FE EAGBRFENAERMNE (BAHORL- - ZERREENAEE)

REMBEOERIEERICET 8%

DHENEREE

BREORVT 47 ) R MUK REOKEETHICET 25158

EfERTEE = B MHEAEGRERZeE 7 — HER
mEtsEE BT 2 KREELAREEMER EabFRE
M E EF ¥ BB RRERER FHTIEET

E8 BT EMBEAENZERT

HEA R R RERERTIERT

FEH OEE  mRRMREREMERS S —

FiaM ER] AEKILTEAERTIERT

fea R BRAE  REBTEENIERT

2 TE  EEBRREREEF—

wEE  E—  ALTINTHERERIERRET

HREE

BEED LT SNEEREORIT 0 7Y 2 MINC & 5 BEEOHEINCHE, B
BTIE. KVBEEIODRWLEREOKRE. BR, EENERINTWS, 22 THRER
BoOBEREORREHR T 57 0Ic, HAFBEREFO 9 MR GRBER. ZamE,
AW, RRE. RS, KBT, BER. L. KB O%hEBFT. BRED
EEMREROTDOOBEETR VMNIRETERONHEEETE) 2EE Lz, £, RE
FEAMER - MET57-00FRER (BER, HFE. SRR 2RHLTERLE,
SEREEEE T, WEME, REMEZHANICER LENT bR, ICA LA, 1E91A
Z ) OREEEREHT, —BEHEME (0.0lppm) TEOEBEORMERZEDIE 12
FEEOBERIL. 2BENRNEREZTRTELLRE L, §EROSEOEHEIZELT
IRRERNELNE—FH T, MEFERSITHAVLNTVWS Xbar-R FEEHIC L 5 FER U
EREOHEMSLHECEN 2 I AaTICLDHFETHMMLEZE A, Xbar-R EENB &
O Z AT TERERIZA> TWR2WEBE LR LN, RERBCIIRIEE LB LT
M2 BIFRREENE O, GC/MS & LC/MS/MS 12 & 2 HIEMED Hl# Tl LC/MS/MS Dl
FEED GC/MS DRIEE L FREDH A WIIFNU EOBEOEWERNE b, SEEE
ZAEREEEERZE (RSD) TRHMET 5 &, 2EH 2R NCA CAITEHERE 1%L FTCTH o1,
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IEONAF DL IR vl YRR 0. 0lppm T 15%ET#., o> 6 #EESIX 10%LL FTH -
Vo BIBEOBENCEDEENIM L TRO LT, Horwitz OFREDRSD LB L TH
BlFiiERThoT,

NERR S O, BESEREZ VT GCMS 1T & 5B OSHETE L NZE
BV R, HorRat fH% RO 7=FAM T, WIENEIL 70~120%, HorRat ER 1LLTFTH Y &
WUARDHIETH B Z LR ENT, RBONIEIX. EABBE —FoMEICE LT HFIEN S
SRS, BanlRyE. EJERYE. SFE L. QUECHERS MREENE 1 BB TEHB I N TWE, i,
PERRS BE R CHREET L7z 30 BEROIINENNERL, BEAFEE —FoMEICR T 2 HmENR
D A FHl CEHEULER O FRIED 70%~120%) & —FH L Tz, WERFEETHMN & AR R
EOBERIT., NEMSETME CELNERENSLT L HANTRBEMORE L —H Lo
770 GC/MS o A7 LEHEFRENT GC/MS AT AOIRREREM AT o T fER, B~ Y v 7
ADEBENESINIBETERBOEAZ S, AR, SBEY T AEALICIW TR,
MhRfER RS, BB - ©—2BROLBRD ST ENHIZITRFIRRED GC/MS
WX BHEIER TN TN, SEIOKEER UMNIRETERONTEEEH) ORI,
BIFThHY . BRERELHEE MET2-00ERERTHD [EMR(—ED) EHER)
ERAWT TEEARDHE] 2FEH L [REGRREOSITER] CHETHZLICL-TE
O DRET —FBH/OND Z LBNRBINT,

.20.




A BIRE®N

A EE TR 155 BICRRTDE
LR AELYWIEL, ¥R 1845 B 29
BN RIT 47U R MBS HAITE T,
IHIZHEWT NTORERIE, TTORE
(#7800 F&¥H, AT 516 F&4H) NHEED
WNBERD, TIT, ROT 47U X Ml
R HHRERBOBEREDEEELE
BT B0, REOEEERICOWVWTR
T A EBNMELRoT,
FEEEICT, NERBENM GEamo g
HORMENRER) LAMBETM B=
FILEXBTI7A4 0 FAAL 7HBR) BbD
D3, TESRDN B AVERKE BEREAM D EE M RS
IhTn3,
HFEAERIERT 213 U o & T 2 kil
TIHEBEREIIHZY ., B OREEHEE
%ZE (SOP) Z{ERk L. ZOFIEIHEVRE
EiToTW3, TORRIEOEE, BER
OERRR 2 S REMEN B L., EEY

B8 DR — F AR CEIA L &

% T Zh EOMeER AT 500 L L
TEEREE E LIEEEORIE (O
DNRYF—gy) ZLTWSORERT
H5,

AEEIT S OWNEBESE L HhETE
ML7, ¥, REREOELER (Eik
F. OFHE, DR IOV TREEAT
VN, WIS B AERTSERR DR B KHEDIEE S b
CICREREOHER - MEXM3 - L% B
g Lz,

