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1. RBAFFEEOLKEHE
1. AFZEER

ANy 7 RNVARFEAYT = —T VREBTPOMLEMICBIT LT Z VLT I K (AA)
DIFENFER S, VENFE LIz, AADOE h~DEIZE L Tix, &5HERO AL ER L
FENAY AZICEAT 2EFRHETITIZE A LHBERRD b WIRRICH D, L, K
WEWFIE ClI & R BOBE L A L DORIGPHER SN TRV BEHEERH D Z & #YT
FENAMENTER SN TWD Z LD, 2005 452 [E 8 AR 30 RS (FAO) /S ks BA
(WHO) & R & sl 52 & (JECFA) 23k h OfEFEICEEE /RS IND & L, B
1D AN DRI O B & ke 3 5 & 9 B EBUFIZEIE L T\W5, E£72. 2009 41213 FAO &
WHO 7235 7] CTiEE L Cuv 2 Codex ZE X THE M AN DAKJHIZBY T 5 FEhi Hidti 23 3E < 4
Too AART S FEMHHIZZ o ToAREOS R DO FEIT KD H v, TAEOI LA GO AA KB L
PARHET S Z LIXEERBUORRE S WX 5,

RO TEARR MR L, FEEEICRIESCSRMEN R 5T, AAEHENA ED S
NTWL72DITiE, lx OFEEN, BOORBIZEBIT S M OFHEERELIEL, 2
Wi CTARIH D TRZIT > TS BER DD, Fio, [TBEBRITE A FZRERCRRE ORI %
—_RA T UARE=ZZ Y T THEL TWSRERDH D, 29 L2 &b AL OO,
IR DO L 70 b b DO TH D, RIFSEIE, ZOXHIREAND, BIEL D b Tl
72 A DT EZRR TS Z L 2B U T, AADERBOMREICELET S22 2L LT
W5,

BAEF O A DA OV THIBED & Z A LC/MS/MS # AW T=HEN TR THDH, ZD
FIETREERENE WO FLENH 208, #Masnmili T M) Ths EicEax %
BB DR Z L P T e 63, SR RE L a2z Tns & 2 AT
72 UL EMAHE L,

AR THONTHICLTH —MmiEH-0 3 THEELETHY, SHIERERELN
HFETIC—HELL 202D Z LB BEOSHTIZIEE L TRy, TN MO
A RENE R LR WERBH Lo TV | AR B M2 BEEOIER EOD &
DDF v T ElRoTND,

DS, AW TIE

(1) HPLC Z F\\ 7= AA S HriE D B3
(2) BRMOECEZNRAREE T2 A EHEOWE
(3) A5 AN DS IE R OB %
D3O%FBUT, KVL - Rl A DOWELESLT A2 2 AL LTWD,
nnix, EhER
(1) HHREOHIBRENE S TG T, BEORWONEZ LE LT 585 TO
FIHZFEBT D (B2 %)
° g SNBSS e b
o FTERE L H LN
° TE B FRR20 pg/kgbh T, AH R HER 22 20% LN
o W A00 0 FIRREE . iR & 72 0 43 B =2 2 3000 LA
(2) BMEEBY COFMHZEBRT D (AN EFOHOEfH TR=a R F & 5EH)
° AT LS SRS (BT O B BE I EIT O A lEE L L,
AMEJAL D BRI 21T > TWAH BT, E OB ROHE % FEl)
° HGERELTEDOXDMNIA Y v FEIR (DRt b, AT hF v 7R,
7IA4 RRT b, 2Ty 78S EBwmEdk) | A Sy 787 (hEBK)
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D 4 5 BIZHOWTER)

o FTEERER 1 R AN, BT Bty o0 U AR L 22

° E B FRRIZ100 pg/kglh . AHRHEAER Z230% LA

° MHIEE 1000 FRRE, RS 720 Hpfr = 2 F1000M LT

(3) ZWIRDZAMN 72 RIREHE & BT 5

° g S VN B S b

° FTELIRETE] 6 IREFEI AN . A3 W i o0 3 BT AR 40 B2

° iE B FBRIZ50 pg/kglh T, FHXHEMENR 2220% L0 N

o WIIEE 1007 R, iR & 72 0 43 Hr =2 2 R 3000 LT
BRI BEE L TRV O THD, 1 ~3DZNENOFIET, BESa A MNE
MEZRY | SO HBRZIUCERSNDME, AETE 23X MEIDLNL., ZEkR5m
TOMIWEAGELET DL ENTED,

T O HTENBASE SRR B FERICIB T D A IKBULORANIEIIZ/ D & &

BT, E=F VU TEOITEH X FOEKBIZH 2R 5, OWTIEL, EPAETREZNLD
MLESHFO A BEKTRAHREFTE S,

2. MEAE
1. HPLC Z 7= AA S #TiE D BA S
PERD AN 3HTIEIE, [ B KRN —4E & 5 il —m 0oy B — BV A %m0 A —
BARFH 7 7 2@ (0DS) —EARMH D 7 K@i (o A4 2ZH) — AiE—LC/MS/MS ]
EWVD FIENRH Y | SRR TN ELAIET 4V F — EFTE S T L0 8
DOEFARERELELE LT 5, T2 ORI, [HEMZAE 72 HPLC T RIRE7ZR 04T
B BT HZEEBRIE Lin, ZOEOIIE. D80 AL 2, &ihfmbHmics
FENDLERIMERED SRR LT WA E R AT 2 KO IR kT2 2 &
DETH D, AFETIE, BFE LU UETRHIND 2- A0 7 N2 EFEE (2-MBA)
R AA OFFEMRILICER L, AAITKT 5 T4 — LG OISR X 2 38
fbx B,
(1) 2-MBAIZ X % AAFBERD AL & HPLC 12 X D /i et o st
2-MBA & AA & DAFPINBUR ZATV, A FFERZ AT D, S HIT, AR LTZ AL
WK% FN T HPLC IZ K DT Sk ot 217 5 (2009 4 3 A HIBR T o 7 AR5
TO®H 201049 £ THEE) .
(2) #ric7z AA FHERIRIEDOTER
FA— NI E AT DA OKEHEALEYE VT AA OFERLERFT 5,
AA L DORIENERNT, FEROWSFFEN R bIFE LVWRdEA2 8 L, HPLC
LD SO REb 21T 9,
728, 2009 FEEOEBIRWNEDL L 2otz 2010 FFE1L (1) ITHE&
T 589 BMKELBHREZ T, FEMZAE Lz, L, 2011 4F£1C (1)
ZNEFICHED D Z ENTE, £, REREROHB I V—T0bA L) 7~ K
RO ERREMRHRIEE LT3 MBA 28t dH 5 W ITEaFIEHR LLEWME AL T
ELWEDHEERH -T2 b, AUFEREICHORIR i Z & & L7z (2012
F1HET) &
(3) JHELFH DR & A MEDIRGE
(1) KO (2) Chalifb L7=sBtORTEE & sk, < FIHTE 2 &
BHERT DD, DR ELRT VF TR, 774 RRT b, A F v 78T (B
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g HK) \ AT v BT UhEHEK) | AT v 7 HET (FvEravHK) | K
. RZAKIFO LRO 8 MBI O WTHOIMEDHEEZ1T 5. F7o, R DRk
BT ETHRERDOR R EZGOND 2 & 2B D720, [AERD 5T 2 kR T
LRET L TH bW, ERMEHEEREZFH~S (2012 4 3 AHIR)

2. BILOECEZRAFMEE T2 M EFEOHIE
AN DARREREIL, RICT AT X UREEGT A4 77— RRIGTH Y, Bl
TAITWDYIBERETOERMD 1oL LTEZLLND, TDD, TANRTX
VET N A= RRIBER ST T TAETARICEBNTERQE L A SHIEE L ORIC
FRWFEBN D BN TWD, 6, A7 M Fy7RZEBNT, JHlEiHckh 2ok
HOBEEZIEL MBELOBRBRERELLEZA, BEAEZRET S L TAA
DEFIREZHEE TEZ B AMREMED RO b LT,
(1) ETNVRBIORT b F v 7T AOBEYE O 5 ERG
KT NFy T 2AORBEOWEAEEWIT, BATIZ LY AT B KREV, HIAGHI XK -
THESNDZERmMOBEE R—HEAOKELIVEN) Z0ob0% M EFRED
AR E L CTHERAT 20T, O TIROWEEE LB TE 20, 1> TR
ZETIE, B OBEME M L TET 22 2 HIE L., 2Ot L% MGt
T 5, BARMICIE. H T AR 7L 2 — REIEB LT A5 X URIRE
HBIETELOEETNREL, 794 2134 —T VMBS 5 Z L THEME B X
WA ZRET 2, F72, LB WEDNORT FTF oy 722 L, ZhEnnsd
WEWE R LA 2T 5, ORI OWTREE I X O EIZ DWW T
HEL. MEAELOBEBREMRFT D, BT b F v 7205 O k% T~ it
L. 00T & AAJREE & OB b BVl Tk &2 ET 5 (2010 45 3 A HIR)

(2) ETNAVRBLORT FF v 7200 OMEBZEEKOE AL JTOEE L AA &
D BEGR AT

(1) THIH LB 0T, RRER L OEREZ S IRFHE~OIS IS
WTHRET L, M1 Z TR LIS D 35 (a fE 0S8 4 mT AR O BE I E K O% 6 7E % 1R
T 2 LT REIPH ORI T AL R IE S AHBE Y m O ITE T IEIZOW TRFE R
5 (2011 47 3 HHIMR)

(3) LHEPERT FF v 7 A TORIER L O &5 TOREE

(2) T LIRS TR GRS I E e OV G ERE R & AN SRR & O RIR
IZOWT, THTEEINTVWDERT FF v 72280\ THEEO THOR CTREGE
T 5, SHIZART FF v T RAUANDOEBIZOWTISHDRTEEMEIZ OV T HRETT 5
(2012 4= 3 HHIIR) .

3. A AA OSPERIE R O B

TIOFAL) T A MDBIE TR ERAT 2 EE&EEIL, BUETIIFA LN
BEF A E R (ELISATE) ICEEHb > T\ D, ST H 7 BN 2R E X5
ThHoTN, NTT T IR bR A EEREND L9122, BIETIXY Vg
BT v TFNVE, T/l AU REDNTEN 100 L FOWEIZHT 55K LIES
HEITHoTETCND, TNHOHMERE H VTR T E O ELISAHIEx »v b b
Eh2>2dH %, 2008 FITiX AL DRIEREE HE)E LIz OER & E&RICET
DEWMEND Y HHRS (LOD) 25 10 ng/kg FREEDRIE RN SN DHITE-> TV D,
Ll ZOBERITESTICEEND AL DRIEIZE > TEH LMELRS O TIT
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R PURDERESPHIER A2 W R T 572 YO T RkE L CEE FIRM (LOQ) % 50 ng/ke
BEICECTHRET v 7T O0END D, R TIE, REROT A oIk -
T, £, BPORBEICE > THEDO TEHRRESBRDHZLEICER L, A TR
BT T4 =T 4 — L RERMEO NG BN TR E G200 FikEH LT, E&F
FRAE S 50 pg/kg LA FCTH D EMF AARIEM ELISA ¥ v FEERLE S E95, iz,
oy NHZEODRNF Y NEERT 720, B/ 7 a—FAHRORSG HEEFICAN
Do
(1) AA T DR OER
R BB O TR LY AA BT T UL LTA-¥ U R BEAER (B
R10FEE) 2L, o z2aERE L TR L » AIC L EEON—ATHHE
By (UHX, BTy b, YXRE) ZIAREE L, AA OREREIC K HiE L7z
FRRMEL T 7 4 =7 4 —OBEWHUEER D 72D OE R T ik X O e %
WRETDH (2010 49 HHIR) .
(2) AMSEREROBRE (ZEPETPI%E : BLISA, A A/ 7 u~ |, fli5EENTER)
EfE (1) ATV a—NTht > TRIEZNERIT S & faH 2725 0E RIS
Tu¥F, ELEY b, YX¥RE (RAE % 3ILTD) oHtiE»FonDd, Zh
b OPLE (B L URHEUE) Z2HNWT, ZRZENORER (M- R 7 BEHE
Ko 2D WIT A FFER-F X BEEER) ARG TZERPURZ 2 — F L7z A A
J 7L— |k BT ELISA 247V, FUEO Jiffi, #8972 PR = — MR, #0) e HrisiR
JEZRE L CIRESEICE T 5 A ORERB LOBRHBRRZRkD 5, ZhboZ
L BRIEIRIZOWTHRZ 1 7+ AT 579 5 LR HERK 10 FFICOW TR,
ELTSA D55 % et U Clie BN - R R 7 kB L O EfE 2 e+ 5.,
ELISA B MENL CE TR RO AE TN T, MEMGELEZ 2 BB LEET AT 1 v 7
FRlzHitigE —HES LT 20 pRICHESMOECOFEL BHHET 5 Z LI
F0—EREU LD AMIBTEL R CELEERA L/ 7~ NORREEITH, &
7o, SN EsRE LELTHIPRNEEERmIZT— N LI KRRE S22 —
EUCHIA LI EEME249 2 5 e e (FrErix 20 20/Bik) 2o
WTHBREERT 5 TE (2011 43 AHIR) .
(3) A ZE TR ~DIGH
F2 (2) TBA¥E L7 ELISA 72 EOREEZ W THE A OBMFIZE D AA
ZRET D LRI, [/ Y o 7 2Rk OB HTiE (LC/MS/MS) I K 0 JIE L,
W OB EMIZ OV THEZF, ABERICED2MEROZLYMEZRIET S, 1 A
7= MIZOWTIE, By A T7HEICEDEEEEL 2D, B O AA I
FIEZ DWW TUIAEROBEER I HT O HHIE 2 AR & 32 03, RO R EMER X O
FHEREIZHOWT S ZOWBFICHRE 2% T 5 FE (20124 3 AHIR) .

3. ERNEERVCHFINDIHE
AWFZEREIR O HAZ 1L, B OLZEHEDOTZOD Y A7 EHICE T LR%T — 4 &1t
2, HIWr, THIL TITBUS R T 28] - FREITER T2 F 27 MU —H A = XD
L, BAICERT D EES~DERZBEORRY OO O EHERKRN OB 207, £
LCAEENSMT - i, HEICED 77— RF=—r 2l L CAEEERIZL DTG
1k - KA FTRE & T2 M ORI Th 5,
R AA 23R S 7 2002 FEICIE, FEITEUID HEZESRITRT LT, AA ARk A D
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i3 5 GRS O E RAICET 2 L2 EFENH 72, UL, EBEITITAM,
HAA D FEEIZIE LC/MS/MS R0 GC/MS &\ 9 Efili e o i as S LB TH 0 | #lEF O RITALER
IZHZEEDO A RN DTH, M RBUCIZ I —EOMRE LG TE TV RN
NEEFETH D,

AW CTEMT D [P O AL 215 - HEICHE T 20O X, 4
FroBHRCZIUCERINDRE, A TE2a X MEDE L, ZEERBHE TO A 4y
MEMNREETLHIENTELLOTHY . BT AL OB /iR & ZAVTPE D AA KD
L& AREE T D HAINDOMENICE T DHHD LR > TV 5,

BfE, B O AMIBEOREICEST 2B, MEEETHUL L T AHizy
3THTHTHY, TV TNVEMNOREROZHET 16 HIZEET S, £/, BFEIZ
LD HICB T HAHEREICHK 2,000 FAEMLET, 1BREH D IEEISEST
L5 ML EIFZEL, 2o 2.5 AU EORRZ L ET 5, ZOEM & oHrRei 2 i
1 -3 TIEEENEFNLUTOLYICT A EHHET,

HEREE 1. PIHIREE 400 THIRREE, | MR dH 720 98 = 2 |k 3000 LA,
FTEERER 1 HLAN, E& TR 20 pg/kg LAF

HEREE 2. FIHIBEE 100 HHRRE, 1 MRS -0 o= A2 k1000 HELTF,
PrELREfE] 1 RFE LA, = FIR 100 pg/kg LAF

HERE 3. P 100 THIRREE, | MR d 720 598 = X | 3000 LA,
FTERER 6 RFFLIN, E& TR 50 pg/kg AT

INHOEENRER S NIRER, RRERCBT 2 AMEREILOREDTERICZRD &
EHIT, E=F Y U TEOITE A FOKRFIZ S DR 5, OWTIEL, HpETiRES
NAHMTELTOAMBEKTAMGECEEEbND,



4. FERFHME

(1) 2-MBAIC X% AA#
HEOAR L HPLC
(2 KD o SRk D B

(2) #i=7p AA FEMRR
HOBRESR

(3) I OMER & HD
P DR FEE

2. B DA A & U R
LT HAAGHEDORIE

(1) ETVRBLIORT b
F v T ADIGEME D
b 7 A

(2) ETVRBLIORT b
F v T ANS O
BRI DECER IO
HOLEE L AA L OBIR
AT

(3) LHBAERERT N TF v
A T ORFER L O
i C DO IRFE

3. A&SL T AA O RE
D BA %

(1) AA kT B HUEDE
%

H

(2) AARERIER DB

(3) ST R DM & £
fi~ D i

WIEE H 200 94FESE 201 04 201 14
- I\
1'HPU3%mbW;AAﬂﬁ:2%%&;5M%%W®éﬁtwwmiéﬁﬁ%#@&ﬁ(mw
LD B R TEF, 2010 EERECIER L, ) (PEASE)

