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R L72& 5 AT LR EOBIE, BEAOHEFEHIINUFEICHEEINLT V. 1hOE
VA ARV UE BTN TND., v 2 XV UERITLDERTIE, SRIREE, Wb
LINOED IR T, & FHDWIEES, RIER EEFEWICR LT BME LI
PEDABRR & 5 VTR E (N H 2 WITSRENESE) 252 2WERHICEZ 6
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Fov A FEBE, SHEEICMET LYV YD Aspergillus ochraceus K OVE 1 E D
Penicilium spp. N EFET 2B BMEEAETHIMETHDH. ~ 7 A EHW -8R TIX OTA
WK DIFMIERN A DOFERPHERINTEY, EENAIEHKES (IARC : International



Agency for Research on Cancer) (2L > T2/ /—7 2B (b MIxT DB AMENEEDIL
D) INTWD., 777 b F 2 U3 liRHIRIE 72 Ml D EM &) B S 5 DIt
LC, OTA [THiEk EDJRWEHIP TG R STV 5. OTA 1333 E Tl E 728HI % 52
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DEFIRDL 2 MRS 2 72D OB R ATEDBRFE N MLEA R & 72> TN D.
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Bt~ b Y w7 @A ATRE T, @R O R RBRE A R T2 2 LA A E L.

1.6 AHi L OHERK

KB OFE _ETIIEEKEs e~ NI 74— AWy hT—FRFOF T T M F
S A DAFEIIRIC OV TIRZED R, TR LISy Hrrefl i OO 4 M OO TR e i
NG, B TIIERMNN-BIE 7 v~ 7T 7 0 —EESHTEE W TSRO —F ok
BAFEIC DWW TR R OV BESRE ORI RE R 2R~ % BN ETII I NGO E L & L THE
B, BHLETIIRE L RELZRND.



BOE BRI e~ NI 7 4 —ERAWESRy 7= RFOF 7 T RERT 2 A OO
15BA%E
2.1 %5
211 A7 7 hXT A LiX
27 ¥ A (OTA) FEICEE, SHEEIIMNETH VU ED Aspergillus

ochraceus X OV 71 €D Penicilium spp. 23 EFET 5 “IRAGH T, & N EXCEMIZHHT 5
BEMEZ AT ENOEFEO—ETHS. OTA IEZNEE LA V7~ ) EL 7= =1
T T = UREENT X RREEEN L TRA LT b s =BT 5. 21247 7 hF{T v
DAL FHEER A, K 2.1 ITPEEZ =T

O OH
O OH O

Cl
(2.1 477 hxr ADFHEGE

#£21 AT XA DML

Faam oV C20H13CINOs
TR 403.8
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(IUPAC) 34Vt FuA Y7 uaA -T-HLR=A]T I /]-3-7 =
= a R
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s ) B EBEORI T CI Aokt ih
O BT 2 LRI F OB E RS
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T fRE WEEREECIZ 7 u ok L L, =& ) —)L, A% ) —IL Kk
O L EIRIRT 5.
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(log Kow)
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ZBWTIHHAOER K ORE 2 b AZ LETSTE L o Bk 2 x5 & LTH#R L
728 25 64~100%I28 T 5~48 pglkg OIRET OTA B SNz LA LTV 5 6,
BEE T 1997 FATON A TIE, TIREN TS 100 REDNy h7—RFDH 5 10%
D 1~7 pglkg OET OTA [ZIERINTWE 7. A—A R 7R OR—F 2 T 2001
2 10 BIED Ry 77— REO 28 MR DF ¥ v b 7— REx% L L TIThZ#a T
X 47% DB 5 OTA A S 41, # OIREHIPHIL 0.21~13.1 pglkg Th o7z L S
NTW3 8 KL b AZEBWT 2003 (/TN -0 Tl 60 BiAD KT A4 214 7D
Ry h7—=FRDHH 5 RHRIAIZENT OTA 2 2.0~3.6 pgrkg DOIEEFPH TR Sz 9.