B. IRA=*

B-1. EhisEa
RIRAF LR LT RFTAS . FEEEE A

EOEMBBEHEY LE, AERABORA
B A, BEN - ZEMHRRS IOHE
DR FLHEBEY LN, RPFFRFTOR]
O IEE B ERAE ORI EIC SN
BEL LTHnbot, RBFEFTN CHIE
WML, BINEROEERS LU
EEMHZENRNEIICHHICEELT
Tor,
B-2. 0N 18E8
BEESERAE IS U5 5,
R AR EERIE R 20T, B REAET
ZERT. FRETIRBLIRENTEET. &R RAE
BREMAE S Z—, FEKLTA AT,
IR SRR, MERREREL ¥
—. AENNTRERERERF AT, KA L
RAGEMTFAT DOFF 9 $EEA O M5 BT AR TR AT
Thb,
B-3. EMMER O HRE
AAFFECRIT B 2 FEE OERPEZK 1
R L, BE LSET 5 EEY 3 BRI
WINBIEEA 12 FEEE RN L, GC/MS,
LC/MS/MS IZ & AN B RS & E M
L7z, R1ICRLEERBECHREZER
EHEEM L=, Rk 184 8 A 28 BIZHIEK
TRETHEEEZ AR, BERFRE
IIEHERAWE 31 KOV 32 (140 FE4H) . #Rpi
T ZERIGC/MS ¥ AT LFHEAREHCLTF.
7T7ATITYH TN BEM L, Tk
18 4F 10 A 10 RIZHHEBRAFE CHEBEES
HRBZEMA L, OB REORSHIRT
M 12 A 158 & Lz,
RETEREOER L T, RERBE
B RIETERER B, DT,
DRTHEER) IOV TRE LI E 2 R 1
IR L7z,
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B-4. IRINEZE

MR, BEEEREHK 31 KT 32
O 140 FEFE b 30 EOWIMBIEETE Y R
MIRELE(E2), 2030 BEOFNDL,
PELR, IKALA, EONAZESID 3 &
ERIZOWT 4 FEEROBIEEZ NI 5 H5IET
Eh Lz, WMEERIT NIV, =FF
Y. Z7anCURR FARXCAINT T
NTHRA, TTa7dz=Vr, TV bR
— bk, TREYIFN, vTFF AFT
XLk Lz, 227X V0T, 3 EMICZH
— B (0. 1ppm) TEIM L7,

SRR 1T R E OFRTFRE TIXIPIFEBE T
FHE LT D B TE B3 197 2R
T, 9B THRIEL TWeERKIT 23 &
EThHolz, AEED 30 BIEOFTIX 10
RN ZY LI, 20N, A BEORES
WNL7z, ¥, FRIFAERICIT 9 B L
HRAE L TWRWERE S BEZIIN L,

JEABBE PO RINTIERPOEET
% 30 FEOWMBIERRE U A hD GC/MS -
LC/MS/MS DBIESM. EUEREEIZ DWW T
LbER LT,

B-5. BB OB K OREAT 1%

1. ABEM B I UORE

HELEMIE, DEB. TALA, 1T
NWAFE D OBERERI 7 aX—X MREY
(BEX&tt #ri) 2ER L, BEETE
AREhIe Yy FEORWHERNERY
RT BT DIZEBHORM 2 AV,

TRV FAF TaVE YR
FARHNT TATERA, T7a7=x
Vi, TNV MY R— b, TrES IR,
= IFF L, AFTHF I FOEMEREE
BEEABRARE, BEESIK3ILUS
BEibZE, 7947 VT T Amix: dfl

FTH¥E, 78 by AOGMBRRBREELR -
PCB®EBRAT & b 500056/ L7z,
2. PRTRR
EEORETHREINERH I S RED
BHDHBEFEEZTM LU, REZOWTITRR
BAETED b EEEREESS AR
BOEE TRELXZR LZRBEREICLE,
MEHRIZIET T 0. 05ppm (B E £
YEH0. 02ppm) . T4 L 70. 05ppm (B
B EHEMHO. 2ppm) . 7 7 =0, 3ppm
(BEE%E[EIppm) . A ¥ T F 10, lppm
(8 & 2 ¥Eff 2ppm) OAFEFR D BRI L
77
WZA CANTIE=F A0, 2ppm (B E ZLHE
fE0. 3ppm) . 7’1 "9 X KO, 1ppm (B EHHE
EO. 1ppm) . = 7 F A 0. 2ppm (FRREFLYEMH
0.5ppm), A& T ¥ 0. lppm (B EEHEAE
0. 05ppm) DAFEFHD B A RN LT,
EO5NAESITIEZarE YRR
0. 0lppm (FEEEE¥EHO. 005ppm) . T /L7 R
0. 01ppm (B 7EEYEMEO. 3ppm) . 7V b
Y 2— 0. 2ppm (P EYEEO. 50ppm) . A
A Z %300, 1ppm (8 7E E¥EE 2ppm) D4FE
BOBRELTFM LI,
BAEBRORBIIT hT7 Vv, =F A,
JanlvYyrR, FARCHINVT, TAT
KA, T 7aT7 =2V 7Y hUR— b,
TuvtY IR wTFF AFZTFIUL
Dlmg/ml OF & b BEREETHRH L,
F 0%, KrxBLBICHENTSERORBS
WM LT,
PELRATIET b7 VUKL, 54
RUANTERInL, 7707 =P 6k,
AZ T X VAR 2LE 200D A AT T A
AN, TEMCTERLE, 2D
X E N EN50ppm, 50ppm, 300 ppmis LT}

.22-



100ppm& 725, ZOX I ICTHB L -EBED
T NAREEIK R Flke (20X 1ml @
FETHRMLU 72, FRLFETIZA CAHR
TE=F A, eI R wFF4 0,
AZTFINVOZRBED 200ppm, 100 ppm,
200ppm, 100ppmiZ722 £ S IZRRE L1z, 1F

INAEIALRBEIZZ oL Y RA, F
WTHRA, TV MY R—h, AFTFY
IV DE YR EH 10ppm, 10ppm, 200 ppm, 100 ppm
2725 K5I LTz,

BESEROREHIR M2k 27 Iy
AT Aa—KM-800ftBDAT L VAR
& (BETL) CANERLERL, F—L
By NTERICED Lo BEREAT &
b0l ZHRAICETEEMA 2, 2L
L ER—DBELIEITENRL D EES
IOLF ¥ ~HRESRIC AN, HEERY 7
BV BORIITING T L,