&

| I
=70 A BB RIERIROER (2010 4FE 1T (1) ICHET D= 0%
B, LML 2011 EEIZA L/ 7o~ NABRERECLFIHATE 572
O, BOMHT 5, ) (FHKF)
<« l«—>

B P P D e R

& A PEDRFE (FHBR )

EFAGRBLORT Vv S RAOBEWE O (B —)

&

ETNARBLOKRT FF v T 200 ORI O A CER LU
HOLEE &AM & OBRRST (WL E—)

TIHEERT N F v T ATORIER LV
M dh COMEE (e —)

7z

AT D HURDIER (BRoK AR ERRSERT)
|

I 7
AA S I E R O BR%E (ELISA oM, 4 &/ 7 o~ L%,
S ERNERBRTICAND)  (FRKLERANIZERT)

T W E R DM & B ~DIGH GRAKEREAFZERT)

R ()

29,900 TH 22,750 T-H 20,090 TH




IO. SEfEAH]

K 5054 7 g s % iz;f
WFIeiafaE HER R s AR N 20
T
1. HPLC &M\ 7= AA p#ris | RIS AEY RN B AT
DB Sl
(1) 2-MBA 1T X 5 AAFFEKR | FERFIS T AY BN B AT
DAL E HPLC IZ X A4y | Pk ek 70
BT &t O K EFNA 30
(~2010.3)
AT SE 30
(~2010.3)
(2) #Hiz7z AAFERIRIE | PEERZISHAEY N OB AT EH
DIEFHR S S e ik AT
AREFIA AT HA
(~2010.3)
(3) JHEPHOMERR & FHME | RIS A N OB AT EH
DORGE gl b S e ke AT
AEBFA AT
(~2010.3)
2. BRWOECEEZRAFEE | I E— (BF) R&D HEFHTE 25
T2 AA B HEORIE 2" )—7 R&DDE &
v B —FLAERE R T
— A
(1) ETAVRBIOFRT bF | b — (B) R&D ARz 40
v P ADGEWE O | 7 v—7 R&DDE & KIBIRR T 60
J kR a2 — LR T (~2010.3)
— A
(2) ETARBLORT bF | b — (BF) R&D AR AT HA
v T ANS OB ER | /v —7 R&DIE & KABIR R AT
WROECER X OHE | o7 — 5T (~2010.3)
& AA & DBARARHT — A
(3) THAEFERT b F v 7 A | e — (BF) R&D HEFTE AT
TORFENR AL TD | 7 /v—7 R&DDE & AR 2 AT HY
FRFIE A — BRI g T KABIR R AT
— A (~2010.3)
3. AT AA DOIERIE R D (BR) Rk ZE R0 A b 15
B % et
(1) A IZxFT DHUEDOIER (KR) ZR K ZEFRL 245 NNEEIE (2 20
ZE T AR HZ 15
(~2011.5)




(2) AASRPEETE R OB JE

(3) SIEREFR O & £ dn
~DJEH]

(BR) Bk AR b
FEiT

(BR) BRoK ZE R 2 0F
Jeit

fie] FH i L
(~2010. 3)
5 HEE
(2010. 4~)
iR E T
R EL R -
(2010. 4~)
g 40
(2011. 6~)
TR IE 22
A EH 2
(~2011.5)
fif] FH J2 A
(~2010. 3)
5OMEH
(2010. 4~)
B aa
M E T
(2010. 4~)
wiE 9T
(2011.6~)
TN 1E 2
AR EZ
(~2011.5)
fid] FH Ji&
(~2010. 3)
HOMEHE
(2010. 4~)
B e
AT
(2010. 4~)
g g0
(2011. 6~)

50

50

WFEF L E SOV T, HRREE L A 2130,

INREHEEEICITAZMNTZ L,




M. FERRE
1. BREOAE

1)

2)

MEEA ELISAX > N £V FH 727 U7 I REIAF Y b OB%

AEEOE R EITEEHASELISAXy N [EVFH 727U AT I REIA
v b XTI N TEREZLTHD,

HERE 3 TR AL ORERIEROBRE] T, AL EFFEMRIAIE [3-A LT 7 K
ZRAEEE (3-MBA) 1 EOINERM TH D 3-[(B-DNVINEA NZT)I) FHVEZRE
fe (3-CTBA) loxfT+ pENT-IKEZSELZ N TE, (IV.3. (1. 1) )

Z OHL 3-CTBA HifkZ FH 7= ELISA VEDBASE 47 BUBHM 5 1520~ & 8 R b 51
R ELISA o552l 4 fat LIS R, MBS ELISAX vy b [RUF A 727 U7
IS FEIAFy M BB SR, (IV.3.(2).1). (BLOIV.3. (3).1). (A)

Iz, HLFEFERERE CH D (BR) FRAKERVEMIZEITIIBEHEAZAWTAS Y b
@ Single-Lab Validation 3 X " Multi-Lab Validation Z#3EHi L. ¥Rk 2 341 0
Al12HICZOMEERAELISAX Yy & T£VFH T727IUAT7IREIA®y ) &
LCH Lz, (IV.3.(2).2). (A)FBLUIV.3. (3).2). (4))

IR 2P & LTIt CE 2 L 51 Le 2 g, fFER DS ~DiE
TLEWIBLENSHIM L Tl b REZRETH Y . 2T LY LC/MS/MS < GC/MS &\
S e TR AR DB AT E RV BE o/ N S e i iiE stk ch . A D AR O
AMBEEZSHTEZ LN TE AMIEEIE~DRES N Z2ED D Z N TE D LWL
TW5,

MBS A &/ 7 u~ MEDOHESE

ARFEOWRRDEEFIIH 3-CTBA FUiAZ H W =REH G A L/ 7 a~ MEOHEET
b5 LA LT,

ZOREL A3 [RAT AA ORERIEROBRE] T, AA & 3-MBA & DR
)T 5 3-CTBA (2T DN T-HAN GO Z LIZERKRT S, (IV.3.(1).1) )

ABFFECTIL ELISAME L U {72 AA DRERIERE LTA L/ 7~ MEZBHFE L,
BT =77 v 7 AE—RX (Merck Blue) T L7=FLAEZH WD Z LI2X D, 300ng/g
B OFERE AN ZHBIC L > TRIICTE ARG A L 7~ MEEAHEEL,
EBICV T T IVREDEN BN ERTEDEM TG RERA L/ 7 a~< b
ARE#ROBRIIZHE T LRIEEAER LZ,  (IV.3.(2).2). (B))

B OMERPIZE EN D A DEBRITHRE FTRED & ) M E TGS, EYE AAL
PR REERS LR T N Fy P ARICKHT 58 & FRRMENZ 24 300 ng/g At
. 560 ng/g LN 880 ng/g LWHKHEETELTHY, ELEMFTORMITZL 5K
ERNTWVWDEHLOD, AFOFIEIZE > TIEBEICHIHATE 2KHEICH D LT LTV
%, (1v.3.(3).2). (B))

3) B DT b 3 — VI R O dOt I K OMROEEERIEIZ K 5 AN B A B ORIE L OB %

AFECTEHAEZROICHFINDE L LT, ficd [RHDT Va2 — LTk
HIE OB KO ERIEIC L 5 M S BOHIEELEOBRI ] NETFbh5,

ZORFEITTHRES [RMOECELNAREE T2 M GHFEOWUE] CHESN
HETHD, ETNVRBLORT hF oy 7 2E2HWERFHIZL Y, —EZ0RHND
INT 4222 TEA 72 ANBRFEDO RS ZE L, Z 15 O AAJREE % L.C/MS/MS <> GC/MS
REDOHFETHRETDIHEN S L0, T 5O T IV a— LR IR O 86k L Ok
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WERE AT 5HZ LT, FHERE0.990 DL L& BAF7eFEBE R B 5 Stk & R 92 &
MNTE, FEFICHEIHEELS MBEZE=XY 7 TEDLZ LML,
(Iv.2. (). 1) BLOIv.2.(2).1) )

é%’\I%iﬁf%h%yfx(4I% %6V TIN) TORGEEIT-T2E 2

o WG FEE T 0. 844, HOEHIE TIX 0.978 &\ ) FIBIMRE NS Sz, WOBH
mf%f@ﬁ?ﬁ IO HNDHIER L o2, T &I AAEﬁ&@W%%&%&
WL E 0,990 DLEEEWAHBIER O i, T8 2 L IR ERE ERTIUZIEF I
Wﬁ&f@m¢@M%E%%ﬁf%étﬂ%Lﬁ(Wa%@&»

F/o, AT M Fy T AUSNOREMLE LTEMA T v 7 ROHiIROWKEIF & 2y 7
SHIZEFE T —BIZOWTHERROOGIENEH CTE A LIE A, WTnd
HICHET 0.97 DL EOEWHEBIREZ R~ Z R Lz, (IV.2. (3).1) BLD
IvV. 2. (3).2))

INDORER G AT LIZHEEIC L D AEBGICBIT S AN BEOE
=X PRI CE LA AE R T I ENTE LMW LT,

4) HPLC % F\ 7= AA 3BTk o B %6
FRE 3RO & hE L CEMAZRAKEIZEL TWD LIS TERVWS, ZiE

T L S TE T HPLCIZ K D A o #riE & U CIREIRBIRSEE B < o T& 5 HIEN
B CX 7= LT LTV 5D,

FRUBHATALEE D & 3T S & ThR 2 RS E 2 Mt LToRE R, Bdha A & 7 — LRI
THREVTARLT, A — VIR EFIR L, B2 Z 2 (Bond Elut AccuCAT)
DFEFY B EEDTAL ) — /LT 2-MBA & EMFES TN bFH YRS S, &
BICEARIE S 7 & (InertSep SCX) TRIBENZH VTV D 2-MBA D RKIHFHIL A T
THEITE BRE HPLC JIET 2 FIENRE S NI, 7o, HPLC JIESRMIL N 7 A1
Inertsil Ph-3 (G+¢$ 3.0 x 150 mm), ¥AHEIZ (A) 7&K (0.085 %V »feEA) (B) A
27— (0.085% Y U IREA) OIRGIEEEZ V. BIREE 759D/ CIEH 21T o 72,
T B A Rk C D B AR EE DA HERUEL (10 ng/g) (T 2 MIERE R OEHER A% 10 5L
TG, ERETRIX 16 ng/g EAMb O, (IV.1.(1).2))
ZOMRERE D ST A BESHRESENRE S ANE LA, 774 KK
TREERT Y FTIEHEE L0 gl LTAHX /7 —/L 10 nL THIH, A7 FF v 7R
EMMVAE D TIEHRE0.20 g IZXLTAZ /—/b 10 mL THIHT 2 FIETHEHE
H7efERNEONT-, £, KRR THE LI om0 FMEF MO o, HKE /AR
BRIBEATZE T N EE L TS e R FAPAS (Food Analysis Performance Assessment
Scheme) [Z&AN L, #EHH O AL JREE 260 ng/g 12 LT 23575 ng/g &\ 95 AA JRJE
157, ZOBRIEIZEIT S z-score 23-0.5 ThHhol=Z &b, AKWFFE TR I~
HPLC 1072 E b B A7 » MTBWTRY /e A BELZEL - EAMIRFSNT,
(IV. 1. (3).2))

2. REDOEH
1) REETHBEINZSESWENE LT D52 LIcky, BUEBE% TRk &
oo AN S, RIS C& | TEBIHEET S, BRREFEEFICBIT 5 MK
WU AT T BRS L VIR b Z E RSN D,
2) HRlT, SERIEEICOWTIE, Ea2 341 0H 1 2 AICRIBEEA BLISA % v b [
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VFr#H 727UNATIREIAXy b #3857, BIEOLZ A, AP - L - it
DOBE-CITEHEE 2 BT AIE IR IXF 1T EIER TII AR WS R 22l 72 3%
EHRE CHFEICHER MIBEZNECTELZ 00 AR ELL TP DL

HEL b,

12



IV. rEEEHRE

1.

FRREEA [HPLC % 72 AA ST I5 DO B %E )

T UNT IR (AA) I h~OMREENH Y | BERCTEDAM BRI T
WHALEWE TH D, THE, B2 MBUNTT 52 & TRAHTOT 287 X 0 LIFEN
Maillard KJ& L, TORIERME LT A BAEKRT D Z LMLz, &% A DK
WALN R E TR L e o TWD N, ZOHHTZITRE I v~ NI 7 4 —- 2T LE
BN EH(LC/MS/MS) b L I A7 u~ v 7T 7 4 —E &S E (GC/NS) N MLHETH
L2, L OEETHELTO A BESMECETEELZHE L LTWDE, 22
TAWIIETIT AA & 2- AN 7 N EAER: (2-MBA) THHEMRL L TEdiEA 7 v~ k
77 7 (HPLC) CEET D HIEOMBEZHIE L, ZOHMEZERT LD, LTFD 2 8
WCEH L, | SEIIES FEOSE S B2 6T 2R EZ Wm0 B OB
.2 RBIEFERIC L DFBIBRE LT W RHEDOM 5 CTh D, FHER LRI T
TN OO THA S5 2-MBA 2 V7=, 44), Rf DO, FEir, EH
hH, AL 2 2 CKIBEER TIT o TS, ABRGE 2 H 2 Bt L7255, TABEI
AL ) —=NEHNTHIHZIT) 2L T, BITORRERKRTHZ LN TEDL LTk
D, SblT, FEMRISEDRBELEDOND Z 2R LT,

HPLC MIESME1LH T H1T Inertsil Ph—3 (G+¢ 3.0 x 150 mm) . BT (A) 78 EE K
(0.085 %V »EeEA) (B) A%Z /7 —/ (0.085 %V U EEEA) DIRAEEA MV, B &
I TE% DR T M AT o 72, MEMRIER TO. FlRIRE OREHEUEL (10 ng/g) 23817
LREREROFEERZEZ 10 5 L2 E S, E&TRIL 15 ng/g EAEb ORI, 2D
REREZ S LIRS T v Z— (GC/MS 1) T AA JEEE 2 fedl L - & 530k 8 Ffl (AR
TRFY TR TIARKRT M, BERXTy b DOAEI ERIZHOULK, 227,
a—tk—) ZUELLEZA, 774 RART MEERST y M TIERE 1.0 g 23 L TA
% =10 mL T, RT b F o720 AL D TIHREN0.20 g T LTAZ
—/L 10 mL T T 2 FIETRERERN S DIz, RIFFECTRZE Lotk of it
FEME O 7=, FEEREIBREENIZE T A ENE L T D FLREF R FAPAS (Food Analysis
Performance Assessment Scheme) IZZM L7z, FAPAS Tldz= (x—x,)/ 0, [x=ZMEFD
FER. x, =54, o =8 EOEMERFRZE] &) N THB S D z-score B35 2 B,
|z 22 THEHRRMEHE SN TWD, it exsry MREHZE £
% AN JEREEZAEIBRFE L2 HPLCEETHIE Lz & 2 A, 3B o AA B2 260 ng/g 126 L
T 235%75 ng/g E\W ) AN EEAE-, ZOBRIEICEBIT S z2-score 3-0.5 THo7=- 2
EMD | RWFIE TR ST HPLCIEIZA < L b E R T » MTEBWTH YR M IRESL
B ERHREENT,

(1) /B4 T2-MBAIZ X 2 A FFEARD AR & HPLC 12 L 2 0T S o fst)

1) PRk 2 2 E TONF I REEEE

2-MBAIZ X 2 A FFEARDOGRICEE) U, fhda bl & 0 AR U 72 R vEslp 2 Hu
THPLC IZ X DStk Dt 217 o7, BRETREZF, FERflb L mBEn T
D EEOKEZERTEHZENHA L, AT bV Fy T AOEY T EHN
ToRTALBR T IEORF BTV, KR Z BN L, BAMNEE X v 7 AE— ROA UK
BLEFRRR D T A2 S B 72 BUBHATEIZ 2-MBA Z2 i 2 CRiiE i b3 % 7 IEAN iy
B CThHHZ EaRH LT, BT, LC/MS/MS K> GC/MS THIE L7z Hit L Lz
EUERIT 112 % (FEXHEERZE6 %) Thol,

DI, FEBACIST BT 2 ISR E DRRFT 21T o 72, K Z W T, AL R

13



F£ 14 pmol/L, 2-MBA #2 50 mmol/L. /KE&{t7 kU v & (NaOH) J##EE 50 mmol/L T
3.5 R DRIG ZAT o Tee MR A 11T T,

e
[AAT, 14 ol /L 01 0 pg/ml )2 [2-MBA K, 50 menol/L
INaOH]. 50 mmol /L, B K 7 [G0FE) . a5 &

15

10
bk 4

SR GL-TH0+CL-T7450
5 D24, Inertsi Ph-3(G+ @3 x 150 mm)
J IR, (R KOISEER) + (0)A%./— WO 1% KEAR)

0, %

RE 040 md Srén

— S 2 b 3:20% (0 min) > 50% (30 min) »

27°C 37°C ATC G9% (35 49 min) 220% (45 50 min)
EE3E T FELTWAR 100 pL

B, UV 260 au)

1. 2-MBA Z R\ = AA FBIREICE 1T 5 RISRE DR

NS DORERNS ROSIREIL 3TCO i T 5 &k Lz,
RIZ, 2-MBA DYREE & SOSKFM Z M5t Lo, BOSSRAMIT AN JRE 14 umol /L, FUSIR
& 37°C C NaOH #RFE X 2-MBA & [RIRE CTITo 72, MREZX 21T LTz,