WFFE ISR~ D A4 & LT, 250mL
T ANTZH D (§9200g) 2{EF BT
B e L, ERfTS18ME & BB M &
ZRNDIDIZISE Y & /INST Uiz, /Ny
T LIRS EE B A oREHI-20°C TIrREE
WRE LT,

RER., WEMLRZERER D DE
TER S DRER % RO, BWEHRR TITR
B2 R, TR IR L2ET SHRE
L. &% DRIEAE RKIRIFLARE EFFERT
DREFAFEEEESICE U CHE L, &Y
DEZHI20CTHREICRE L Tly B
2, &% OFMNEROREEMRRZ R,
FIETHER LT,

3. EfFHE
WNEEEEE TIX, BREMONMEDL 2,
WA CAE D NNAE D & % 250nL BEFT/IN
DT LELDE 2E TSR, E=—IC A

NTEZERY ZICLTEE LZE, FaX
Fa— VBOEMNEIC AN TFRTPSEIC
25 L) ICHEERETRE R EAMA L,

SMRRBEEETIZ. BERENOMNEL S,
WA CAIEI NNAE D % 2 250mL 2T/
ST LIeb0F 2@T R NEBETE L
RERIZ LT L,

B-6. REFIE

AEREERE CIL. ESIEESHREL
TWHREEAEESEE (SOP) TITW., HAIE
IZGC/MS & LC/MS/MS THTH Z & & L=, I
EL 5 EOWATHEIE L L,

NERBEEE X, »MEbR. ITA LA,
EINAZED DI EMITO0. Ippm D EIEES
BEREZRML, BERMORR OS2
ITLTGC/MS IT X BHIFEIZ & 0 BN R A K
Wiz, 1A SHENEY L,

HER, NEREEEE TR LN OTE.
SOP, HERDMIELRMHEL . FTEDKERIC X
DEX, Email FTHETH &L L,
B-7. fERER LB F E

HFHENLRE SN EEEMEICOWTH
FHLE (EAFEE. AN T, ER
71y b, Xbar-R FEROERE IO
LAaT7TOEH) E1To7,

& % OFEETA B #I1Z6rubbs D F ik (F &
TRHESH) (2 KV BEEOEANREEIT 72
%, MEEEL ZIZAHNSNR TV SXbar-R
EERERATHIHFETEERETED,
BN ED L MBS O LB & el LT,

BEBBO—MBITA RTA ] TIIE
WRIZE L TH2< & HT70%~120% 0 &
ERRTDHIE L ENTVD, T DXbar-R
FTHNE L USRI 2 BEREDM
B2 ECE D RIA 2 TIC & A
JUSE-StatWorksV4. 0D A ERFEEEEHE % F v

.23-



TiT o7,
Xbar X
HULER (CL) + BB O HEE DT
B (x) OFHE
AVT L (M) BBIEREOREED
AT v (hRfE) OFHE
EEREERIR S UCL ¢
FHIEBEOFHE (x) OFHEXL. 2
TEEERFR A LCL
ZLNBEBOFHE (x) OFHHEX0.7
R EHK
FOR T OARF/ SN
FERE RS UCL @ 2. 114 XR
r o #iFE (FBMEEOREEORIIE
&/ MEDZE)
2.114 : BEBAROZHOFREL (n=5 [E])
R: r O&F/ BN
ZAay
ZAaT OFHMBEET . LITOHEY Th D,
|z =2 @ +HEFBEINTWD
(satisfactory)
D BRRERTRIBEND
(questionable)
D BEINTWRN
(unsatisfactory)
ZAa7iE, UTORITEL VR,
7=(x-X) /s
x 1 BB OWMEMED FHIE
X B BIEEE O O FEIE (x) DIF
¥E
s @ EERZE (FSIEBE O R EED T
B (x) DIEHERZE)
HBEMRBRO— LB B OO L OR
EMRBR OB D LB 22 & O EHAE T
SPSS11. 57 for Windows & B\ THTV Y, #E&t
BB DR BRI, T E%E L,

2< | Z[< 3

|z ] =3

WNERREE N (RINEIINER) T, BT
BHME, ZEFEFBME. HorRat EEZRATS
FiEE AW, 1 BRI O 38R L s
DI L RBHEBID SOP BEL 5TV D
Tk, My I RAOFEODEWILSE
EE%E. FROEENRH DL, BN
BFR—AEELE T O & Ao E CLP TE
HARABIZ B D & Il U CHMTHRERMEOTEXS
EHERZE (RSDr, %) . EEHFIREOMERE
#4{FE7%= (RSDR, %) . HorRat fE=

RSDR% (observed) /RSDR% (predicted)

RSDR% (predicted) =2C7%15%

C=EHME O FHESE % KO THEEM LT,

C.D. IRERBLUER

1. PRRRARFEOZ SN LB OB E M
PR L -HAB P ORBEREEB L, &
TETANEITR LT, 5%~98. 9% - EIIY
RThHoTr, BEMREILL. 5~6.T%TH V|
WO BRI W T S BRI 10%L
NE/hSNWZ EhD, REBEITEL L
REERET D Z B TER (R,

KB OBHENRRO—TEBELS RO Z
ITol-EREFRL, FWR LT, B4 DE
IR E OF BRI, 0.05(B%DH EK
#) LY R&EL, BEBIMBEICER DD &
FEATHEMENHER SN LB L,
2. ABOREM

BRI OZEMERRLIRAFATL-20C, 14
A I B CIR R O E Lo R IR
L ot, ZhE e L L REH
MNOREMEPHER SN (R6, KT),
3. AMEREEERE
3-1 ZiTis, EABFER OBIESMF

AEKE S BAR AT T A BN S

.24.



DHFHET a—— h 2 ER2-1~&H2-9
R LTz, 2478 (SOP) i, JE 418 —
FOWIRICHE U HiRM58E8, B aIRk,
EIRYE, SFEVE. QUEChERSIEZIEDS K144
B CTHEM STV 2, GC/MS, LC/MS/MSODfE
FMBRER OMIE St ERIB~61ZR LT,
3-2 WIEEORKMH

MELRIIRIMLERE (Th7P0,
FARCANT, T TV AT
X)) WCA LTI B (=F
Fo. TREYIN, vTFFL AXT
FI) ATOINAESITEHMUELE (7
VB YRR, TITHRA, Ty b x
— ) AR T TRE L,

3-3 EFEEOFE

% & OAE B FICA 05BN EHE
DFEHEIZOWT, EREOHFEOKRE (B
EIKERIZE DV IToE 2 A, XS
EiX, 28 L b o7z,

3-4 Xbar-REEM KR UZA 272 X 270

GC/MS, LC/MS/MSIZXbar-RE BRI F N2 A
AT L DEREOFME U TIZRAS,
2B, GC/MSITEAERT (948AF) . LC/MS/MS
IRED Do Ted~5HBEOT— 2 Th 5,
3-4-1 NEHR
7 hF7Vr (FE8~9, 2~3)

T hT VU OEMEO. 05 1 g/glzxt L,
GC/MSIZ & B FEE TIT MBI 0 SEHEIE
0.0475 p g/g (ENNERIS%) Th -7z, Xbar
FEX R UOREEXIIEHEICBNT TR
1 Thotr, ZAR a7 Es 28 LD
FEBE A BRI 3 - 72, LC/MS/MSIC & A BIEE
TIXSHEBI D HIEIZ0. 053 n g/g (ENRER
106.7%) Th-oT-, XbarZBHXIX BT
Tholz, REBRCTHEEREIINTZDITL
MBS, Z2 a7 TR Thotz,

@) FARANT (F10~11, K4~5)
F AR B NT OEIEO. 05 1 g/glkt
L. GC/MSIZ & 2 BIEE TIZ2BE 0 FHE

130. 052 g/ ([EIXFE104. %) ThHoT=,
Xbar BT MBI RB T TRF] Th
ofc, REBRICHEIEmE SN 7= DX 18ES.
LA T EBBEICBWT IR ThoT,
LC/MS/MSIZ & 2 BIEfE Tl FEAEE
0.055 1 g/g (EIIXZR109. 7%) TH -7z, Xbar
EHRT TBIF) Thotz, REERTHIE
BN T DX, 22 a7 TBAF)
ThHot,
@) 7Fer7=vr (Fl2~13, K6~T7)

TR T =V OERMED. 3 ug/glixt L,
GC/MSIZ & A I EfE Tix 2RO EEMET
0.257 ug/g (FIYNERS5. 8%) THh -7z, Xbar
EHK, REEREUZA a2 734k
WT TRIF) Thotz, LC/MS/MSIZ L AE
YIEIZ0. 269 pg/g ([ENNEESY. 7%) Th-o
7o XbarBHK, REEREOZAaTIZ B
) Thot,
(W) AFFFL (F14~15, K8~9)

AZTXFIIVOEMEO. 1 pg/glZxf L,
GC/MSIZ & 2 BIEME TITAEE 0 FEIX
0.094 ug/g ([BIXERI4, 3%) TH -7z, Xbar
FHENEROREERITSHEICBNT TR
) Thotz, IR TITHEHMENR 2L LD
BRI I8 H o 7=, LC/MS/MSD BT
0.102 1 g/g (BIXEE101. 6%) T -7z, Xbar
BERENIA 27X 1B THho7t, R
FHRTHEEREZANTZOIXISEH -7,
3-4-2 A LA
(D) =FAr (F16~17, K10~11)

TF A OEIMED. 2 4 g/glZx L. GC/MS
(2 K B BEME T 2B o FHEI1X0. 165
pe/g (EUXRE2. 4%) Th-otz, XbarSH



RiTe#i8icknWT TREF) Thol, RE
B THEERZANTOIIIEE, 2227
IXEHEIZRWT TRIF] Tholz,
LC/MS/MSIZ & % JEAE T35 6 0 SF5ME
130. 172 pg/g (ENRERSBE. 1%) THholz,
XbarFHEXIT BB T TRF)] Th
o7, REBX CHEERE NI OIZ 18R,
ZAaTix TRiF) Thol,
@ 7rEH¥I kK (F18~19, Hi12~13)
Ta I FOFRME.. 1ug/giTx L,
GC/MSIZ & B I EME TIT BB O L HMEIT
0.086 ng/g (EIYNERS5. 9%) T -7z, Xbar
EHEET, 2EBICRBWNT [BiF) Tho
7. REEX CHEIESRA I OIXI8EE, Z
R a T IERHE 20, E ORI 1B H -
720 LC/MS/MSIZ X 2 BIEfE Tl D )
E130. 0944 1 g/g (B4, 4%) ThH o7z,
XbarBEK, REBHKOZA a71L TREF)
ThHoT,
B)v S FA4 (F20~21, K14~15)
< T F A DEINEO. 2 u g/glZHk L, GC/MS
2 X B BIEE T eMEE 0 EHEIZ0. 166
wg/eg (EINERS2.8%) TH oz, XbarEHE
M. REBEKROZA 2 738\ T
[BIF] ThHotz, LC/MS/MSIZ & 5 BEIEME
TITABEBE O HEIZ0. 175 n g/g ([EJURER
87.3%) Th-o7, XbarBFHK, REEX X
WZA=2T7k TREF) Thoto,
W) AF 77X (Fk22~23, K16~17)
AZTXUNOETRMED. 1ug/giZH L,
GC/MSIZ & 2 BIEME TrEaBE o FHHEIX
0.091 ug/g (BUXEIL. 1%) TH o7z, Xbar
ETEN, REERKUZA a 73288k
W TR Thotz, LC/MS/MSIZ X B H]
FEAE CIE5HBI O T HfEI10. 0981 ng/g (H
INZEIB. 1%) Th o7z, XbarBFHEX, REE