RSB REEH

- 35h

+ 20h [AA],. 14 pmol /L (1.0 ng/mlL)
[NaOH]. [2-MBA], & Bl FE

B K

RiGRE.37°C

0 i I I 1
0 0 200 300 400 S00

[2-MBAL. mmol/L
2. 2-MBA ZF UL - AASFERIEIZE 1T 5D 2-MBA REDHEET

B, KOGEFEIX I HUNTHEREZHT7-DICE 3.0 HEARE EZEZLNLTZT20
ZLLEEFmFIL Wy, K265 K512, 200 mmol/L @ 2-MBA JRET 3.5
B OSORAR BILER R < 2-CTBA 2455 Z LN TE 7=, B, —Micix, (LK
P B X AR R BE (B4 21T TH D72, 2-MBA 73 200 mmol/L LA E T 2-CTBA @
PERPMET T2 2 &13B 21T < W, 2-MBA IR L & [RIREE THW T W 2 NaOH 1T L 2 i

BLOOGH ~OEZENBRSEINDIN, AHNIZENOEEEFEODHIZ L1TET, &5
RS S ao s LAY S

BT BEMALSUSITH1T D NaOH i ORFT 21T o 72, BUSSAFIT AN IRE 14
pmol/L, 2-MBA #2AE(Z 200 mmol/L TK¥EHEH | FUGIREE 37°C T 3.5 RffHI RS 21T -
Too FERZEX 3R LT,
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49 RiE#

30 - ”’\\\» [AAL,. 14 pmol/L (1.0 pg/mL)
/ i YO [2-MBAJ, . 200 mmol/L
- \ B K
# 20 - \\ B
= @ RERRE , 371°C
\ S EFRE , 3.56F R
10 +
L ]
0 ' ' |
0 200 400 600 300
[NaOH]. mmol/L

3. 2-MBA ZR U = AAFFEKIEIZE (T 5 NaOH iR E DR ES

NaOH |% 2-MBA Z /KIZIEfRET D72 DIC B L SN TEH Y, 2-MBA & [F UE /LR IIM
TEDEH>ThHsH, Lol NaOHREN EH 32 & 2-CTBA DILEIXME 55, £ T,
2-MBA J&JE DR T H k<72 X 912 NaOH 73 2-CTBA DINR AKX F S 2 JRK & & % |
NaOH & FHV 22 &0 9 BT 295 Z i L,

2-MBA VX2 D F F TIIAKITET 72D, A X ) — VXRS5, FERICT 27 Vv
TR AY VI GERRO THERCS OB A % ) — VB Sz TE
BrRAi AT, FEREXK4I1T7RT,

— AAD RGEE
50

. | . X

-4

e

1%

0 1 2 3 s
f= {0 (h)
AA, 0.014 mmol/L; 2-MBA, 200 mmol/L; NaOH, 200 mmol/L

4. 2-NBA Z R\ = AASFEREICE 1T BB ED LR

BAnSbnd L0, Wika A X ) — VIZEE L THROSEINICREREITAD
gz &@M%Lto@z Z DR % D NaOH % 4 9712 [RlEk D S TR
ZAToTc, Ll %@#%12MM®M4hm%k# TLATFIC72 5 &0 9 572
HDThH-oTo, 7272, NaOH Z AR & 32 DITHBIED W HPLC 94T %217 9 7291
LEETHIED, ILICKSKEREGE L CGRUIRBREZBD 2 21To7-, %
512 L7z,
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100

S
#
2 50
1
0

5. A%/ —)LHp NaOH REAEHTO MBFERLIZE T 5 EREREEEDLR

K5 bond L HIc, AX ) —/LIEEET NaOH AMEH TH 1 K TIRIETE =M
FHERACSOEDHEITT D L HIB LT,

ZORERD G 2-MBA Z W AN OFFEARLOSIZA Z 7 — VR E WD Z b &
LCERMImFI 2T 22 Lolc, £, 2-MBAIREOHRE 21T o7, A X/ — VA
A FHWT, AAJREE 14 umol/L, NaOH R &9 KT, 2K T 30 G St
7o, ST COBIR TIRD 2N HIUEE 110 maHg T 10 43R 23T T 2-MBA O #E & 23T
H UMD 5 £ THME L., 0%, BERE 300 mmHg T 20 45/ HE#R. &% ICHOYEE
FE 110 mmHg & U CRZ[ET 5 &) FIRCHEMRMEISEIT o7, MREX 6 IR L

7~
100 "
/\ AA, 0.014 mmol/L

50 ¢

s

R (%)

0 50 100 150 200
2-MBAf (mmoliL)

6. A%/ —)Lh 2-MBA ZRA L= AABERIEIZE TS 2-MBA RE D ELE

K6nbbnd Loz, AARE 14 pmol/L 72 51X 2—MBA &% 50 mmol/L T+43 T
Holz, HBRIBIZZOAMBEEIL 1.0 pg/nl IZFHY L, 1 g DikE% 40 nl OWEETH
W22 &%2EZ% L 40,000 ug/kg (40 ppm) &9 AAJREEICH Y 35, AP K
O HPLC AT 2 L 2B 2 5 & 2-MBA DEHEIZTE LT AR MR TN &0 b,
2-MBA #2E1% 50 mmol/L TH#EHH Z L & Lo,

TRV S ITAFEIES D KB FI D 2-MBA 13 HPLC 4TI BT D KX REEL 1 5,
D 2-MBA %, ARk L7z 2-CTBA LB+ 5 Z & CRIBICEEZm EXE 52 LR T
X%, 2-MBA & 2-CTBA #fEix OEF Y 7 LA THEH L, TORHZEEBZH 7L 2 A,
InertSep SCX M HINRMITHD Z B mhroT, 7 \CHEfR = F L & Rl TF L

16



(1 %FMEF) THEH LD n~ 7T hamRLiz,

— InertSep SCX (1g/6 mL)

KR T 7 )L CRH

BELFIL(1%EBSH) CHL

« 2-MBA
= 2-CTBA

i
i
|
i
| :
0 10 20 30 40 50 0 10 20 30 40 50
B & (mL) HHE (mL)
2-MBA, 50 mmol/L; 2-CTBA, 1.7 mmol/L

7. EE#EAS L (InertSep SCX) (23115 2-MBA & 2-CTBA DB HEH)

B0 7 OfEF B FHEARR S THRIBEN - 2-MBA DFRZEIZ1T InertSep SCX (1 g/6
ml) ZHWTHE#E=F /L 10 mL TUHed#, Hig—F /v Q¥ EA) % 45 oL i T
wEHEELZ L LT,

E B2, HPLC O MEE O LM MET AT o 72, ST O LIZRICHIR Th -
ZOFEMAIE LCY VBERAWS Z L ThoTz, WAL L CHERE, TR, VU VBB,
rU 7V A afEig (TFA) ZHEE L7358 0 2-CTBA O ¥ — 7 Hif&# X 8 IRk Lz, FE
BROFER, VomaEHWTZBRICR b E—JHBENPRKE LD &N LT,

400 ; ST EH
— &l GL-7410+ GL-7450

100 - D3 L, Tnectsil Ph=3{G + &3 x 150 mm)
b 4 SRR, (A) (o 1 %EENRD +(BLAZ— L0.1%F% )
@ 200 AR 0.40 mL/min
T G551k, B 20% (0 min) — 30% (30 min)—
u 95% (35-45 min) —20% (46-60 min)

100 " oy oy RESFAE 100 pL

l J ‘ #®i, uv (260am)

g & B TFA
A FYUZ A ORERE (TFA IS DT, 38D

& 2-CTBA DB HBERAEEo>TLEL,
E—2@EMETEEM ok,

X 8. HPLCEIEIZH (+ 5 A FMHFNDKE

Wiz, ERECTODIERE LIS 2 B I oz, KAFETIIRMLAEZ BT L
TENTEVEERET DN, A% ) —VRETOFERILEED D512, KIEIK
ELTHELNLBIESMUOREHREZ ED X HIC L TAZ J — VIR ERT S
MEWH ZENRMEE IR oTz, KEAX =ML ND TKGBA->TND &
TG U 72 B8, IWIEANTIE KRR & 72 > T L E W, 2-MBA NAMRE T & FRUSAHEE 720,
L2vL, & 50 UKIEKR Z IBMEGE T 5 & B~ 23425 2 LI, AL A3
B DDAy & S LT LEW, IR ONEZEL Z LN TE RV, P IIT,
BT % AR ) —NWEBETIT O &0 9 FIEERFT 2 2 & Lo le, BTES MY
T, BRI TLE ) 2B EINTN, AX ) — LB THLMERLS BN T5 2
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EMTEIZDOT, SRBRIIBITO SO AZ ) — L EBHNWbsZ L LT,
INHOBREHIE VKO DX ) ZRWEHFIENRRINT,

B 5E 7 ik O Bg
Hﬁlﬁﬁ ASEBNTREEHE
- B A
|

ARYFSIRT Float-A-Lyzer (MWCO 100-500) OEHTIE4 M
1e OBRBRRBICHLT 40mL O A2 /— L CHH

BEligdhe | EWEAROAER 13.5mL % VARIAN Bond Elut AccuCAT

1 (600mg / 10mL IZBHL. 15mL - 135mlL OFHEEER
| BEE&IE | 2-MBALA%/— LA TR ([2-MBAL, 50 mM; 27°C; 30 min)
l BWEE 37°C. REE 110mmHz T 10 min &V 1T TR,
| = e # AL 300 mmHg T 20 min #2318
1 BEICBURER 110mmHg ELTEB
| B8R | BT FLSmUTEREL T, Inert Sep SCXISHHFHL . BiEETFIL
1 10 mLTHESE, BFETF )L (2% B SH )45 mLT2-CTBAZ R

HPLCAIE | F5Vx hEil. UV (260 nm)
9. HPLC R f- AA D HTiEDBERE (FRK 22 F£ 11 ABER)

ZOFRMETERLIZBRERIIK T ODEY THY . KIKREEOEHESEHI BT 512
HERED 105 LTHEHB L2 ER FIRIX 14 pg/kg ThHo Tz,

FOYILTER(AA) DR EHIER

12000000 b R =0.9998 4
s 10000000 |
5 ‘
3 8000000 - =& TR (Lo0q),
% 6000000 | , 14 ng/kz
4000000 RiEREOEESRD
(10 pg/kefB ) OIFEE
2000000 | RED10fEH 50
o L L 1 ]
0 500 1000 1500 2000

AA (ng/kg)

10 RO TRESNEANERIZEITIRER

ZOMIFIENHEE LR C/NERIE (3) DS #EIPA OfeRd & ARMWEDORREE] (12
IV o7, FAPAS RUEHCR AR B AFFEFT 2 DI L TH b o 7213 5 LRIEZEWEY
B, T LChRFEMIEEE TH 2 01— (BR) MR L 2ok ERHM AT >
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7 Z [AA ST TIS017025 B L TWAE =FHEE (HAENL STt % —) I
BiFD GC/MS JEICTAABEZHER LIZSWEH V] 282 Ba Lz, [EIER 80
S 120% D& TN CELEREB b H o, BT N F v T AD LS IRy D%
WIREHE BT T 2 BRI H oo T E P, BIENMEL 25 8 (HARM O
VA —DORIEMD 10%LL ) ARERE ST,

Z 2 CHBITHTOIE FiEEZ FRGTT 5 2 & & Uiz, 20 L 2ol ~FH
ZHRWCTHUE - @l d 2 5iEE, B2 A Y ) — Lt bllTFa—TRED AV —
TI0MARETFA XTHHETHS, MREEX1 1ITRLT,

HHE. RTFEFUTR (AA 410ng/g)
700

600
g 500
& 400 |
i 300 -

<
< 200
100

0 = )
FLERH ANEYURRRS RECHAY—
B AIORE NS &

®11. K7 FFvTRCETHRERRIEORE

M1 1202600 DEIC~FH BRI ATV T AP —LHEE & HICHENTH
STz, LU, ~FH BRI~ B, A, S D B ER B2
WE L7 FERE LU CHTERMOME K E 2D, —F, REV A —BRIT IR
WO W 2 I DVET T 2 — 7 I AN D BRI, L LAMRICED 5 Z LR T
X570, ABIIBNIEIOREHMLI L L THREY AP —REEZHWNLZ & & Lz,

ZDIED, T A NEMZ DT OBNIEOME D K UFHOME 1TV, BT
ik £ TRIAMEERZ &, BV IRLUFIHD TREREEUIEE 4RI ETHL Z &%
B Lz,

PLEDRERNS | B R BE HFIEIZR 1L 20 X 912k oT-, B PR, FrEmf,
MWEEEM ., a2 MZOWTIENYO BEKEICREEZE L2 O LW Lz, 7
B, FTERE, MIHIRE R, oo A MR 2 HWEEOFEMIIX 1 3 —X1 5
DEBHVTHL,
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BE T E DR

T BN | B2z 858/ L8mL EF a—THRESHAF AN,
' 10 FRATESF A X

E RE- A5/ L EREEROINE, R4l EERLT
ARG MFRT Float-A-Lyzer (MWCO 100-500) OFEHFBIC A,
| FH40 mL O A%/ — L CEL
| @A | EIRESHBIOKER 13.5ml & VARIAN Bond Elut AccuCAT
1 {600 mg / 10mLIZAFL, 15mL -~ 135 mL OF IR ELIER

| BBRIE | 2-MBALAS/— L TR ([2-MBAL, 50 mM; 27°C; 30 min)
AR 37°C, FILA 110 mmHe T 10 min i1+ TRAGE,

: & FT 300 mmHg T 20 min 8§23¢
= § | C BRRICEHUMERE 10 mmHg SLTRE
| EBE | BT SmUTBRL T, inert Sep SCXIZRML. BFEETF L
l A0 mLT D, BB TF L (296 B S H) 45 mL T2-CTBAF EM

HPLCME = Z55x /B, UVISH (260nm)

B12. HPLC %ML\ AA DATEDBEE (FR 22 FEKTEH)

0 5E P E B Fa)
16:00 - 17:00 |_8?#4—5—i§— HPOBRLLSEHFa—TIoARSET 1R

17:00- 8:00 | 3% LI BRHRAOERETTIONREN 1585
|

8:00- 9:00 | Y | avT4lamuTHhSEREBNET 1E

oot S : 1HLURT
0:00-10:00 | BBHE | SAROXWEEAHT KM
L—T—J PR T
to:00-1100 | B B | mETIICORSESHT MM
|
1:00-13:00 | EABRE | 2XToa=L U HHAH. Bl RE.
| B | HPLCRIE B~ DBEM 27

13:00-16:00 | HPLCBISE = F5SxhEH 1442 1088, 3 @RE

1 3. HPLC ZRAWL- AA D ITEICH (T AT ERME (FRL 22 FER T
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BRRAME
DHBE| | wosmEnmTEmTE

HPLCU AT L: RO (FhHvY EESFSTx
BRANS o sp 8 HSLE

INRL—4—: O—48Y—TN\KLb—8— A7

25 AR T BEMEHI=VE,

1058 ankEESE. EaKES
B Fa—THRESFAH—
205 1050

B14. HPLCZRAW-ADITEICETH2ONRBREER (TR 22 FERTE)

RARH

SEFESE | | 1BE5-Y12600M (BREI000BLA) |

EfFa—T: ARGEFHRT Float-A-Lyzer
(MWCO 100-500) 10 A 400 /#R{K
REERIETHA

B HhT L VARIAN Bond Elut AccuCAT 500/ /#{E
(600 mg / 10 mL)

Inert Sep SCX(1g / 6 mL) 200 /%
B AR/, ROk BT L, OB, R
TSAFYOHE: 50mLEEE. DISMICT)LE—

B15. HPLC ZRWLV= AADITEICE T HEERE (FR 22 EERTH)

2) PRk 2 3EEICKT DR FEAEI
Rk 2 2 IR L7e o 5iE (K1 2) (3T RHISCHIIRE . TR #
BRETBNTYUYO BEELER L TWD N, BT AL 4BV IRLAIAT L &0 )
FMRENSNTEBY, FLETDICEERZRL SN TS LITFWVEE, L0 R
MCZMMCPETEDIEZODRGE LN &0 D, £F, KOMIE TR & 2 HOM
HTRERENEEEDDENOBELRESTZ L L L, FREXN1 61277,
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EHTLE D EE TR

1200

1000
200 : u R
o u BB
400 ! f
s HARB N 59—
200 -ﬁ & .10 FAPAS
Q

g : FAPAS FAPAS
RFrFoTR A7k ER7 st

WERIE (0gfe)

AR /= VBN OBRRAT, EMLBIEDELGLGLTIV:
16. HPLC £ Mz M SHTAICH 17 2 BATME O BEEFE

M160bb0nd X ICENUHEEZ LR T, BHRAABRELZNE T, &
B R TULBEN NI Z LR R Y & B ROITEZ RE D 2 LR bhrolz, Th
X TERR 22 AEFEIC—EHOFTLEERAEIC A ¥ ) — VIS ZBRA L2 L R&E B
LTWdEEXLNT, Thbb, BIMCLsTHRELEI ELTW SR ED
EDFEALEN., A X ) —VICIEBE LIS WO BHITALE O ENT E A RO
LNRMMoT-DTHA S, L LA, BITLIIZ L > TKIBIZARTE720 | KRFH
MESNHZ LT, MEERENME T T 202252 ENTERVT L0, 4%
IXENT LB A BT H Z L & LT,

WIZ, ZOBITIRZEWE LI HIETRT b F v 7 A0 AA JBREN R 72 2306 %
TR LTz, fERZX T 7R LT,

RFECFYTRAD 3

3000
2500
w0
}2000
=
&l 1500
™
& 1000 |

500 | . L é

.