MEOZAaTIX TBIF] Thotz,

3-4-3 IE5NAED

M Z7arv kA (F24~25, X18~19)
7a e Y RADEIME. 01 g/gllxt

L. GC/MSIZ & 2 HIEfE Tl 0 FME

130. 0103 1 g/g (EIXEK102.8%) THo7z,

XbarFH X, REFEE K ZA 27 THEEN

WIE ATz, LC/MS/MSIZ & AHIEM T

VX5HEET O SEEMEIE0. 00865 1 g/g (EILER

86.5%) Tdh-o7-, XbarBHM, REEXNK

VZZ2 27X TRIF] Thol,

Q) FNTHRA (F26~27, K20~21)

TNT R ADEMEO. 01 ug/glZRt L,
GC/MSIZ & 2 BIEME CI32BB 0 FEHEIX
0. 0105 1 g/g (EIYNR104. 5%) TH - 7=, Xbar
EHN T LMERREE RO 28EH
o7, REBRKRUZA 2 7T TR
Th o7, LC/MS/MSIZ L 2 BIEE TriskkRs
OFEHIEIE 0. 0091 pg/g (FEIUNEE90. 6%) T
Hotm, XbarFHEKN, REEXENZIAaT
X TRAF) Thotz,

@7 hYx—1h

TNy b U R— FOWIEO. 2 p g/glxt
L. GC/MSIZ & % BIEE Tl e 0 2E
1%0. 168 1 g/g (BN R84, 0%) TH -7, Xbar
EFHEXT EHMERRE B X018, R
EEXRUZA 2T T2 TR Tho
7o LC/MS/MSIZ & 2 B EfE TriassBI o Jy
E130. 168 1 g/g ([EIXRE3. 8%) TH o7z,
XbarFHE X, REEBRIKOZA 273 [BAT)
Thotz (F28~29, X22~23) ,

(4) AFZ T X0 (F30~31, K24~25)

A TXIVOERME? 1ug/glzkt L,
GC/MSIZ & 2 BIEME Cix 2B o FHMEIx
0.0901 u g/g ([EIUXERY0. 1%) TH -7, Xbar
EEMIIEBBICBWTIRIF ThoTz,
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REEX CHEIERZ SN OIXIE, 22 =
TIXeHEE TRIFI Th-otz, LC/MS/MSIZ
& % BIFEE TIX6HEEI O FEHENE0. 1005
pg/g (EUXE100.5%) ThHotz, XbarZH
B R ORE B X] Gl B3k & S v 7= 0 13 145 RS
Hot, Z2aTix TBEF) Thoiz,
3-5 SERREEEEORATE
SERREEEERIZIIT D GC/MS (2 L D8R8
BOFHMDOE & H%EFK 32 IR LTz, Xbar-R
BFHERBIOWZ AaTICLAHMETEBRE
HBIZBWTHEERIZA > TWR WA
RO LN —F T, Xbar FHX, R FTHK
B ZAa7OF T ~T [BEiF) 2 4
BB 7=, 4 BEB D T 2 BEBEIT 2 SR
T IB{F) Thotr, E-EEE LB L
THEFETRIF AR TH -T2, LC/MS/MS
WL DB DM E L HEFEIZITTRL
7o BWIEIIZ A > TWRWEEEN b
BOONDLD, EETRFLFERTHoT=,
3-6 GC/MS. LC/MS/MS {2 & BHIEME DL
GC/MS & LC/MS/MS {2 & A HIEMHE DL T
V&, LC/MS/MS D HIEAEAS GC/MS DFEE &
FREEH D WVIETNL EOBERE LN,
(K 26~28), ZD#EHE LT, LC/MS/MS
W EDHER LT 5 DT ~XTH GC/MS
WBITAEBRELD b 2~20 FLHARIN
TR >TEY, B by IR
DED LN LR MSMS ITE->T< Y
v I ABERDOAFUBRPRI N L TE
M., BEMECRBWT C/MS EEEL ED
fEEMEOBWERAGONZb D EE XS
o,
3-7T NHETEORE
HAEBEEEBROEE S HNIEERE
(RSD) TEHET H &, NEBLLRNICAL
2R 10%L L FTho7 (K 29~30),

EONAZ DL 3 BER e Y KRR
0. 0lppm T 15%Ri2, fiD 6 HEEIIL 10%LL T
Th-o7=(K31), HFIMBEE (0. 01~0. 3ppm)
DEWVCEZ2EEIFL TRD LT,
Horwitz MDZJBFED RSD LLEEE LT BAF
IR ThH oz,

4. WNERFEEZER L EE) e HTIEIZ OV T
BHEOOITIEDOEHEME (Validation)
R T 5 (Verification) BEIM S, 1E
WEIZEEINE Y U CHRINEIR R & =
ML 7, BEIRGEEROAINEEO. 1ppn
DEUNE L FN 6 OEHME, FHMTEEMED
FAXTEEYENRZE (RSDr, %) . =MEFHIMOH

IAZYEMRZE (RSDR, %) . HorRatfi=

RSDR% (observed) /RSDR%(predicted)

RSDR% (predicted) =2C715%

C=RANE D EMEZ F34~361ZR LTz,

2IEH 2 D30 ZFEDFHEULERT0. 3%
~101. 8% & BAF TH o7z, RSDriXl. 3%~
11. 7% C&H o7, RSDRIZ1. 9%~12. 0% Tdh -
7=, HorRatfEIZ 1K & EMHBHRMEIIBIFC
HoT,

(A CADIEIEINZR1T80. 8%~97. 0% &
BEFTH o7, RSDrid3. 2%~17. 6% Th o7,
RSDRIZ 1. 7%~19. 3% Td > 7=, HorRatfiiZ1
K& ERBRMEEIBETH-o T2,

EINAE D OFEHENNERILIL. 8%~
97. 6% & RIFTH o 7. RSDrixl. 2%~3.17%
TH o7, RSDRILT. 2%~13. 0% Tdh - 7=,
HorRatfEIZ 16T & B BHEMEIIBEF TH
o7, LALLM O B BB D HATIED R LM
R I NI,

BIEE D HSOPOE R H - 7= 38R0, Al
FEEOBIERESL 3% LA EEDBIER
95. 8%, A U< 70.9%2>591. 7%, R L <91. 7%
1H100% & AEEDHBREHIZRL oo
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TWBZenbh, BEUIRSGHEZHVD
TLTREBEOLRS -BEIILFESL
TV Z PR S,

PIERRS BE B O ET L 7230 B3R o FvnE]
L, EAEFEHE —FOWECRIT DN
INENX OAFHE (BN R D 1 RAEA370%
~120%) —BL7 (R37),

5. PNERFEELFIAM & SRS BE R4 o BB AR

PYERAE B R & S1ERRE EE R o B3R & A
2 12 O [ PNERHE EE R 0 SEH RN R (n=3)
& SN ERAE FE REAT 00 SE Y EIN 2R (n=5) D £ 1
BEoRE s 7ny FLBRTHATRLE

(K 32~ 34),

DIED % T, 0. 3ppm FANRE (&R
BEEE) o7 7 a7 P N NERREE PG
TIT R RE R LTSRS B
FRE C 70%% T Bl D | RS EEREAT O B 23
R SRR o 72, IR EE A3 44
EREEME NS EETMCE—RE
0.1ppm DA & T XV TiL, [FRRE DOBGE
ThHotz, HEEERAMT 0. 05ppm DT k
T VT, WEREERE DO AR R R -
TS, RERRE BE EAM 00 AR TIRIRIE
100%fHE CThH o7, L 0.05ppm DO F A<
YANT T, WEREEFET 100%438 T
B o T SHVERRE EE A O ARAR TIZERAE
MLV EOTHoT,

IZA UATIX, 0. 2ppm TONIREE (SHERKE
M) O F Ao, NEREE M &4

RS AT CRRRE OB OB L b,

ANERFSERFMORE CREL TRIZHBE L
vz, 0.2ppm IHINBEE (SMERREELREAH)
D FFF LTI, FIERBEORETH
ST, TRINGEEEAS MRS B FTAM & PNERREEE

SR CHE—EEO lppm D7 a 33 KT,

PRER RS BE S Tl 85% T THEP LTz

NOERREE MO BE C & BT E[E 5 8
E TFTEIABEEIC iz, A FTFVNT
VX, NERAEE S DO RAE DS 70% 5. 80% 7
WhBIZEFNTFNDPN TR, SEEE
OB TH EE A8 L TR 2EEIC
DT,

E 5 NAFE S TIX. 0. 2ppm TRINEE (4t
ERBEESE) DT AY R R— P TR, N
B4 BE AT 0D RRAR 03 SRS BE R TR <
72 BIBEFNS IR o T, BRINIREE B3 SN E0RS B FT
1l & PERAEEE A TR — IR EE 0. 1ppm D A &
T & VT, FMERREEE TN T R4 R AR
ZHLTWE, SEEERHMET 0. 0lppm O
JaNeyYRA, SEREEFMT 0.0lppm
DT AT HEALIZEFRBEDORE TCH -7,

SIEIZREC T, BINENEEEN (known)
L REn (unknown) DIEWTHERENER - T
WD —ARREH b, [REEBEO—RY
A R A D T0%~120%DEEFH = Hefr 3 5
TEIZEELT, BEEIGESTS LD an
WEORREEITY Z L bBEOR Eico7
N5 EBohs,

6. EFE7: (—&) OEERIZOWVT

ROT 47 Y A MIEICRIE LR,
BREAEERIT, EIX3HOREA—D
— (FoyeMige T2, MBE{bF. MWHEETHE)
BEGELTWD, SE. BRILFORER
BB OR2DFE—uy MEERALE, *
DORER. FHE L LREROBERFNEK
ppb~%$100ppb D3 LA DR ELRE TIT
- TRV . 10ppnD iR DR FEIBSIZLEW )
SISIEFBEOEREICHAM I TV, B
WRAEBMRAEA L Lok, i
I L 2 BBEAORERBEDOITILSEIZX
B7 77 ARl MEREIIRE
<HELELDELELNS, £, RUT
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4 7 VR MBI L7238 < ORERA
N DWW, RIF. AN—R, BHOEHE
LAYy FBEHBDOT, BEKBETCIIE
HIRAIEEEOIERANEZ kb L Ebhs,

U757 Ly AR L » TREEE L= B3
BABEENELIZEENS,

7. GCMS AT LD TRBIFE] 125\ T

GC/MS Y AT MRREDBRFTH B Z & (—
EL-LTHDBHI L) OFBHNOMEER
FlE BRI E L7z GC/MS ¥ AT AFEHEAR
Bt (7747 VT TN) BN
(BR) - ARHEZETLZE (BR) OB INER
fbEnTWB, ZOIFA4TYTH TV
ZABEICEA L, BEEEMABRER &
HEHZOE— IR (Jav T FL) &
v—/RE (E2E) 288ENLEHL
THbHok, | D7 v~ 77 A%K
3[R LT, MBEOTERELY R 38-1, &
38-2 I, HEMOEBREBOKEREELR 39
W2 L7,

BT FGATIVTH AT, BEADE
HNTERNVERA Y XY TFA 2, BT ALE
AlERyZrsaa 7z ) —L, 2,4~
=TV BTV D 3 KA.
HTEA =T AT T == FaF
A EROVTIEEL TW5S, SEMIEIZE
D%k (2 ZTREERBS L OEEABET
HIEEBHLE) b LIEAREAIIRL
T, BBROICEZHOBVEEINEIR &
NTREY., ZOREGUTHERREDRE
BMHEOBRZIZL TV,

CTOREEERBEAVWTEEBO
GC/MS Y AT ADFMEIT o 72, B~ MY
vy A (rman7 4N, [BIFBRE) OF
ERFaShiey, BEEERAR L EAR
LIEAORMEDA VIV FA L, BT LD

EAOQRIONRZ7aa Tz ) —, U<
Vo AVE—T =R DOT == b F
FAZBWT, i InEEE - v—
TR B o2 Einh, IZIERBFRR
REOD GC/MS 1T & BHEIEBThoh Tz L #E
23na,