0 500 1000 1500 2000 2500 3000
REPDAARE ng/e

AAEBEDBLREIZI 2-MBA VLA REMEHY
M17. BRUBEERLEAEICEBZRTANFy TRERD M BEST
K1 7%2RTondiolc, ZHWETHONMERHZRTL TWOZ R AA JRE D
RWEER (466 nglg) DA TIT A ZY R ENGONRWZ EXHA L, Z
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NODORENS, AA BENEHWRETIZE V£ D 2-MBA RLETHDL Z LN
Ez N FNFENORLEREHCR L T 2-MBA BE AL 2 I-EBRE21T -7,
FERAZX1 8., 1 9IRLT,

2-MBA BREDRE

. ARTFFUT A (AA, 850ng/g) S AT FUTZ (AA, 1400ng/g)

1000 1500

¢
800 |
oo . 50
1000 - T
3 o0 | E i
b | = *
{# 400 * #
= & 500
200 + 4
0 . : 0 :
0 50 100 150 0 50 100 150 200

2-MBAR B, mmol/L 2-MBAE, mmol/L

AABENABLEBIZIZZLD 2-MBA KR E

18. RTbFyTRHAMD AMRESITICE TS 2-MBAREDRE (1)

2-MBA BEEDRE

SAH. ARTFFYTR (AA 2500ng/g) A KT FUT R (AA, 5700ng/e)

2500 6000
2000 + 5000 |
L3 ol
4000 |
500 | E
1 48 3000 |
1 1000 } {2
= $ # 2000 ¢
500 | A
. 1000
0 : ' ' 0
0 50 100 150 200 0 50 100 150 200

2-MBARE, mmol/L 2-MBAREE, mmol/L

ECFETOAAREZBRETOINRET DLRESHY
19. RT FFy TREBO MRESNIH T2 2-MBAREDHE (2)

B18BLU1 9DFMRMNLLND KL HIT, 2-MBA RED EFIZHAEIL T AA
WREOHHEN EA LT, 20 Z LIFFEMMERIER D oo Z 2 EHR L T
%o LvL, BHEMRESHICEE IS 5 b 2-MBA X 150 mmol/L 238 LR
THY, ZOWREITETIE AA BEEN 1500 ng/g UL EDORT b F v 7 2 LHIE T
RN ERDIoTe, TG OFER AT T 2-MBA £ % 150 mmol/L & Ll
ETHZ bR Le, 2-MBA RE % 150 mmol/L & 7% & KREIZHKFT 5K
Bt D 2-MBA 232 O 1% ORIE DR L 72 0 E & TR 183 ngl/g & RIFIZHEL 725
TLEI ZERbhrole, 18- T, FHEMRIGK O 2-MBA 1% 50 mmol/L @
FELTHZLE L, BEOEWEMRBEHIOWTITREHAK Z AT 5 2 & T
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A EE LT,

WIAZ, ROHTE CTHERAEDEE L il & U CIRE MR ERFIC OISR 2 I8 HE S B 72 04U
ROTRWEIEN D D, T ORMEERIEIZ OO TRBEE LR Z2BE L TWDH DT,
SN E 3D > TH RO SR THEMLEOEA TE 21LT Th 525, BIEE
DM TS Z B SETLE D EFERMEPEE R RoTLE I LW OB
BWDoTe, £ T /NR L — & — R EEFRREEE 2 e < CTH B BICFHF SR T
5 &0 ROSRICHZE RS I/ & L TR a7 v a— Va2 RN 5 2 & 2 E
L7z, fEREZX2 01TR LT,

RERLEAICEIRGHEDEL

IFLFYa—=1L JadLydya—n
10 o
|
" 0 { - ; z /\’I\ ——S0
# o0 e o] V2 1 = T -0
&= & % ———c E B S
BT : = "
20 0
il 0
0 or on LA 3 o on 1 15
MR ol MR,
TEL A~
) f ETe—
it ; R 3
- » 0
B & =30 [AA], 0.014 mmoliL
Ex {/\/4 {1000 ng/g}
70 . A
b [2-MBA] 5, 50 mmol/L
0 oy 1 N em— -
EmE. .~

LEBEROFEMCIYREHELSETLE
20. M & 2-MBA & DRISIZE 1T S EZEIRH LEFI D15 5T

20MMbbnDEoIC, Firx DY =k E O TSR 2 et L7223,
EDOVFH— N RIGHEELTLEWY 2-CTBA ORILER 80%12 & FHE L 22U Vi
RelhoTlLlFEoT, VA—NDOAFLUHENEL 2D EIEEDME T T 5 DI,
R OBOKIERE L 720 . AA & 2-MBA & @ 1A-MINBISICARB & L7 572D L
BEZOLNTe, D ORF G, RLE R IEFIOWE I X 5 78R b RSEAE O fling
LIz Rxs e LT,

FHERACROS %, EARRIE TR 2-MBA A Li-dH &, — BRI A E L
C HPLC OWEHIRIZERMRST 205, 2O, WREZFR#Z LIZ6 BN TEHEL &
FHEME T T 2BR08RO LD Z LIcKff i (K2 1),
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— REOR FFo T A (AARE 881 nalg)

j\\ —_— 3UER
N e —— AA/

— GAYEE
~ - - — — 9UFRE
i~ —A‘—/\/\%‘-A—.— = j
o 10 20 30 40
E¥MH, min

#7354, GLscknca Inortsl Ph-3(p3 x150mm) ; 38, H,0 + MeOH(0.085% H,PO, uiv) ; ¥ 9Tz b7
0% 34,75:25(0 30 min} —5:95(35 45«;}2):;5&253‘2’4%—60 min) ; R, 0.40 mUnvin; LA R, 50uL;
T A ’ -

HEsamse, HrEEaICH2-CTBAOE—I44E D

2 1. HPLC AlEH A RFARZOREBEEI AT NI S L

B2 1T260IEH LTV DI REE— 2723 2-CTBA ThHDH, I DXEH)
TR OB 2 R I L CTA— b 75 —T HPLC MIEA2 T 2581013
M TH D, REHEIR 2 R4 5% HPLC OBRBEK TH Y . (LB DL %
T EI2MEAHE LTHEMAIO Y VAR L EZHND Z L6, AR
BRI DI ) VBRI LW EBREZR A (X2 2)

RHEBRICBT U BENHOFEE

| SR F 2 (AARE 886 ngig) |

120

3 1% ~ e ———
% e — . &
P S TR
; 30 s
2 —
o
o 2 4 g 3 10
$2 AR b
1
129 e e
;‘{: ‘: pr—————— e BN =8 25 3
D @ S 2-CTBA;
- ﬁ 1000 ng/mL
[
o 1z 24 % =
& 0E,

e S RN EBESILELCET
2-CTBADE =RV EHCENTEI-

B2 2. HPLCAIEHMBRICE TS VEEARMBIDFZE

B2 2% Thb»nd & 1T, 2-CTBA FEEFEH M TIX R EEN 2T HED
LT, RNT b F v T AL OREHAK TIX, UV VBRI STV 5 & REHRE &
EHICE—ZHEEPRE LSBT L2, U UBARINSnTWRnEIZE AL EE
LW Z EHB LTz, ZORENTY RS EHER O & 0O I/ER L, £
DERN 2-CTBA EEERZIERLTLEI DTERVNEZXLTND, 2D
DFERNG . 5% 1% HPLC HI7E HRUEHE R IR OB 1T ) A2 N L e v
NP D

ARFFETIZE 612 HPLC HIESRME b HHRE L7z, K2 107 e~ 77 0% R
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THOND LR MERTIIOI AL TH D 2-CTBA oA LB THEFELE —
IWRBND, SHRELAN ESEL720I, TELRTZov—r 20+ L
MEELY, 2O TITEELZWVWOIEL 2-CTBA 7217720 T, ZAE THWTE
e 7Yz MEHTIERSTAY 77T 4 v 7HOIEI RENWICHBETE
D EF A, W Z BRE Lz, fRZX 2 31TR LT,

MELE-VLOR2CTBALIRE S O &4
THOx R o TAYSIF 400N

|
|
LR T | (| !J"*
K 2B/— 5 (OSHERAT) \ \
20 20 60 40 0~ 30 0] _ A < I J N e ‘ )
FAVIIF IR : i || (| Jﬁ N
AT )= ROESHAREN | { R ‘;‘JI
7525 (030 wn| : }’I- | L (ISR i | TR S [
72 28 (030 win) _ij_h;,'\_ By e — )
2039 (0-30 avel S5 | S '! L TR 2 i)
5535 00 - 30 min) ,z;,_f\__ ]-k-‘ \ . /) 2
§0% (2-30 min} [ NN X
L A A 1 J
o 10 20 30 a0
B, min

X2 3. HPLC A EHDBE#&EET

X2 3DFERNDS, BRICE —7 SN TE TWD DT TIRARWA, IEHERE O
ESHLEBELT, 5%IIK: A% =L (0.085%XaEA) 78 75:25 DMK TT
AVITITT 4y I EHTHEE LT,

INDDOMESRMEEFEZ THERT M F v 7 ARE (AA & FH = 1400 nglg) O
FREEL L OISR OBRF 21T o572, FREK 2 412R LT,

RV ROFRERE S U RGHM OB

B, RFbFuT X (AA, 1400ng/g): [2-MBA],, 50 mmol

1800
1600
§ 1400 . |=~mrmmmmnmmnemen R e
~ 1200 REHTOBRKIE
s 1000 [ I 1 *0:5h
W oo | by # ' @1k 121 20 ) 2 B
5 600 | f 3 ¢ L2 THILHELL:
Mo400 Fog
S 20 b5t
o ; :
0 5 10 15 20
BRER
HHBEERRIHET.

BHEALEINEADT I ER DT
24, RSICAVWAHEROFRERS K UREHEEOBKEE

M2 4 OFERND A2 AR 5 2 & THOMEIX R ARSI 2 —D
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GC/MS 1255 AA ERELFAROEEZRT LR L, ZTRETHWTE
72 0.5 IEfE] O SOS R TIESOS R R H e Z E I LTz, B EDOFER G
SBRIIISRE %2 2 RS EETH D &Hllr L7,

I DORERE S LICH 2 TR ORI A I ATz AAJRE ORE HiEZ X
25DXIHITIRE LT,

AARBEEDRTETS &

. MR
 RRRHPOMBEAELE, HPLCEO BIEEH
Ge/ms EDMEBEEVLERELSNEMBNSHS

BROI/—LBHBEEAS/ L TSERR
LB ECHIMEETL, HPLCAIEZ1TS

-

O BAEABLIUSERREOSH AL L2050 UNELSRE, FlC25ERR
BEHRUHPLCHEET

@ SEERBOMTHESMEAOBEMEY20%L EFLVRE . WEEREE
fERLHPLCI B ETS

DFELFQOEBHNELEEDI3DOHHWES S,
RWMI2ADTHEZTORERBOMBELT S

25. HHBEDFRERMY ANz MREDRERE

WFEHERES TR CTlX, 2O X ) Rl i ECARYICZ Y AAIREZ I CEZ 50
b*%ﬁFn%ﬁéﬂZ),uﬁﬁﬂjéﬂf:o LU B H 55 0 b E o TE 229
LA —EZ OFED X9 IZFHE RGOS B RT O fh H K & BeBERIICA IR T 5
ECTAAREZUEL CADLZ L E L, B, TN O EMENRT — 21X 1IV.1.(3)
2) OF1VICFE L, L, e LR zZARETICZEO T LB L T
HPLC #EL7=7— 5'7%;6%&%(1%‘%7 L7=DIE7 74 RRT Ry M2
JTENLSMNTIT & AL AA R Z /DRI 3 2 23580 BTz, WOk
HAEIRT D Z & TGC/MS DFEIZIEDSN TP A, FHIRT 51T EFH R HER 2203 K
EL 57D, K250 AARBEREFETHEVHE LI RN VB LT,

EZAT, ZTNETITHRF L TEMHEROARIL 1.0 g OFRELZ 10 mL D 2
Z ) — VR THRED A X LR 2 EMfh 7 7 2 Bond Elut AccuCAT
(600 mg/ 10 mL) (Zi@iH S, FiEY E) 4.0 mL GFHAFE 1.5 - 5.5 mL) %4
WL T, ZofMETICE T 2FERICISZHE L T a2 amn, 2o
FHAABE TR DIET OO T, BN T X5 7-DICEMME T 7 A0 bR
LTWa gL ®H D, £ 2T, AR LTI Y 2ol s e 7o n0elkl (R
?F?yf%%i@#@hk5)’%bfi ROOREELZHO T Z & THEY

B HARREE S du, BEFERHAAEE S K0 BIRAVIC e D 2 E IR S ivTe, FEBRITER
Ltﬁ%%.26_mbto
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"
2

1100

; 1480 X e rJAL I 028
| |

gt 4 sS4 028
B o (] | :
g i LALLM
PYRN i + ®
g @-:-: ; 3 i LA S ™

T\‘.j. o i

'J--’ S0 e %00 2800
GC/MS (JFRLI T MEfL re/s
RrrFoIX 6 BYAES | 0

0z2g | 0.2eg |

" | ‘ [ ‘1:11‘7 ol N
g " \‘J J.r\J ﬁk L¥ - j b w"‘u‘[tﬂj
RHEBEZELLAREHTRETIEHBESNIBRRRHL B2
M26. MHAMEDKEE

M2 60nbondko, 0.20g OFEEZ 10 mL DAX ) —LHTHREIT T A
R LTI 4y % BRI 4 7 4 Bond Elut AccuCAT (600 mg/ 10 mL) (2@ &
S G UNTH] 4mﬂd%m¢%1&55mﬂ%%EWM’%wtiiﬁ g
RAGIERTNC 5 AR LZHEME Y b, LY GC/MS ICEVEEZ /RT Z &b o
7=

UEORREEZBRAE LT, AUFERECIIRENICT I, RRT FEERAT v b

GREHEZ 0.20 g IZEOEIE, AT hF v T RENV AL D) IZHEHATRER Hik
&LTI27®£5&MEE%%%$LtO%ET@ PTELIR R, PP e
SIHT A MZOWTIIHE WO BIEEKAEIZEIFE L7 b O &l Lz, Zeds, PrEigii,
@%%%%%\ﬁﬁZX%;owTiWEEiDé%uﬁéénfkb\@ﬁﬁ@
OB LERZREE VSRR THHSWO BIEEEZER TETWNWDHZ &%
FRAR L 7oV, ZAUG OB EDFEMIZN 2 8 — I3 0D LB TH D,

BB L= REA & (EETR15ng/g)

e B g& A8 /=L 10mLEFa—~THRESTAHF—ITAN,
CBEBR | osmkesrax

WOASRE, ERESSmLEERLTERBEASL
(AccuCAT, 600 mg/8 mLIZHAEL. 1.5mL-55 mLEIRE

}

" EMEE  2-MBA3Img(S0mmol/L B4 EIME S

1 37°C. MEE 110 mmHg T3S MAH T TREBE. MERI00 mmHg

B g | TIRMMEL. BRCEBUSER 110mmHg ELTRE

i 1 EEBE T F LS mLIZ/BRR . Inert Sep SCX(1g/6 mLIZ
| Elfafd AL TEHBTF LI5S mLT2-MBAZ S H
“'—‘l—‘— FO®R . HBIFL(2%TERER )45 mLT2-CTBAX RN

HPLGRIE |  MMR. K +4%/—LBERI525) 0.4 mLCHARR
_____ W R M & 260 nm TUVERH

2 7. HPLC Z AL = AA DA DS (FRL 23 FER TH)
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A 7E A Z B R

g00— 900 | BAFHUIE: A5/ — LBRERAVTRESH A XE LU O
' gi:fs ] T 1BRE

|

900~ 1000 |@ANE | IVTAUITUUALRHEBHET M

S SRR T
oW [BREL | REORESEEHT WE | guce

neo-wow B & LET 53 TORMESHT 10509

Jao0-1a00 | EAEME AVTATa=LT RHAE B, RE.
—?‘ HPLCRIERA~DHEEMN  2FH

favo-1700  |HPLCAIE  RE1EH:YIEE. 1484 3 BT 38

28. HPLC Z ALV AA R TIRICEH 1T HFTERRE (R 23 £ER T )

RAHAE
MEIBE | 400FMEUNTRETHE

HPLCY AT L: RO (Fhuy BESTSVzUM),
UVIRHLE . /oo xh8—,
OREN i HL—8 h5LE
TARL——: O—2Y—T A \HL—8— AT
= 25 LK T BERMEI= Y.
1058 sapkmReER. EokEs
-

:fl—jﬂ'if:/""'f*f— g
105 M é

29. HPLCZAWE A DITEICE THMNAREER (TR 23 FERTEH)
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RANSE

B HS5L:  VARIAN Bond Elut AccuCAT 600M &
(600 mg / 10 mL)

Inert Sep SCX(1g /6 mL) 900 /&
B AR/ BREK. BEIFIL, OB XE

600~ Htk
TSAFyIRE: 50mLEXE . DISMICT (/L4 —

H30. HPLC ZRAWL= AADHTEICE T ERESRE (FR 23 FERTE)

3) EONE

1.