BT ERNVENR2,4-TV=rkuaT7=Y T
HEBOBRZOBEN L WEEL H B0,
InoDEWmIE. BIMBENLELR TS
bzt 2RBEMERENEEZDND, Al
FEOWTIEHEADAS U — OB (ET
A bERTILERDD EBbh3,
Fio. BEIEEETHHZ LD, HIE
RVBBHEANTBENTND Z AR EAN S
N, TN Franrx ) —L (FE)
BEBREREFRFEREZRFLTND I LD
bXF I, RETERMNIEEN DR
g b To—R L& Bbhi, BEERED
BROBENSBEESHEORBICEEL T
ol ETOBBENBIFICHEIE SN
TWe, ZORBEND, PHEOKEBER? L
FEEOBITO AIRe 2 b & TITEB R RN
AEBRTER INEZERE ChIUIRRE
WlRNEEZ b, RBEFEELZHERWE
TAHEDITIIZ DL D REHMEAREE AW
THHEBOEBRICEETAZLHLEET
HHEBbNhS,

8. WEREHEEEE

NEREETERBIC2 T AT TX VLR
WL, ZOBEEZO0. lppm& L7z BANE,
0. 1ppmiZ & A EINENE (NEBEEHE)
DL & 2R 72 RE R B E O M EIZ N
BB L L THB I L LER LT, &
BT E OWNEMEEDE ZHEMA L CHIEE
FEEMEE L TEHL QOO 2HEITER R
ERIEICLAIEREL D LDBENEVFE
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BRULTZ, AZTXRUNENEEEDE L
LTCIRACADZF A OERBEEHET
3 EEEEORWT—F Lol (3R40),
9. GC/MSEIRT — & ~— R A% (TDBYE)
IZ L DIRED R

AAEREEEHEAR ORI (1g/nl) %
WINERAROCIRMEE T 74 R TH4T
BES A — B —4 $hIZEAT L, GC/MS BET —
B~ ZFRHTE (TDB{R) I X AHEIEE1T-
oo A7 Uy PR 3HEOKEEA 3 #
WL BDEMRES - EEMICOWTRIEL -
MREPR AR L, PNEEOEELZ S
TELBRELTBYEE (RZ7Y—=
7) BeANE <. 3 M L B EEMEITER
Bk —& LT\, iR Z47Y
T I NENT GCMS DIEBIRIES —
BIZThHZ ik, SEBOREMEEH
BREREMESONTWS, ZORKEE) D TDB
WL DM ERBEOERAMENS 5 Z & 13
RTE, EEHCBOTHEHRMNERDD
H 2,3 FEND LB LR2VWERENEDL
NTWAR. TBfMEELHFATLZ &K
DERBENR—HTHZENRBINTE, K
BEAETIEATY v FVAFEAELS A
D OEEBELREL RHD, KREEAS
W UE5NAZIHROT LB Y RARY)
T S/N BEELTRY, B REL
MAHBLEDZ LI LY BETENMA BT
DT PR S,

DB {EIXBEDOR 7 Y —= 7L LTH
STHICFIATAZ LIk, BEREOH
HhirFELERVEILDEEZILND, HI
RDTFZAT YT FACELD GO/MS
EIREED BEMEZ2 b OV EE I X 2 FEW
Pl T F AT O BB E3FTRE & A2
HIENLEBETETERERSIN, BE

EHO—BICB B2 b, FEE,
fEFEWEI L 2 RREBEGNEAE LI L
EDQRAZ YV —=V 7 HEMNELTHLERTH
5B,

E. &

SAEREEE R TIL, WHEM, BEMZHR
FECHER LENE LS, ICACA, 139
NAZ D OFREEERBNC, — R
(0. 01ppm) fHEDIEIREOEMEREZ Z D
ToIERI2FEE ORI, SRBEI A TN SK
FTRTELS BRI LE, FREOEED
EHEE B ER A G LN,

Xbar-R BHEK, Z A2 72 LA THE
ERIZA S TWRWEE LI O b B3,
REBUR CITRTERE LB L Th 7 b BEF
RFERENESNTZ, GC/MS & LC/MS/MS 12 &
3 BIEMEOLETiX, LC/MS/MS DORIEMEH
GC/MS DHEIEME L RBEH 5 W TENLE
DIEEOBEWVERNB LN, FANEER
7= (RSD) CHAMREEEBOMNZ 45 &\
FINBEOEWC L 2ZENIML RO L
T Horwitz OFBEE L LB L TH B4F 72
BRTHoT,

WERFEEEE TIT. o4k (SOP) ik, E
A HE —FF N ERICYE U2 051528 5 BERE.
MEE (BHRE, KERIE, SFEE,
QUEChERSIEZE 1) 3% 1B CEM ST
BY., BEFHRAREAWTC/MSIZE 5%
HERESOP T8 B L IINENN 2., HorRatfE %
ROFHIE T, ZH720HE (SOP) THD
T EARENT, WEREERIE THRE L
S0EOTMEN R, EAFBE KD
MHEIZRIT 2 IINEM OAREE (I ER R
D HFRIENTON~120%) & —E L7,

PNERAE BEFTAT & S ERAE BE AR D BAAR 1T,
WNESHEERME TR ONEHESLT LB
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ERBETMMOBRE —B Lid o7z,

T AT VT YT L BAEE AR
TIE, HEEBRBE R~ hY v 7 2D
BRINOIBETERBOEAL L, HEA
A& 2\WEIDBED 7 AOERIL AW,
SREMRER RILShERHE - v —
TGRS BhotoZ &S REFRRRED
GC/MSIZ X BHE DT Tz L HEER &
o, EBOBROERENEEEEORE
WZBEE L TN edao 7223, D KA D>
OB~ DOBITNATRE BIIZB T 504
LEEOREBOBLAIBETE 2,

SEIOREER MRBETERORNE
FREEE) ORRIIRGTHY | [Tk (—
ED) S 2 AWT NEIEZRDTEE]
ZEBEL [RIFPREOOITER] THIE
THZ LR TEEEDOD ARETFT—F
BR/HNDZ LIRS,