HPLC & W= B dh R AN ATIED SRR & LT, @Al oL et - & - @
FRRRH (BOGHT) - S840 - BEFIRhH (BOUG#) - HPLC JIE - EfR O & HH
Tl Z R T AR, BRREIND A X ) — VIR Z W THRT U A ZHhi
L, IVvIRARE—RNROA LU RZWA T 2EdmsEi%, A%/ —Vve@dELR
26 2-MBA & OFBRALIS D | BRI T A & T L TEFETE T2
&, PLAHPLCEEE TH AA B OHT AR & 7 o 7,

SRR R AT S 2 & T, PTERH 1 U, E& TR 20 ng/g UL AIIRE

400 FHAFLE ., 1RIEHZ0 O = A b 3,000 ALLTF &9 400 HAE % 2k
TAHZENTET,

(2) /N4 U= 70 AA FHER LR IEDOER |
1) ¥Rk 2 2 4EE £ CTOHTE EiEEE

=70 A FHEER LRI E LT 3-B XU 4-MBA ORI 21T o772, b E W
AMFFEERTH D 3-B LV 4-CTBA Z &5k, HEERER L, Th o2 EEWE & L TH
EIERB L OVERE FIROWREEIT-T-, o, FEMRISITBIT D 3-BLW
4-CTBA DRI 2T, W dh 2-MBA LV FUSHE MR & 2R L1Z, 4
WD TETIE, S OITERA RFERIAIEL R T 2 TETH o722, /N (1)
DEBRDA TE LV B TWo7od, Rk 23 FEIIANREOHRE 2 R L.
PARE (1) ITHESTLHI L el

2) Rk 2 34EREICEBIT A EEE

A/NHRUT AL 23 FERE L 7o Tz Tzd, HPLCIED 72O 12 T2 IZ#
BMERE 2 RE T2 BRI o 7zs, hiE 3 TRAT AN O RIE R DB
1 ITRTD A REKTFNCEET LML 70~ FREBET D7D T VA
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Lt A R 3-MBA DAL AR 2 MiaT Lz CERL 22 4R 5 3 e IC TRE
WHNE 3-MBA 3TV ANT 4 REEEEEMR S H T, %ﬁ—wﬁ%%

TKF) .
WL TAEREZED SHEEZ Lz (KD

E®X1 A LA Z#M3-MBAD & L ERE-1

MnOH
s
FeCIJ s \©)k°"
N 1+}

H;M/\/ " o -
e HN /\/ 5 - n/\/ 2
NHS-Fluorescein 9 i
e )kn/\/ s - S\©/“\N AN A TR

H

SH o
HO. o o
orT an i R,
\/\: - Q o

]

L2l ZOFETIERHOOYANT 4 RG2S E D60 9 £ < i
IR Lo, WU,

T ZOARREIE TO T LA R 3-MBA DAL
M2 TRULTEE DIC3-MBADF A — L% N F UM THR#ET 55 ERNE 2 )
THZ L LT,

K2 TIA LA EH3-MBAD & R ELRE-2

UK

T
g" ‘1\"“"- o oy
L»y TL /"-\ <.\]

<—E§—} ':‘ naco ’JI -J
; j . 5 o i l 'I
% A " Ll L
n.v\‘] R QJ o “v(l _ﬂ,__v »
! !
g 0 .
[@:]-.."..ﬂ ..\,.‘-».“.,.u..\[f.;.«..] l,..-.i\T.m o “,l " I l l J
n 4 > I R
mv.'j-/ IL ’Jr uc--'.r ;ﬂ\
L3 r !T

DA CIXF A — NV EORHEL 2F L D7 2 0B A E CIRIERICE
WIED, TN F LA v OEARNE DB ILE (N\MR) A7 MUk 54
) OREETHERN TE RS o T LE o7, OGS E A T A u~ T T 7 4 —
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TITHENEFHET DF LD ERNHERE TE TN DO TENADL 27 L, K& HIY
ERDONLEMETERZED I, FERIEL b T0%REDIRTERM 2155 Z
EINTEIZ, A e A EROS ST, PRVES TR AL ORERIE RO
PAYE ] TRIZESN7ZPl 3-CTBA U TRM SN DN EMER L& 24, RERN D
EEENBRl SR o T,

3) EONE
1. 2-MBA IZfCI D81 7-72 AN AR LEEK & L T 3-MBA R° 4-MBA Z #aaf L7273, HPLC
HEICELTE 20X, 2-MBA 2 SIRENGE LN o T,

2. W3 TR&H AL OGERIEROBRT | \2BIT 5 A RBEERGFHICERTSHA
L) rua<w NREBRTAEDIZTVF LA AR 3-MBA DAL FE R EZET L
=78, B9 L T 2800k, 3-MBA RIKITE DA o T,

(3) /N4 DI FHEEPH O MERE & A 2k D RRGE

1) “FRk 2 2 FJE E TOMEIEME
S ELPH O RERR & A NMEDORREEIT AA IRE DR s 2 W TiTo 72, B
BREIZIZ FAPAS B (7 VAT T Ly R, BEX T v ) RBBBREETHHE
L TH B -71F ) UREEREY Y, = L CILAMEMETH LI L E— (BR) 2
LIRS AR T b F vy 72 (ARBMOITE X —D0HMEH V) T
bo, AZ 7 —NERNTEN, BILE, FERMOEET D120 ER TR
EAS 20 pg/kg LR &R o2 2 AT, ZRHOREBIOSHT 21T o712, Z DR,
[FIHE 80 - 120% D FAPH TH#r CTE 723kt S & o 7223 IR D2 WEECldi®
Brd 2BCBI A+ B CE 3, BICEMELS 22 (AARR MO 2 —DH|
EMED 10%LLTF) 72 EOMBEARHL N E o7, £12, 1F9 URICBW X7 2
~ NI AHEE = PO LN LIREDFET S, vy POEWICLY Z
BRERERTHLOLMPFMLTLED bONIRIET DT ENHH L, ik,
WAER D DL WEEHZBEA L CiX, /N8 (1) 12-2A 007 MREFBRICL D AA
FHEARDOAH E HPLC ([ K2 0 &b ofEt) (TR Y . s 7 1 % ek ive
MHBAB )= NFHETFTTFa—TREDTA YV —2HNDHIECHVEZLHZ LT
WENZarcE bk rdES T,

2) YRR 2 3AEFEICEIT DI A

5 &P ORETR & B MEDRREEITER 2 24EEEIC W= 3RBHT N 2 (k) Bk
BH2BFZERT S ELISA v O T —v g VHICED -RE (ARSI
2 —DOHEH V) ZRWTITo72, TRHDOWL D2F IV.1.(1). 2) OAFFESEE
BEIZFLES N TV D,

T2 T2 50 AA REREEDORZITHEVE S V2 5SS E T O
R 2 BEREIOIC A IR T 2 FIE T AAREZRE LM RE2R 1R L, #10
O AARESHPLCIESFREXL OD T LaekhbEbnd Lo, mRETIC
BB NEERT ZENTEEZDIXT T, RRT FEERTY Yy FORTH D, A
SSFTEDR L LT, M2 A IR4 5 2 & T GC/MS OIEISESW T L 23, Ay
RT2IE EAERERF AN RE S D720, K2 50 AABERETEIZH £ 4
FLL AN EAHBA LT,
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®1. TREMAMO AAREAE

AARE, ng/g (RSD, %)

HPLC % GC/MS %
R BR%
HIRE
(JFRL)
x 1 x25 x5 x 10
D 62 (3) 381 (15) 825 (23) 1031
RTFrFITR @ 59 (3) 354 (1) 733 (14) 843
® 48 (1) 347 (4) 775 (81) 680
‘ D 136 (22) 168 (35) 279 (57) 526
Contrg
RTFERFvo @ 92 (3) 184 (38) 363 (52) 576
® 51 (3) 193 (18) 218 (25) 1285
. D 681(7) 715(18) 943 (35) 831
7514 RTH
@ 318(8) 273(68) 254 (26) 265
@D 54 (29) n.d. n.d. 30
EX4s vk @ 151(35) 151 (37) 214 (45) 137
® 180(26) 213(48) 211 (24) 159
Q) 86 (4) 201 (22) 817 (118) 428
N J5vyh— @ 132 (6) 230 (44) 667 (44) 470
VAN
® 174 (15) 356 (25) 792 (15) 727
D 439(62) 352 (8) 502 (7) 697 (28) 628
@ 354 (1) 1186 (10) 2122 (65) 2080
MYAES
® 243 3) 608 (18) 1657 (42) 1520
@ 312(13) 1391 (19) 1378 (22) 1300
@  60(15) 263 (87) n.d. 248
ES5AZL a—rRFYY D 280 (49) 139 (48) n.d. 111
@ 242 (22) 204 (33) n.d. 345
) @D 285 (34) 294 (21) n.d. 277
=DFEN EIHAW
@ 80(27) 183 (55) n.d. 206
@D 298 (56) 253 (72) n.d. 161
RE E2:3 ® 187 (38) 149 (54) n.d. 292
® 144 (37) 181 (88) n.d. 168
Q) n.d. n.d. 314
rE [F5C% @) n.d. n.d. 292
©) n.d. n.d. 168
_ @ 195 (56) 234 (100) n.d. 155
d—k—=& a—k—
® 217 (50) 158 (70) n.d. 178
@D  58(13) n.d 120
hh#+ Ja7 @ 5720 69 (69) n.d. 126
® n.d. n.d 28
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LZAT, ZNETITHF L CE M OARIL 1.0 g O %4 10 mL @ 2
B ) — NV TCHRE DA X LIRSy & E AR 7 2 2 Bond Elut AccuCAT
(600 mg/ 10 mL) (Zi@iE &, TOFREY W4y 4.0 mL (FEHERE 1.5 - 5.5 mL)
EHRLEEbOTH S, V.. 2) THBRARZLH1C, 2o TIizsi 55
BRSO LER T2, 2 OFEMAMHBLE CRINDIETOLO T, BNETE
DI OIZEFEFE A 7 A B LTV D RIREMEDS . TV E TO RS B bR
Shiz, 22T, ARNLRTEZY o EEZ HE R0V (K7 FFy 728
KON AL D) IZEALTIE, &MORBEZHOT Z & THEME IR S,
[ AR HALER 28 1 0 Zh RIS /2 D 2 L AR S LTn, EBRICER LR ITBEIC
IV.1.(1). 2) X2 612 -RLTW5DH, TORE, 020 g OikkE% 10 mL DA X/
—/VHICARE VA X LTI oy & B % 7 2 Bond Elut AccuCAT (600
mg/ 10 mL) (Zi@i S8, Fil@ Y B4y 4.0 mL GRHARE 1.5 - 5.5 mL) #7581k
WCHWIE S 23, B RCERNC 5 AR L7ZHEMEY b, LY GC/MS 1T
HERTZERDbNroT,

BT, ARAFIECTRHZE L2 o WriE O A PRI 0 72 8, S E R B BREEAF 78T 23K
i LT A HEEFR R FAPAS (Food Analysis Performance Assessment Scheme) (&
mize (®31) ,

M

RAEBRFAPAS

EEH: ZESHBREMRRN (Fera)
EMEH: ThETIC110HE. 30005 Ll E
FEAE: ARORBARRBICISHE

ERBRXGORERSHFHRERR
<FHilE >

z=(x-x,)/o, *+-2-score
x=SMADWR. =115, o, =B TRE

2] S2THIITHBERMEMESh TS

3 1. HXEEEAER FAPAS mEREA

Fox BEN L7z FAPAS OFRBRTE 513 3032 TREHIE A7 v N TH o7z, RERN
Ry N ThDHbIE, KROoW-RORESE (K2 7) TEOFEERETIILE
MRAERNBONDITTTH D, EBEICONTZ2ITo7o/ER, 23575 ng/g L9
AN JEFE A2 15 7=, % B4 &4 & 72 FAPAS Proficiency Test Report 3032 Tl
ZOREID AN EIEN 260 ng/g THHZZ EMTBENTEY . Fox OHHEN %Y
RETHoTZ DRI, B, ZIMERIL 61 B TH Y | Fhr OFERR=
%7 (Laboratory Number) (%45 TH o7z, fERZXK 3 2R LT,
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FAPASER ¥ (E RS vk) ADE B

EHEEIE RSN TEN THBEANRES i ]

\
-

10.0
o] | HERKZEDLaboratory Number: 45 J
7.0
Sl | S 235£75ne/e
4.0 4
3.0 4 ‘

2.0 1 I 362 ngfg
1.0

0.0 II"""""'"""
10 ’

2.0 158 ng/fg
3.0
-4.0
-5.0
-6.0

2J00s-2

RS llnllllllllllllllll 260 ng/g

BNNSNRSRERRA SR LTS LERRS VNV OUBAIEURAZ SR RBVRY - LRSS 382202
Laboratory Number

E3 2. FAPAS (#3032) IZ&mL-£#ED I IHER

326 bbb L Y2, ZORITEICTEIT S z—score 3-0.5 ThHholmZ &b,
AR CHITE SN HPLCIEIZA 2 b B Ay MZBWTEY 72 AMRE 28 <
eI E T,

Z DOHRERBRICS N L= BE RS2 1 FAPAS Proficiency Test Report 23pf) &
NTL 208, ZOEEOFITIIBNIEB R T i W =5 St s s & hvTwn
%o TOHFMNBAEIOREBRT LC ZHWZHEN ED X 5 e HiEZERA LiZo
PELDIELOEK I3 3T LT,

FAPAS (#3032) IZHBITAAARH 5%

AAOBHFEELTUVERLVDIZE R (045) DH

Acrylamide Detection laboratory number
Ms 011 018 020 030 038 046 053 061
MS-MS 001 003 004 005 008 008 009 012 013 014

015 016 017 022 024 025 026 027 028 029
032 033 024 035 026 037 038 040 041 042
043 044 047 048 049 051 052 054 055 056
057 058 D58 080

UV (260am) 045

FAPAS Proficiency Test Report 3032, p.16.

3 3. FAPAS (#3032) I=&1+5 AAREAZE
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33MB LCEHWTHONEITo 7236 O AR FIEZ, 1FE A EDMS/MS T
DL ENDLND, NS ZHM L7T-0X 8B, £ L TUV Tl L7zDiEFkx DA
Thol-, ZDOREEIZHPLC 2 V2 AA DS FIEN PR P CTHSZ ST
W2 EEARLTEY, AFZETRRZE SN2 J71EM HPLC Z2 AV 72 & 5h AN D554 7
EELTONDNZESR L TWDLONEHENVND I ENTE,

3) HEOHNE
1. AAZ3HTCIS017025 ZHUfG L CW\ 255 = F B (HARM DTz % —) TAA
TR 2 il L a2 L RBFZE TR L7 HPLC & V72 AA 3Tk o
MEMEFMLIZEZA, 774 AT M, A7y O M OIHICFIHTES Z
RSN, o, MHREOREIEEY 1.0g 205 0.20 g ITAEETAHZ LT
AT FF v T RN Al HITINH T 2 [ REMEN R 172,

2. AW TBRZE LIc o HriE O G MRl 72 . B ERBHEREEFJET 28 Fhia L T
A HERRER FAPAS (Food Analysis Performance Assessment Scheme) IZZ&0L .
AA JRFE7S 260 ng/g D E Ay FalBHIRF LT 23575 ng/g &\ 95 T Z RT
ZENTE T, ZOREIZEIT D z-score 213-0.5 TH o= &b, AufF5ETH
FLUTMTEN, A7y ML TIERY e AMREAZES Z ERMfF ST,
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2. 9L TRHOFEAEZNHAREE T 5 A 54 EOHIE]
AT N F v TATIE, 7V 3 — VEREAHIE &2 3OBRE U 7o B M2 00T AN SR
L FHEA E <L RARE L Lo, HWAMEREWZ Enboolz, 5T,
APE T Z SR OB E SR 2 5% E L2 5A 3@ e E IS 2 TRIEHIE T
AN BEOMRAFEME LA CE RS RB SN, £z, A2 F v 7 Bk
Fft&E 2y 7®-IZBWNT S, #EHE, WOLHIED ELH 63, a—kb—IZBWNT
IXHOEHIE DS AA JRIE & OB E < . R & U CRIBEMED R S v7e,

(1) /ML TETAVRBLORT N F v 7 2AOEEWE O 7 ERT

1) Rk 2 2 4R £ TOMNFFE R

5T ABHEIEANZ TN P — 2B LT ARG XU EKER T L, #n&2 7540
FL . &FE AA JEFE 40, 380, 1220, 1530, 2060, 2390 u g/kg DEF L ZAETEL LT,
FLRT b F v T ATIIREE AT 6 D20 L. AA 2 680, 1520, 2110, 2600,
2990, 3660 u glkg OFEEAEY TNV L7z, RIALELE LT ¥ —I2 THft.
A TR L B R v v A OK EER =T L T R LT 50%~100%
DT ) — VKR CROEWEF 2 Lz, R LT ) —ER TOMHNAE
FLWENGHS T,

MZ T, ~FHUPNEHR O~V U BETIHEZRSR 2T 52 & T 15 ot
JETCOBERMNARETHD Z ENghol,

2) ERK 2 3FFEICIIT DS IR
TR 2 1TARETRT,

3) HEROWNE
1. EFARBRORT b F v 7200 0@EWERMBIZIZ~F Y U BiE#%R, =%/
—VEHRIZ L M TIER R B EE LW LA Lz,
2. ~FHURBNEEOFY R E T, BUEBRIC XV ERRABE A ATRETH D 2
LEBLMNE LT,

(2) /WNiREL TETARBLORT b F v 7205 OB ERROEGER L OEOEE
& AN & DO BILRFRT )
1) FRk 2 2 R E TOMR IR
T AREHEIERRIC 7 L7 b—AB LT ARTF R EH L, Thz 7 71 fHe
L. #FE AA 2P 40, 380, 1220, 1530, 2060, 2390 pg/kg DEF /L ZRAEMBL7Z, *
TeRT N F v T ATIIREE 21 6 DI L, AN EE 680, 1520, 2110, 2600,
2990, 3660 ng/kg OIEWEY IV ERHB LT, T OREY L TLEET LR TIE,
80~90% DT & J — LRI THit L, 300~450 nm OWGHIE T, F 7o tHllE Tl
75~90% D =X J — )VIEHRIC T L, BhiEd R (Ex) 400 38 X 0450 nm CTOHIE R
(Em) 600~640nm |23V T AA DALFRIHTE & 0. 981 LA EOFHBEREN G O N,
7o, T bF v T AT, 50~T5% T & / — VIR, 400~500 nm OWSEHIE, F
72 15~90% = & / — Lflit . Ex:450 nm, Em : 560~640 nm {23V T AA DALZER S ATE
& 0.990 LA EOM BRI MG b Tz,

2) FEk 2 3FFEICIIT DS IR
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Rk 2 2 E T,

3) HEOHNE
1. BT AVRIZEBWT, WORREECEEREOE & AN OILFRI AT & 0.981 L1
OFBREN S LT,
2. RT MFyv T AP TIZEBNT S, BOGHIE L #=GHEIE T 0.990 L R & W iHE
BIRE S DAL, AMEORARMEME L OSHTRETH D Z Lo Tz,

(3) /NS T THAPERT M F v 7 A TORGER L O & 5L T ORRGE

1) Pk 2 2 4EE & TOMFE IR

BTG ZRIZTHRT NTF o 7AYo 7 (4 T8, K67 N) B0 Tk
JeRE (75% % 7 — vl 378 nm) La e (50%— % / — /LAl Ex : 450 nm,
Em: 510 nm) & AA i & OFHBIMRENIZNE400.844, 0.978 Th o7z, Tz, AT
LR DY T AR TIXF CERE TH AAMEN R D Z LR b, ERE
THBICEGEELT 7 VT I N E OFBARRZ WMEIC T 2 MENRE ST, N
2T ARBEEORT FF v 727 290 pg/kg IZBWT b [RERIZHIE N ATRET
BHDHTENERTE,

2) Wk 2 3AEEICRIT DR

AR PE L5 SWOGTINE | aOGTIE Stk 2 AT L 7o/ . WORTHIE & AA il & D AE B
REATZ 240 1,000, 0.995, 0.990, 1. 000, EIEHIE & AA i & OFEBEFREIX 1. 000,
0.997, 0.996, 0.998 LHRD TEWAHBENE LI,

T 2MEOAEMA S /RGO T TARME Y Pr—LT 52 LICLD AAE
ALY 70 (A 110, 170, 490, 1070, 1230 pg/kg. B : 190, 300, 700, 1040,
1370 pg/kg) IZHBWTHERRICHRETZ1T o 7R R, WokBlE (s A 75% =% ) —
JUHRHE. 272 nm, B5L B 50% =&  — Ll 360 nm) | EOEHIE (B A 80% =
& 7 — Vi, Ex : 400 nm, Em: 500 nm, #5 B : KfhH, Ex : 400 nm, Em: 520 nm)
&AM & OFEERIL. FAEH 1,000, 0.999, 1.000, 1.000 & Aed T W MEBIZNE S
iz,

S5, MRS TWEBRAIST 2 2> 7 84 (AA fE : 880, 1180, 1400, 1500,
1640, 1650, 3210, 3520 pug/kg) 1ZIW\T, WAKBEE (75%~% 7 —/ A, 410 nm)
HOEHIE K. Ex : 400 nm, Em: 490 nm) & AAfiE & OAREIE. FHFH0.973,
0.987 TH V., WIHOWHNC K DECORELZ T TITHIETE L AR RE S 1L
7=,

£7-. 2—b—5 (AAfE : 190, 190, 220, 280, 320, 440 pg/kg) ([ZHBWT, W
BE OKfhH, 648 nm) | @EHIE OKAh . Ex : 450 nm, Em: 630 nm) & AAfEE D
FEBSIZ, ZHZ40.920, 0.991 TH Y | BWIEHIE L 0 & LHllE D 25\ O HBI 23
DBV, AN EORFHFHEM & L CORBEMERIB S T,

3) MEROHNE
1. BAR54THTEELEZRT NF v P2 T B TRIERIE « SOeHE &
AA B & OAHEMREITZ N F 4 0.844, 0.978 TH V. WOLHIE TIXo0HM BR %K
ML 7p ooy, THREICHNT 21T 5 2 & T, 1.000, 0.995, 0.990, 1.000 &
D TEWHBERGOND Z LR mhoT,
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2. ATy 7 RWAITE XA Ty 72O TH, BOLHEE., FOLHEIE T AAEE O
WA RS, EHAT 7 A~DISHBRARETH D Z L FLRA OB L %
TP AAEDORAFREE & LT T 2 aREMED RIR STz,

3. a—b—HIZRBWTIE, POEHIE & W AOERED TS AME & OB E < 720 |
AMEDARFFMEE & L T O RIREMED RIR S LT,

3. HEREA TR AN O RIE RO

HEETHEEOT VA AKX R L7 E R L O BEHOBMEZHWTT 7 U
AT 2R (AA) OR$EEEA ELISA FIR Y 7 o —F A HUROERL G 5 at L. B k%
WRAE LT, U9 P0 3-CTBA Huifig 2 AT, (DIREWEMICKS, (2) FrEERE 2 6
IRF[E AN Coa Bl O B RUIA L (3) & NBRIZ 60 ng/g (FEXHEMENR 22 20%LLN) |
(4) FIHE 100 FHRRE T 1LRESH - O = 2 B 2% 3,000 HELE, O5M:E1HT-
FLAM 7D TG C AR R R IRE I E 23 FTRE 70 SE /K ME D AA I E FH B35 & ELISA 15 % e
S Te, BEUERRAR (4 XT A —2ua U RT 4 v 7 ) OERICHV 2 AA IR ELFHIX
0.69~500 ng/mL, FRH FERAEIX 0.4 ng/mL, & &E#HH (RSDL20%) I% 1~500 ng/mL 372
B 60~30,000 ng/g BEFIYS T D, A ELISA IEAICEA%E Lz w5 HT 3-CTBA Hiik
1. BEMRLATO intact 72 AA B LV 3-MBA LIS LRV, F7-. AN REEEEEIA &
DR ZZONFRIT, RAKER R bEWT 27 )= LBIXORAXZ 7 U LT I RTE
AVEAVAA D 1. 4% L TN0. 7% Th o7z, YL EDORER I Y | ARELISAEIZREMSHT D AA %
FRRICHIE C& 5 Efim S Liz, 723, Frk 234 10 A 12 BIZ Z ORM#EEH S ELISA
Xy hx £V TZ7UATIREIAFy b & LT3HIELE,

LR A DOREIERELTCA L/ 7~ MEEBBEL, WT7—FT v/ A
B — X (Merck Blue) THEF L7=HiEZH WD Z LI2Lk V., 300 ng/g & 5HFHY OFEYE
AMZHBUICE > TR TE MR GA L/ 7a~ MEZRBE L, BRIZLSHT,
AL/ 7v~ ) —X—HEEICXLY 7 FEEEEE L CTHEBEERTE LTSRS
HH, 300 ng/g BAMFEY OFEHE AL Z R ATRE CTH D 2 L DR S iz, T ORMIBEERLS
AL/ 7~ MEZE> TRMOMMKTICE D AL BEBITHRIATEEN E 9 2
% . 6 FEEH O FEEA 5 [ERM-BD274 Rusk (747 ng/g) . FAPAS-T3026 Crispbread (157 £33. 2
ng/g). FAPAS-T3025 Biscuit (322%61.1 ng/g). 1% 5 UZSHE NFRI-AA 001a (560160
ng/g) . ERM-BD272 Crispbread (98090 ng/g). %9 LA % NFRI-AA 001b (14907 350) ]
BLOHBEOETVINLART hF v 7 2[D (6300ng/g) @ (2400 ng/g) .@ (1600
ng/g). @ (880 ng/g). ® (590 ng/g). ©® (470 ng/g) ]& AW THFE L7z, HEZ
ADYTFNRERZ 70~ ) —Z =2 X0 EEIL L CTHAEERTE (—aliED ik
M E L O Tukey 72 5 CNZ Dunnett DL EILER) 21T 724 R. ZOMEmRES A L/
yu~ MEZEYDELFO A ZREKRFICHREFTRETIEd 525, AN T 5
R FRIE (300 ng/g BAnFHY) CAEMERMEELRT M F oy T ARTKT DM TR
. (£ Z4 560 ng/g BEL V880 ng/g) NE/p-> Tz, ZORKIZEML~ NI v 7
AP LRSI, B~ N v 7 AR ERRET S -0, AR e "
R L CHIET AR EORRIBFDBPMLETHDL, £/2, bLLEEM~Y MY v 7 X
DB L SERITHRTE R WAL, FEEMIIKTOARA L 7 v~ MEDEH
PEIZEALTREM I E ORI TIRMEZ R T 2 MNEND D,

(1) /R4 TAA ISk D HUA D ERL)
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1) Pk 2 2 4EE & TOMFFE IR

Wk 2 1AL, A THEOT YA sk v il U= suEF s L O s O )
WfEZ T, AA ORISR S ELISAVERAR U 7 v —F L HUIR O B 720 VERLUG 1 & fRt
L7,

FTEDICTHERABR E LT, 7TEEO AL FHE /AR % KLH (keyhole limpet hemocyanin;
AHVHANETT =) ~HEKESE TR LZaER UL TFToO~®)

@D CH,=CH-CO-NH-KLH

© CH,=CH-CO-NH- (CH,) ,,~NH-CO-KLH

@ CH,=CH-CO-NH- (CH,) ;~CO-NH-KLH

@ KLH-NH-CO— ¢ —3-S— CH,~CH,~CO-NH, (¢ (Z~_v ¥ BE2F#KT)

® KLH-NH-CO- ¢) ~4-S— CH,~CH,~CO-NH,

® KLH-NH-CO-CH,~CH,~S—CH,~CH,~CO-NH,

@ KLH-NH-CO- ¢ —CH (CH,) -S—CH,~CH,~CO-NH,

WCEVEAEY FBLOUYX (1HEEAORERICOETZNLEN3P) 20 L (%
EAR Y a—ViE, PIRGREO S & 2 B X 4 BOBMGEEZITV, R&BINR
D 1EB%ICEERM) | IEGRENS 5, 7, 9 EEEICEER HERIL L g g
OPEIMGZRE LTz, ZO/RR, VHFBIOCELE Y NIWTHOT A DR
BRI L CHPURZFEA L2, BF y OB XY X 0P i b~ CH
BRI B TE o T2, £7, R UEMWE CTh - THHIURIMMITMEAE Z L IZKE
RN iz, UM ORREZ T FHEOGEFIZONW TR T oL, &
LT WA ORI TITIRA I LRI 77 h—Z#E L b b E VI
DUV DIZH L, BIOTHA > OGERTIEPE iR H 2R T — 27 122 L,
ZO%IBIMGE L CTH HMIEED Lz,

FFRO PR THE O a7 T B ORI KT 2 HUiig 2 v Tl /iR (2) TAA
FERERDOBTE] OWTRELEZIITLCEBEL, GOoNT-REROMEEND HIE
&3 D FEARE SR W RE AR PURMERL G IBIC OV THRAT L7 R, SR & LC R
D @KLH-NH-CO- ¢ —3-S— CH,~CH,~CO-NH, (3-CTBA-KLH) % F\ % FFiE0 i T D Z &
WS LT,

ZORREZ T T, @D 3-CTBA-KLH Z @RI HWT 5 OB (w7 X,
v M, EAEY M UFFX X)) 2EEL, MIEFOH 3-CTBA HUIAR I 4 FRHF
MIZIBEA 92 Z LI2 X D T 3-CTBA LA K b TERoT W B FE R L OB R4k
RO NNCERMOREM e E2 BT Lz, TOME, RbEW oKz 5&25 7291
RIEZEDFIZ DX THY (PER2FHICTLY) | BINREREIT3 ~4E, &
I IR A& B MG EO 1% ChH L Efmaint (K1) . £, Z0XHic
LB FHmiE X, 07 L CRGET & 525 L 72/ iR (2) TAA 5ol % DB % |
DOREFRBFEDOFER LV | 3-CTBA T T D4 EIE L T 7 ¢ =T 4 — LT+ mn
FEHWRFUAETHY . 2o XHuiE 2 U7 M#EES S ELISA {EIXEHKEICE
BT D Z LRI ATRE &I S AvTe,
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—— ) —— P N2 ———pY XY
mome DY 4 meomeJHF G meome Y G

il L DRI-CTBAIR I F B

0 7 14 21 28 35 42 49 56 63 70
mafZHEORABAY (8)

X1 HXH 3-CTBA HLiniE D Sl

Rk 2 2HEICIX, A A 7 a~ MEBRBEHIZE 7 a—F PR O §tE ik A&

7oo 2 1 FEOMERIL, ~ 7 AT U FITHAT 3-CTBA TR T A HLAEN T
SWZ ERRLTVEDN, —RRMANS L ERSHORBRNOL, f L/ 78~
MEZIEFRY 7 a—F APk bE /) 70 —F AHENET 5720, AADA L
n~ MEBIFRA E LT~ U AP 3-CTBA £ / 7 0 —F VHURO BUHIZ B %2 THRER L 7=,
UL, FERMIIE, o~ UAE /) 7 a—FAduRiZ Bt v SHR L g L
T IgG ¥72 W OIMli URFEDT 7 4 =7 4 —) KM 2HHR< | HEREAYIZ & RIS
LU XHURICE > TV, A A 7a~ MNE~DOE ) 7 a—F VHRORH %
WLz, 76> C. MBPIEHA &/ 7 v~ NMEDOBIIZIT VX OH 3-CTBA Hiik %
sz e L, Zh EoHiRfER I fThARnZ & & LT,

2) Rk 2 3AEFEICIIT AT E M

AN TIEF OFURMERITIEIZ DWW TR, Rk 2 TEE (B THEEOT A 2k D

TR L O 5 FE OB & V72 ELISA IR Y 7 o —F APk oE) B X OV
2 24E (A &/ 7~ MEMBEHO 3-CTBA IZHT 5~ T AE /7 02— LHiko

i

) ZUTTNTORREZKTLTEY ., Fk 2 3EEITE T HHEFRIT 0,

3) EONE

1.