F. BERERIESR
2L

G. BiERE

1. IR

1) Eiji Uenot, Harumi Oshima, Hiroshi
Matsumoto, Isao Saitosk1, Hiroto

Tamura 2

* 1Food Safety and Quality Research

Center, Tokai COOP Federation

*k 2Faculty of Agriculture, Meijo

University

Determination of spinosad in

vegetables and fruits by

high-performance liquid

chromatography with UV and mass

spectrometric detection after gel

2)

2)

3)

permeation chromatography and
solid-phase extraction cleanupon a
2-layered column

J. AOAC Int., 89: 1641-1649, 2006.
WHE B LEE_T. KERE. BE
&, A RAEF R, KERKEX]
*1 [ESLEH LR SEAEFRRT
HPLCIZLDEREFA M T L Dby

Wik, BT SRR, 470 173-177,
2006.
. FERE

EARRER BB E' ELEER.

HfPzrE AE 5L EEmE. &
BB CAUNBF L AR ZEL EH
PEE. BEEFIE TS, P Y FEHLE
. FIRHIERAIC, fExARBRET B &
iE S BEME— (P RIS ARETAE
FFFEAT. * BB RAREIRBER R 5T, °
EENRBANTIERT. * # P T ERBE AR AT
FET. P RERREREF AT ¥ —.
° FRER LA, T RS TR
R, P EEBRARRREEL - 1
NINTHTERERERIZEAT )« BEEOR
VT4 7Y A MU REORBES
BIZETLHE (F1#) , 2BEFEE
LFENBBREFSE 43 B (BR)
(2006)

B B EBHE. LIS MR ZE,
MAEF. AH 5L, FEARERX,

B CRIRAFSLARET AR FERT)

: QUEChERS {AZ{EM LIz BRIELHT
EORE, BIERBOIAFFS29E] (K
Bx) (2006)

Y.Ueda , M.Ito, N. Kojima ,T.Tanaka
a)i ,T.Yamagami ,Y.Ogawa ,Y.Ono ,S
.Nakashima) b) ,S.Naka , K. Toubou



4)

¢) , S. Nakamurai , N. Sakui , Y. Takigawa
d) , S.Haradae) ,T.Ueda, ,Y.Kimura

, K. i Kadokami f)a) be
a) Kobe Institute of Health ;

b) Nishikawa Keisoku ; ¢), Shinkawal
Electric, Fukuoka 812- 0016 ;

d) Agilent Technologies ; HI PURE ICAL
e) HAYASHI PURE CHEMICAL ; f)

f) Kitakyushu City Institute of

e) ,D. Jinya

Environmental Sciences:
Easy and Intelligent Comprehensive
Analysis by GC-MS coupled with Triple
Database IV- Improvement of RRF
Database for Reliable Screening
Multi—-Residues Pesticides Analysis
in Foods. The 11th. IUPAC
International Congress of Pesticide
Chemistry Kobe, Japan, 2006, August
6-11
M. Okihashi @*; Y.Kitagawa®; H. Obana
2, Y.Tanaka ¥;
K. Sugitate®; K. Saito®; M. Kubota™;

M.Kanai ¥; T.Ueda ; S.Harada ©;
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Y. Kimura
a) Osaka Prefectual Institute of
Public Health, 1-3-69 Nakamichi,
Higashinari~ku, Osaka, 537-0025
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b) Thermo Electron K.K, C-2F, 3-9
Moriya—cho, Kanagawa—ku, Yokohama,
221-0022, Japan,

c)Hayashi Pure Chemical. IND., LTD,
3-2-12 Uchihiranomachi, Chuo-ku,
Osaka, 540-0037, Japan

Rapid Multiresidue Method for the

Determination of Pesticide Residues

.32.

in Food by GC/MS, GC/FPD and LC/MS/MS
EUROPEAN PESTICIDE RESTDUE WORKSHOP,
Corfu Island, Greece, 2006
5) Okihashi, M. »*; Kitagawa, Y.!; Obana,
H.'; Tanaka; Y.!; Sugitate, K. ?; Kubota,
M. ?; Kanai, M.%; Ueda, T.3; Harada, S.3;
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1. Osaka Prefectural Institute of
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Kimura,
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Rapid Multi-Class Screening Method
for the Determination of 240
Pesticide Residues in Food by Gas
Chromatography Mass Spectrometry and
Flame Photometric Detection
29th International Symposium on
Capillary Chromatography
(Riva del Grade ,Italy) 2006
6) M.Okihashi, Y.Kitagawa, H.Obanaa,
Y. Tanaka a), Y.Yamagishi, K. Sugitate,
K. Saito, M. Kubota, M. Kanai b), T.Ueda,
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Multiresidue Method for the
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and LC/MS/MS.
11th TUPAC International Congress of
Pesticide Chemistry, Kobe Japan,
6-11 Aug. 2006
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FH ] (e T ER SRR R AT)
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A AR MEAESREE2E (B4 (2006)
Ueno, E. 1, Saito, 1.2, Kabashima, Y. 1,
Oshima, H.1, Matsumoto, H.1
1 Aichi Prefectural Institute of
Public Health, Nagoya 462-8576,
Japan
2 Tokai COOP Federation, Nagakute,

10)

11)

H.

.33.

Aichi 480-1103, Japan.
A reliable method with GPC and
solid-phase extraction

cleanup for monitoring pesticides in
brown rice by GC/MS and LC/MS.

6th European Pesticide Residue
Workshop, Corfu Greece, 21-25 May
2006

E. Ueno a), Y. Kabashimaa), H.
Oshimaa), H. Matsumotoa)

a) Aichi Prefectural Institute of
Public Health, Nagoya 462-8576,
Japan. Reliable method for monitoring
pesticide residues in foods by NCI
mode GC/MS anddual column GC-pECD.
11th IUPAC International Congress of
Pesticide Chemistry, Kobe Japan,
6-11 Aug. 2006
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