AMBIERDELISATEB LA A/ 7 v~ MECHEAT 2RO /ERGELE LT,
7YX L DB 3-CTBA FUik O /ERL G 1 & BHAS L 7=,

3-CTBA-KLH IZ X 2 U W X D@ g A - ¥ = — ik, #lEIeE (0.5 mg/ v H %)
D& 2 MBI 374 BIOBEMAEE (0.9 mg/THF/[E) 24TV, K& BINE
BEO 1 HAB®%ICERnLT 5,

O PUMIEIL 3-CTBA IZxt T 2R L 7 7 4 =7 ¢ — DRI+ DITm N E
RW7e ik cd o7z,
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(2) /NERRES TAA S E R OBR% |
1) Pk 2 2 4EE & TOMFE IR

(A) ELISA %

Wpk 2 1AEEIZIE. ERRo/NRE () TAA ISk 250 /ER ) (2 H O PR
TR LI TEEORERICHT 5 v FHmig a2 AT, £ 2o ELISA HHR
(B 21X 3-CTBA-BSA) % 1 pg/mLiEEICCa— R LA L/ 7L — b ET, 9. #L
MG OHFAR M ZRJE L, PriiF i +a2 M oOENFET 5 Z L 2R LIEdH
L. RIZ, FNFNDT YA IOV T chequerboard titration VEIC XV HiE s
(CTEDHEFEVa— MUFRE L TX 2 aWImiE A REROMA TR %
WREL T, 7THEORNERZMANHEL LIz, FHERTREDRBEREAER L,
HAERE 23 T&E 2 9 PR 2 ER T 2 720 OFRT V1 2 ReT LR, B
@ KLH-NH-CO- ¢ —3-S— CH,~CH,~CO-NH, (3-CTBA-KLH) DT A U Nix@E THDH I L %
RWE L7z, 0%, A DD 3-CTBA ~DOiF BRI S (3-MBA SR, SUSNREE,
POGREH 72 &) 36 KOVELISA DRSS (—RBOG, ZIREUS, BEREIS72 E) 129
WTEEHI 2R 21TV R TORMZ BRHEIE L CTRIEROBEZ T T L,

ZOXDITLT, FRk 2 VREEPIT, /RS () IZFE#E o ¥ 3 F 4t 3-CTBA HLiig &
AT, (DIEAEWE ISR, (2) FrEEREHE 25 6 K LA T o 8t o 3 2R &
2 (3) & FIRIZ 50 ng/g LA T (PR R 722 20%LAN) . (4) M1 #E 100 0 FF2 AL
TIREDH D O = 2 B 3,000 HELE, DS % 7= 3 2>t TE K
[ IRF 0 7 3 AT RE 70 SE K ME D AA JIE R P BE3E & ELISA VL& fif N0 L 7=,

BEHEAR (4 XT A= P27 ¢ v 7B OIERICHW S AA JREEHIPAIX 0. 69
~500 ng/mL, M FIREIZ 0.4 ng/mL, & &&iHH (RSD<20%) (X 1~500 ng/mL T 72 H
60~30, 000 ng/g BMFHN TH Y, BIEEZE LA ER T T 5,

A ELISAMEIZER 9% 7 41 3-CTBA HLilik. FHER(LATD AL 38 LTV 3-MBA & 1%
FOS L7, £70, AARIEFEUR & OLRERISRIT, RERICE R Kb mWT 7 n
ZMIABIORAZZUALT I RTENLILA O 1LA9B L Q0. 7% TH-o72, LLED
FERMND . AREETENFO A ZRROICHETE D LM,

(23] ¥k 2 2 EEICRB W T, SRSt ARKAER AR A BB HIZ L - T

AT OBV MAE LT, ATV =27 POREEZILSHERICETL, BT

AA DR 18 1T 7o B D AL A DAREIZE - H 72 D1, EFL D AAJIE FH I H25E & ELTSA

1 (22l - R - ZRRERRE RS ATRE) 2% v MET 2 7 I 872 Fe it &

fTotz, ¥ FOWERLEFE (3-CTBA-BSA 22—k LizA L/ 7L — b, BERE

B D AA BEHESL . 3-MBA, #T 3-CTBA HUiR, Ve, BEFRIEARIL Y % 16 HUik,

PR VB 70 &) Ok, WE, BEM., BLXOWEMOGEENESE, v M2k

DIR—=T p—< AT HEMENT — X 2 EHET 2 LI MO SREEZ R L

THx v MbZEER LT,

B) A1 /7~ k%

Tk 2 2FEE LI VRVMATAARA &/ 7o~ MEOBERETIX., BEEE FRE
100 ng/g & dh & LCTWRL 2 14T ERAS L 7= ELISA Fl 7 4 45T 3-CTBA Hiiln i & v
T FT, v FEEFKICLOHAA L/ 7 a~ MEOREE A X — LT,
Y2251 3-CTBA i x4 =2 v A %A@%{¢£¥ﬁﬁk§ﬁ$%%&55f:&)&:\ Wi 225y 18 38
LODEAE 7 B~ MZ LV Tg6 757 ¥ a v 2 MR L TV, FEORRD A L
Vv a~ MK SR, HIE T A o~ 3-CTBA-BSA DB A&, FifkD o am A N
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WAATO pH, Ao v A NAEFRT 2 HUROIRE . FEFRIE O BREE B 1E A #/7wﬁ
Nt OPNEREFE 72 IOV TERIRFH ATV, S 72 0 E R 25 Lz, JEICE L

CITFNVRE (FAVDRS) FA L/ 7~ b — &~%%%%mfﬁmmb\a
BUHIE & P TRl 21T o 70, AABEYERRIR 2 W7ot (BRAER) OfERIZ. 77 &~
%R (A EEYO) O 7 FAMELZ 100%E Lz & X, AA A 8. 33 ng/mL (500
ng/g YY) T 80%D T 7 FILIRE . AA JEIE 16. 7 ng/mL (1,000 ng/g & FhAHY)
TO5%D Y VT NABRE L 7 o7 (K2) , HEHETIX, AAEH &2 500 ng/g B
MOLET T U IXMBEDIT-ETY & LIEEARMTEI, 1,000 ng/g BMFHYIZE
WTIELHTE-& D L LizEaRmcaE (K3) . 372bb, BlETELETER

FRAE X 500~1, 000 ng/g MMM THY . BAEL T HEEIIT IHED el

AARREE R 8.33, 16.7, 167 ng/mL
=500, 1000, 10000 ng/ g & 12
A EHHM30min

g

g

g

g
|
|

AT INE1005ELI-REFE

.

AATO R (ng/mL)
2 AonvA REEFR T Y5t 3-CTBA Huik % FHv 7=
M A L/ 7 a~ MEICK DIEHEHE (n=6)

0 ng/mL =
0ng/gRAMIES

8.33 ng/mbL =
500 ng/g RS AE K

16.7 ng/mL =
1000 ng/g B B8

167 ng/mL =
10000 ng/g B 240 4

X3 &Aoo NEER TS50 3-CTBA HLik %2 /=
M A L/ 7~ MEICKD A O
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ZZ T, BavAd NMERNKEZRAWDLA L 7 a~ MEOKET v 7% B LT,
O UHXHI-CTBAHUEZURD 1g6 7T 7 v avinb T 74 =7 4 — kR LT-
FrRUR~ER

@ YXKRUZv—FHiEoF M

® ~URARE/7a—FLHRoR A

R EEE LIz, BETORER, OOREER L 7= v ¥ 5t 3-CTBA HifkZ i1 A
Jrna~ MEF, 1g6 777 v arERAVESEE L0 LEEME T L, 10,000 ng/g
BWHY TLOBAEDB LN RN oT, QOYXRY 7 a—FAfiflxEHni-A L/
sa~ METIR, +0R3 7T NVREEZR/LZENTERrol, £, @D~ T X
E7a—F PR ERWEA L 7 a~w NMETIR, 77 7 %BOY 7 FIViEE T
R L7223, 3-CTBA & OBEA RIS A o s, #HZ WM& L,

FROLBY, emv A FEHRLZY S FH3-CTBAFURIC L 510 L 7 u~ ME
DIEEN 2 TII R o T-0O T, RIZ, &avaA ROV IZ Fluorescein
isothiocyanate & VN THOGIRR L 7= v ¥ 40 3-CTBA HUAIZ K 0 RE T v 7 ORES
ZiT o7,

Excitation gD /N RNRA T 4 VX2 — %335 L2 IR & emission IED B v b
FT7 7 4N EIREEE A WTEIC L v a0k a2 R L7oA5 %, 500 ng/g B AhFHY
NEGHE TR TH -7z (K1) .
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0 ng/mL =
0 ng/gB @8 %

8.33 ng/ml =
N 500 ng/gRGHEH

X 4 8% YCAZEEE 7 W S HT 3-CTBA HLik % 7=
MEEia A L/ 7o~ MEICKD A OB

Ll RNy 2779y FOFENELS, AEETOREICRETE hoTo, T
TRy I 7T ROFEMERBT 5720, (1) EREBYV DA L 7o~ |
EZAT o T d L iR O I BIRZ R L TR RICFRAF T 2 SRR EUA 2 BE Vil
T {5 . @) AL/ 7 MEEZHb-TTryF 7L TEBLZLIZLYH
ST D a0 B2 ST (X 6) | eEOREtalAlc, MGkELE D
Ny 7 770y NORBIZH DREDRITL > T2, RIELIRESEITITE S 2

27z

L

EFHY

5 VEERIE O g
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JovF i JavFoIHY

0 ng/mL = 0 ng/mL =

0ng/eR MBI 0ng/gRMIAH
1.67 ng/mL = 1.67 ng/mL =

100 ng/g B Ml % 100 ng/e R A tH &
833 ng/mL = 8.33 ng/mL =

500 ng/g R G182 500 ng/g R MMHEH
16.7 ng/mL = 16.7 ng/mL =

1000 ng/ g8 1 X 1000 ng/g B ShiE 2
167 ng/mlL = 167 ng/mL =

10000 ng/g R SH1EH 10000 ng/gf ShHE 4

6 T uyXx SO

2) Rk 2 3HEEICRT DRSS

(A) ELISA %
(23] ¥k 2 3RV TIE, SRStk AR PR BB HIZ L > T
MMBIZAT OBV EA L LT, 5 AA BIEH RS S ELISA %> @ Single-Lab
Validation 3 X O Multi-Lab Validation Z#FEfiL7-, F7-. ¥ 2 34E1 0 A
1 2HICZOMBEFAELISAXy N2 £V FH T727UALTIREAFY M) &
LTHELT,

B A2/ 7v~< bR
Wk 2 SAEEIE, K2 2EEICRIE LA L/ 7~ bME GEE TIRE 500~
1,000 ng/g BSHAY) O 10 EFKET v 72 HIEE LT,
O JrFHFD A & 3-MBA & S &8 T 3-CTBA ~FEMRIL L= & k2 2
FEEIERI L7~ 7 ZHL 3-CTBA &/ 7 u —F AHiKE A LA L Y —
v N1 T A& UT 3-CTBA % iEfE 4 5 ik
®© TAREMHHE S F 22X 0o o AN A EEERE T D B
® #Frl-7eikA L LT, 3-MBA-Fluorescein Z 7= AA JEEERIERI 72 S 7 /Ll
B A 52 % I E R DREEE
@ Y2 2FEEFEICHRFF L& a4 F (FHE) B X Fluorescein
Isothiocyanate DIXHOVIZH T —F T v 7 A —X (FRfa, FHa, BEaihl)
W TR Z T 2 1k
® VI FNEERE DN EbE ERTE DM TS SRR A L 7 a~< b
FHRIE & 25 D BA
Rt Lz,
TS DRRETEAT o TG R
QOBFHZHDOWTIEL, v AFT 3-CTBA £/ 7 B —F AHEE WA LV —
R T AR EE D 3-CTBA & E \AVIC A - [FIRTE T, sl LeroTo,
Fo, BIRED 3-CTBA Z W26 CITRERRE I NTICHEEY L,
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@IZ DWW TIE, ISOLUTE ENV+ 10 mg/1 mL T & (NAFZ = « Py U I5R)
IZ X DETT, % AL OKEIKR (BAER) B 7 LB WHEERZR L, £
T, XY REE® ISOLUTE ENV+ 100 mg/1 mL 71 T A% W THRE Z D 7 F5 5.
9 90% DI ZRIZ T 4.5 5D AA BME A R CE 72 (K 2) . M HEEZ BARRIZEH
B9 4uiX, ISOLUTE ENV+ 100 mg/1 mL 7 7 A& a7 > a =7 (JEK, 300 uL
D 100% A % /—/L T 1AL 300 pL OFFERUKT 2 BIYEE) Licdh &, Y% AL DK
WK 2.5 mL 2 10254 LT 250 uLF2oZ2 10RI T LT FI7A4F5, 10T 7T
ATHTEIC I oMEL, 2.5 nL OE2EET 774 3T 5D 10 43 OB & 7>
T 5, BT, BT LI LTEEZD 250 uL D 60%A % J — /L2 4 [HERMNL,
M ZRHT2 Q0ul FToDT7 T 7 v a2

#* 2 ISOLUTE ENV+ 10 mg/1mL 77 A2 & D AA OEHE

o5rvay | MEE s gy | TR M
(ng/mL) (ng)

RN AA ZKIRIR 10.0 2.5 25.0 100%
FiEL 1 &R 0. 25 - 0%
F@ED 2 EERFALLT | 0.25 - 0%
F@EH 3 EERFLLT | 0.25 - 0%
FiEH 4 EERFLLT | 0.25 - 0%
FiEY 5 EERFLLT | 0.25 - 0%
FiEY 6 ERERALLT | 0.25 - 0%
Fi@o 7 ERERALLT | 0.25 - 0%
FiEY 8 ERERALLT | 0.25 - 0%
FEY 9 ERERALLT | 0.25 - 0%
FWEH 10 | EERALT 0.25 - 0%

WHE 1 iE=mPRALLT 0.25 - 0%
W 2 75.5 0.25
- 22. 4 89. 5%
3 14. 0 0.25
W 4 iEwmRALLT 0.25 - 0%

10 ng/mL AA JKIEWK % 0.25 mL 92 10 [BIZ43 1) T ISOLUTE ENV+H F A~ L 7=,
WHIZ 60% A Z J — I X 0iTHo T,

FEWNT, BT AA KR (BRAER) oD DI 4 FEHOEHER S (ERM-BD274 Rusk
(74+7 ng/g) . FAPAS-T3026 Crispbread (157+33.2 ng/g) . FAPAS-T3025 Biscuit
(322+61.1 ng/g). 1¥5 UZZE NFRI-AA 00la (560160 ng/g)) BLOEF /LML
RT N F v 7 A (465 ng/g) DR Z W T ERROFIEICL W RfEEITo 7 & &,
AE S 2 VL A ARSI X — OB ITEZ & S HEH U 72 B E I %
L C 70 80%FLE D [alX =& (ERM-BD274 Rusk 1% 78. 2%, FAPAS-T3026 Crispbread I% 84. 0%,
FAPAS-T3025 Biscuit (% 80. 0%, %5 UZ5%E NFRI-AA 001a (X 72.6%, ™7 FF v 7 A
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1% 68.2%) TKEE 3.5 4 fFDEMENER SN,

®@ oI 1L, 3-MBA-Fluorescein O S Z FH RKFICKHE L., PED
3-MBA-Fluorescein & AT L CiHE A ATV, JUE L ORISHEER RT3 7 W
X5t 3-CTBA HUik L I3t Lo 7z,

@ODNT—FT vy 7 AL =X (e, Fta, Bl ) 1T X DHUERE T,
Merck Blue (Merck, Cat. No. K010; “F¥JRifE 104 nm) (2K DRSS L <.
300 ng/g BIMFHY OIEHE AL TT 7 U 7 X EDICITZ- &0 & LEEENERICEK
STHERTEZ K7 , £, Y FAlEsA( L/ 7a~ ) —F—dEEIC L
DEMEL LTS E . AEZEME (Tukey 33 LT Dunnett MEZE LI, n=5, A B /KU
5% A7 T %R E 41 (1,67 ng/mL (100 ng/g £ 5 AH24) . 5 ng/mL (300 ng/g
AWFEY) . 16.7 ng/mL (1000 ng/g BMFHY) . 167 ng/mL (10000 ng/g B mFH4))
EDOMTITo MR Y, 77 7% E 5 ng/nl (300 ng/g BAFHY) ORIZITA
BENEOONZ (FF 7% E 1.67 ng/mL (100 ng/g &M FHY) ORIZITAE
ENRED SN hoT) (HM8) .

0 ng/mL =

0 ng/sB MY
1.67 ng/mL =

100 ng/g R &AHEE

5 ng/mL=

300 ng/sBAmIAY
16.7 ng/mL =

1000 ng/s B fhiE &
167 ng/mL =

10000 ng/g B M

T T —TT v 7 AT Y XH 3-CTBA Huik %2 FH 7=
MEEHAA L/ 7o~ MEIZX D A ORI
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mAbs

35

307

bt

201

ANERE O ng/mL ALERE 167 ng/mL AAERE 5 ng/mL ALERE 167 ng/mL ALERE 167 ng/mL
8 WT—TT v AEF Y Y FH 3-CTBA fulk 2 A7z
WAL L/ 7o~ MECK D EEHRR CEBME £SD;n=5)

GODRFHZ DWW TIL, 1 & 10 J7 FHFREE O JFkF B T & PEN I HE 72 K b 8 5 1 E
w7 N A TEIEEZET L (K9) .

X9 YekpiAL 7o~ NAAESRD g N2 AT

3) EDOHNE
(A) ELISA % [&%]
1.  AAE MBS ELISA % » R @ Single-Lab Validation %%k L, BAF72
AER AT,
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2. AAIE I #ESEA ELISA %~ R Multi-Lab Validation Z %M L. B4fF7okG
Breigi,

3. MEEBA ELISA Xy v &2 [£YFH T7Z7UATIREIAFy b & LTHE
JL4 L/fk_o

B) A&/ 7u~b%

1. TISOLUTE ENV+ 100 mg/1 mL 7 7 AIZ & 0 EEAER Sl R o D AA 2559 75% D [F]
INEEC 3.5 fFIRME T & 7,

2. HI3—FF v 7 A —X (Merck Blue) IC XV HIKRAZEHTHZLIckb,
HHRIZ XL - T 300 ng/g BALAHY OIEHE AL ZREKRTFICRETE DA L
o~ MEEHE L, £/, Ao/ 7~ ) —F—HEE LY 7T mE
ZHEAEAL L THBZEBRE LT RIZBW TS, 300 ng/g BAFHY D AA K HIA
THETH - 7=,

(3) /INiRREA TAA ZE RS ~DIH )
1) Pk 2 24 & CoNF RS
(A) ELISA %
SRR 2 1EEICBWTIE, NRE Q) TAASERIER OS] Ik oL
ELISAVEIC R O . AFEEHORW (RT7 N TF v 7R, BERXT v b, DOAED 1T
UZE) OKRMEIETICE N5 A EEZ LC/MS ¥ (R RE RS ZET I T
HIE) 3 X OIS ELISA YA X 0 RIRFAIE U, JIEMEOFHBEMZ R~ 7, miE
OPEMIXE < —F L, R*=0.99 O RAFRHEBENEO N, THORERIT, A
ELISAVEIZ K o THER DA T L REDOEFHTE 2 MRERRENIGEON DL Z &
ZoRE LT,

Wk 2 2T, Rk 2 1 FEOREESFEIC TR A3 T 7o FH (DAL HIEER
fnt TV B VTR ELISAEIC K D EEO YA MGET 5, @25~ MY v
7 AGO AR ZBET D) [COVWTHELZHEET S L & bIo, RlEEOR
fn O A 2 REd 27201220 B ORIV > T I OWTRIEZ1T - 72,

FJ. ARELISAVEIC X AMEMEOZ YA FREET 572912, 5 H D AA FEEHER
(MﬁﬁE%E%iUmmsﬁm#/7w)@Maﬁ4%$mﬁm% ROk BB
NSHEAFZEET (LC/MS) 3B X OVH R aHrt o % — (GC/MS; AA 74T IcBE LT
ISO/1EC17025 MOFRERED) (2L W HIE L., T2 ORIEM % 783EE & g L= (3
3) o 7B, ARELISAVEF 1 ENC & 3HEAEZITV., ZhZx HAZE % T 3D IR
LHEELC, ZOVEHEEREME Lz, 72, LC/MS TiE, 1 HOHIET 1 ADH
Hiz 3EHEVIELAEL, ZNE2 2L CTHE?»S 3E#HVIELAEL T, 20
EEME A RIEM & Ui, 223 OfERIT. AR ELISAEIC X 2 HEM NS RREE (CF¥IHE)
LR —EL, EROEHRIITICEDMEMEE S XSHET L AR LTEY, K
ELISA VEIC X 2 HIEM D Z YA FHEBH L T\ 5

50



#3 ELISA I il & #4825 45 A T 8 il oD Fr i

GC/MS
ELISA LC/MS
i - N (AAREMOT
N SRR (FRoK AERL R FEHT) (Frok )
AN FIEEYER dh —)
(ng/g) ) ) = = ) 5 - = 5 ) = =

WEME  |[WEM/FRE| WEME | WEME/ZRAE | WEME | RE /R

(ng/g) E5 (%) (ng/g) B (%) (ng/g) (%)
Crispbread* 157 143 91.2 140 89.4 140 89.2
Biscuit* 322 344 106. 7 294 91.2 290 90. 1
Crispbread#* 980+90 969 98.9 846 86. 3 870 88.8
1E D UASTE asotek 560160 783 139.8 473 84. 4 530 94.6
1E 9 UASHE btk 1, 490350 1, 691 113.5 1202 80.7 1300 87.2

T, BIORIY | AKRERSHAFIEAT O LC/MS (2 & D HEM & B AR
' Z — D GC/MSIZ X AHIEMIL L < —B U AKX S HEAFSERT O LC/MS
HEMFIFEE XL B2 LN, 22T, HRAEHOME ZRIFEEO 5 SHEND
2580 H (BEA7y b2, HHERHE Ry b3%E, 7T v —2% oA LE I,
BN R—FY, a— Rty s, a—rT7Lb—7 HIFHE, v~ v 2R T b,
KT RAF I, ZVrF 774, FIFAR, Bk, aary, 79y r7Faal—
MBEEJE. BT, 130 UAAE, ALAZE, AZE) [TH°L., S H T & IZELISA I
EE & LC/MSYEIC L2 MIEME & OMBEE TNz, ZORERIZIHB VN TE ELISA & LC/MS
OREMIF L —FL (F4) | WHEBITILR=0.99 OMBERFED = (X 10)
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F 4 KELISAiE & LC/MS ¥ (kRS HAIIERT) 1285

AR A 5L 25 &k B O AA & A SR EE O Bk

52

LC/MS ELISA Mean=SD
R £ 5 D i FEA R (ng/g & (n=3)
DDD) (ng/g ﬁtﬁ'ﬂ)
E25 v b AfE IINFE 182 206 =+ 30
B 25w kB4t IINFE 171 186 =+ 41
| ¥
l:“; fyﬁi # hE nd nd
t;fﬁ/ﬁch ot INE 164 192 =+ 15
E;Eﬁﬁi " - 75 92 + 15
7 7 v J1—E %t TN 34 47 £ 7
Nz —2 55 —F Fh INFE 410 359 =+ 115
Mok D TN 243 306 =+ 21
N INFEE 49 nd
K= INE 28 nd
a—AFw T | OB ATL 93 103 =+ 28
a—rT7L—7 | EHbATL 19 nd
£\ R BF PS 99 125 =+ 25
v v vaRT h SR TE 2 43 33 £ 9
KT M AT v SRk 2 2031 2296 =+ 283
TJLUFTIA SRk 230 208 + 9
FIFAWR XoFNY 162 110 =+ 30
B ILHEW 151 246 + 89
aay V=] 178 169 =+ 92
TSy s Faal—h V=] 134 115 =+ 78
e S KE <6 nd
JE5F K& <6 nd
x5 URE ARHE 303 365 =+ 40
AL RIE <6 nd
TR IR TE ZKIE <6 nd
nd: not
detected




3000

2500 | y = 1.1188x
R* = 0.9932

2000

1500 |

1000

ELISAY> 7L AIE E(ng/s B &)

500

0 500 1000 1500 2000 2500 3000

LC/MSH T ILAIEE(ng/ e B M)

X] 10 ELISA 7% & LC/MS ¥ (ARK Bk NS tbmF2ErT) 10k 5
AR AL 25 S H o AA & A R E M OFEBIME (n=3)

PLEOFEFIT, A BLISA I X 2 HIEMITHE R DO OB L D HEME & K< —
FL, HEELEWVWI E B2 LTS,

Fiz, HERSRET A HRESONE ZRENRES I5HE (K7 M F v 7R,
KT NAFw 7, 774 RKT R, EATy R DOALES, a—RAF v TR
7. FFFAC, BIFHEE, S X Ty s B, EX, 1FO LK, 227, a—k—)
V&DLﬁ\1&E%t@f~ﬁ~@£@55ﬁyfwéﬁﬁb\%2%i@!2@

A LIAEEIC LT ELISA LB O ORI EM Z i+ Z 212k, A%y FoEM
i%ﬁm_ Rz, ZORER., BT N F TR KT MR 774 RKRT

M BERXT >y b, DOAES, a—2RAF v 7 FFAR, 1395 URICEL TIEELH
RAEEOMBIMENSE BN, LovL, A7, SR, S22 BUSHT AA
HEEEANK <. ELISA DER TFREL F TH o272, FREPED 45 22 504Mh 28 K #E < &
oo, EA, 237, a—kb—"TiX, AAJRED ELISA OE®FPHN TH > TH LC/MS
FEZ X DWEME OFBIXK< . FRIBRFANLETH D,

B) A& /7<%
R 2 2EEFIZE, A/ 7~ MEONERKEN BEICBZETE o2z
W, AL/ 7a~< MEZX>TEMT VT VERIET BT S 2o T2,

2) Rk 2 3BT DS AN
(A) ELISA % [m%]
Wk 2 3BV L RS HBRA AR AT Bt EHIC L > THEBIC
ITOMVAHAE LT, Eie AN BIE A MBS ELISA % > F @ Single-Lab
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Validation 3 XN Multi-Lab Validation 3 L7-, F7-. k2 341 0 A
1 2HICZ OIS ELISAY Yy N2 TEUFH T727UALTIREAXY M &
LTH7E LT,

B) A1/ 7u~b%

Rk 2 3FFEICBASE L7z /NiRE (2) TAA Syl ERDOBFE ] B)IZFLEDO I 7 —
77 v 7 AE—RX (Merck Blue) THEG L 7= ¥F$1 3-CTBA FLikZ H W =i A A
L 7a~w MEICE-> T, BHOMMBEPICE £405 AL DERITHE T ATRENE 9
MEFHRTZ, BEICHAW RS > 7, 6 FE O YR 5 [ER-BD274 Rusk
(74+7 ng/g). FAPAS-T3026 Crispbread (157%33.2 ng/g). FAPAS-T3025 Biscuit
(322+61.1 ng/g) . X 5 U Z ¥ NFRI-AA 00la (560+160 ng/g) . ERM-BD272
Crispbread (980+90 ng/g). |¥ 9 UASHE NFRI-AA 001b (1490+350) 13 L O 6 f&
HOEFTAMIKRT bF v FZ[D (6300 ng/g). @ (2400 ng/g). @ (1600
ng/g). @ (880 ng/g). ® (590 ng/g). ® (470 ng/g) JIOEFF 12 L LTz,
KERRIZIT AL 22 B ERVIKE W,

. INSORMHIKZENR L2V TEDEE 3-MBA & UGS ST 3-CTBA
~FERE LTS E CGHROKLREERICAE L) A &/ 7 a~ MEEITV, xR
(OK) & BMIMBEIROMIC Y 7T VIRE D ENRBO D0 E ) nE g Lz,
VL, ERA b= 27 o~ N — X —Z L5 8Elk (BEZEMRE) BLOH
RIZEVIT- 7,

s~ ) —X—IZX 0L LT —% (¥ 11) ZHTHEEERE (—x
B E A BT L OF Tukey 72 & TNZ Dunnett DL E LR, n=2 . A E/AK%E 5% %
KPR (K) & AHENE AN ARSI 4 JEFE (1,67 ng/mL (100 ng/g B MFHY) . 5 ng/mL
(300 ng/g B/MAFHY) . 16.7 ng/mL (1000 ng/g BAHAHY) . 167 ng/mL (10000 ng/g
BMfHY)) LOMTIToc & & B ARSI 1.67 ng/mL (100 ng/g B /LA
L) TR OK) & OMICAERZENBD LIVT A DHFIEEZER TEX R o 12D,
5 ng/mL (300 ng/g A MIHY) L ECTITAEZDTRD HAL, WIREIC AL D 1FEE 2 iR
T&E 7, — 7 FEREA N TIE  ERM-BD274 Rusk (74+7 ng/g) .FAPAS-T3026 Crispbread
(157+33.2 ng/g) . FAPAS-T3025 Biscuit (322+61.1 ng/g) IZAEENRD AT
AN DFEEZMERTE R o72h, 139 UAEE NFRI-AA 001a (560160 ng/g) .
ERM-BD272 Crispbread (98090 ng/g). 19 UASHE NFRI-AA 001b (1490350 ng/g)
WZOWTITHEEZEDPRO LI, AA OFEZAEICHER CE T, £/, A7 M Fv
7A@ (470 ng/g) B L VG (590 ng/g) TIIHAEZNRD HALT AA DIFTE % il
T&E Mo, @ (880 ng/g) . @ (1600 ng/g) . @ (2400 ng/g) . O (6300
ng/g) CIIABEZNRD HAL, AA DIFTEZ PIREICHEGE C& 72, BRIC X D HEIX,
Lo~ ) ==X 0B LT — XY OFEENPHR I L~k
[F5EO L)L TR ATRETH - 72,

UEORRELO, 77 v 7 A8 —X Tl L7c v % X450 3-CTBA Hiufk z2 v 735t
HA L 7 v~ MEZEDELTO A ZRERGFHICHRHAETH 7223, 20
AL 7 a~ MEDOEERE A KT 5 E & FRME (300 ng/g BAFHY) L MR
R T NFy AR 2 & TR (£4 241 560 ng/g 3 X 18880 ng/g)
R TIE e otc, ZOZ8iE, KILICBWTIEESLESLORT hF v~
ABEDOITNE AR A FEAE AN OITRLEARD S A (REKTOLFM) ~ThTnbdZ
EMLLHLNTHD, ZORKIIRM~ N v 7 AORBLHEIND, BL~
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X 11

Relative Intensity (% mA)

NU w7 2ADREZEET 720X BaHEE BICHRL THET 272 80
BBV ETHAH, -, bLLBRME~ MY v 7 AOREBE 2 ICHERTE 20
BAIIE AFEE MR T AR L 7 a~ NEOWHRAMEICE LTS T L OB
TIREZIERTO2MLERH DL LB X BID,

Wiz, [/NEREE (2) TAA S IE R OBRSE ) @ 2] Rk 2 3HEEICI T D95
EME®) A L/ 7 a~ ME] IZF8# 0 ISOLUTE ENV+ 100 mg/ImL 7 A2 L0
MEL7- 4 FEEOEUER L [ERM-BD274 Rusk (74%7 ng/g). FAPAS-T3026 Crispbread
(157+33.2 ng/g) . FAPAS-T3025 Biscuit (322+61.1ng/g). %9 UAEHE NFRI-AA 001a
(560160 ng/g) |B L OET VITART hF v 7 A (465 ng/g) DK % FV T,
AL/ 7~ MEORIH TN TEELY 1/3.5~1/4 12K T2 LN TX 50
EODERF LI, fRELT, PEEBVICHRIHTREKS T LixTERn
Sle, JRIRIE, A &5 7a~ MED AKX ) — )VESENFRD T <. ISOLUTE ENV+
BT LI LR ST AA BBREIR (60% A # /) —WVIEIR) MHRHIAEND AKX ) —
JNZ R > THIER BENEELZ T, BANHL IO EEZ LN, A ¥ ) —
NDEBEPERT DO ORI HOWTIE R 2BPNLE L Bbh b,

® AA Standard o ZERT
® ETIRTFEFIYTR % (AA Standard)
R (BERR) —_— N (ETIILRTEFYTR)
120%
100%

80% iE

60%

40%

20%

0%

10 100 1000 10000 100000
AA Content (ng/g Food)

NI =TT v 7 AFEEMEER G A L 7 n~ MEZ X2 &R T O AL JIE

3) EONE
(A) ELISA % [&%]

1. AA JHE R84S ELISA % > F @ Single-Lab Validation %M L. BAf72hk
Batgi,

2. AA JUE HRI$E55 4 BELISA 3~ @ Multi-Lab Validation 2 20 L. FAF7ofE 5
15T,
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3. WA ELISA v h&2 YU FH 727UAT7 I REIAFy b & LTHESE
L7,

B) A2/ 7~ %R

1. #7—F7 v 7 A —X (Merck Blue) THEHE L 7= ¥ X5 3-CTBA Hiik & HW
HZEI2E0, BETOAM ZREERGTFOICRET 2 2 EBNAEERBEEA L/ 7
nv MEZBRE LT,

2. oL, ZOA L/ 7~ METEREZETIE /<, EAE A IZHT D EE FR
i (300 ng/g BFLARY) CEMERGRECRT M F v 7 AREICKTT 5 EE FRE
(FNZFH 560 ng/g BIL N8R0 ng/g) NEL->TUW5D,

3. ZORKIFREM~ M v 2AORBEEHLR S, B~ b v 7 RO EE R
WY D 2O B 2 HICHAIR L THET 2R EORRLMANPLETH
D, £l bLbRME~Y M v 7 AORBEZFERITHRTE RWVWGAITIE, &
RIS ToARA L 7 v~ MEOBEMAMEIZE L TR I & Ot T IRIEA
RRTOUEND D,

V. @, FFE0ERE
BIRDO EBD
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CNETORX. FHAFDOREF

IR X
ALV EEBL. ERFR. B R RITER R
Determination of acrylamide in foods by HPLC—method using derivatization with 2—-mercaptobenzoic acid, K.
Tsutsumiuchi, Y. Hattori, A. Kanematsu, H. Koga, K. Ishihara, T. Honjo, M. Kato, T. Ukena, T. Urushiyama, Food Hyg. hER RS
Safety Sci., to be submitted.
OEEFE
BN RRER. FREL.RERFR R

(ANHTRBEBERWNVETIVILTINZEADEREERZATADICA L RNE, RIS, HEFE. BRR
Z ARER NERER. RILEE, KER. =R, A0 Z. FEIBARRBEZFRPMAEESR. (2009. 10)

FRERREE, AILE— (&), (
W) FKEMEMER. BM
KELHE -R2BE. AR
N2

[BRPT7IVILTIFOREINEROME . aBEZF. . MARL. ILAEZ . AEM. MEBEER. IZENE, hEFE
CARWUEE BNER, BREZEFER2010FEE XS, (2010. 3)

(BR) FRKEMPRIZFR, B
BKRZE. DILE—(#K) . =¥
KEBHEE RER

THPLCZRW=BRF 7OV TIRANEDRFT —BHNBEANDT MR EEFBICLDFER L REDTM—1. 12
NE, RE#SE. TEFE. ART 2. REM., MERER. ZNER. ALUTLE, K. A0Z, FORBAR M
BEFRFiEEES. (2010. 05)

HERRZE ., AILE—(BE) . (
B BFKERPRER. BH
KERHE -ZE2/R. AR
IKREF

MBERH7V2ULTIROREMERDRE . @BEEF. MHRL. UARZ. AEM. MEER. EAE. OEFE
RWEEEARER. BRI BARRBEFERFMAESR. (2010. 05)

(BR) FRKEMERIZRR. B
HRE. HILE— ). BH
KEEHE -RER

THPLCZRWEBRP 7OV IILTIRNEDRET-2—2-
ANHTREEBREDFERIERICICE DA%/ —ILBEOFA— 1 ZRNE, RBES. SEFE. ARRZ. X
R, MNBEER., FANER. RLUEA, Z&HET. 802, F100R BABRFEZ S MEES. (2010. 09)

FERREE, AILE— (). (
) FKERPEHAER. BA
KELAHE -REB. AR

IIKRE

A7



MEEERAREELERTIFYTRBT7 V)L TIFOREA ZDEE ], ARR 2, KERKXF. PHRKR. B
EF.HEFE ERE AER. RUEE, FRER. F100E BARGREZRPMHAER. (2010, 09)

AIVE—(#%) . PERKEE. 08
ARKERFHER. BMK
EHE

THPLCERW =B &7 VLTINS HTEDRE -
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