213 77 F¥ v ADEE
OTA O FME BT B E 2 EDOIER D ANMETINZ TREBAMER D Y, FAEONEF
ICRE SNz ZEEARL, D OBLEN S OTA IZHT 2K ORERREDT
—ZEHER L TCY A7 EITV, £ 4 Db M 5 EMEREIC OV TINE — B ERE
(TDI) 2% L7z 10, TDI i3 E# w3l o M54 & (NOAEL : No Observed Adverse
Effect Level) X ViREINHEET, ZDILEWZ —FIEITTE > TRIZE HEBI Lk
2L LTh, ELMEFSRVERRELEE1Ikg Y2V D1 AFAERETH Y, R
TR ENS.

TDI=NOAEL- Nt 32625

Z 2T NOAEL [F R D &R ed BTz, himhyElEsE HERL CTHLEWORICHE
RERZ G272 WETHD. BHRERIZE - T, NOAEL 23k b7 =1L, AER
HHENENDRARDO &, K/ @R (LOAEL) A4 4 5. RiefR803mE e 1ok
LT 10, fEAZE (EAZE) I LTI0 2 ERAVLN, TNHEFEUTCHREBINS. &
LHEFEEXT OTA OIERENABEICEL T, 74 olattitiicikir 52 LOAEL 28
8uglkg/day ThH o722 &b, RHEFEAREL 500 (FEZE 10XfEKZE 10xAS A] i 72 B i 5 %
fEiE L L7- LOAEL (=5) ) %j#fi L, TDI % 16 ng/kg RE/H L% E L7z, %%ﬁwfa
PEICB L CIkEEZERE 70 7 F 5 (NTP) ©F v o 2 FEMRENAMRBRICBWVT,
NOAEL 738 21 pg/kg AE G 5 [m#5, 15 pnglkg /day ([ZHHY) THo7=Z End, Rk
FELRE 1000 (FZE 10x{EARZE 10x58 23 A 10) ZiEAH LT, TDI % 15 ng/kg/day & i%iE
LTWa,

OTA M EELEM) ORI )T L THEREZ RIFE LB EOEFNHE ST\ 5. OTA I
TZHEMW R L CREEEZ AT A2ME TH Y, FHCRITESZ N E 1L SO A4 A D
RITH L TIRE 1kg 29 0.2 mg @ OTA % 2 BMERE L2k T, EERBEE
ICE VT HFINFEAL TS 12, KA Y TiE 6.8 ugkg IED OTA (B SN I vy
RGBS NTAFRBIENH T LI b H 55 Ny v 7— KN O0TA RO ETH D



VY =R o THRIRHCIER SN D Z L2 X0, HERREREN A& U6 b Wil
SNTWD., #ET 3 BHORIZAE CBIERREEEIL OTA & M = IiFRkan
Ny P 7= FDBFEETHDL EEZEZDNTND 13,

2.1.4 7 7 x> A OHIEhH

OTA (ZVHER SN BMTEH, 589 KNZF0R, a—b—5, B A4 E75RELZIGIC
M- THY 2, BNEE (EU) (IR LOBFU L TIE 5 pglkg, BFHONM AR LT
3 ugkg, TLAE IR LTI 10 pgkg L OEEAZ N T L CHLE - EH O &
(2% LTIE 0.5 pglkg &9 BEYE AR E LT 206 L T\ 5 14, FAO (EBSEAR
MR ZERERD) K OVWHO (HEFRUREEHSREE) 2N EFCRRE L-BURikCchH L a—T v
2ZZB 213X FAO/WHO &R &M HMZE s (JECFA) O U 2 27 3l HE1Z, /INE,
KEKR DT A FEIZONWT OTA OREHE[EE 5 pglkg %€ L7215, 22z T EU (338
K OFFE R O O, SR IEE R O A REEEHZ DWW T OTA OH A X2 AN
U 22— %4 %0.25 mg/kg, 0.05 mg/kg & UV0.1 mg/kg ERE L TEE L TWD 16, ZHIZ
S LERBEICBWTIBED & Z AR T OEEMITRE SN TORVE, BMLEER
ZOPNGE - BARFEEHMHES OISR Z 2, BEATEE IS X > THEEEOFEN
BEtEh s,

TREIZIBWTHERL 20 FITHIE SNy b7 — RERET—HOmEO SO OGE
IZxF L CIEEEZ R E L TS, ZOERETIET 77 Xy Bl Oy h7—RIZE
D EEEEIE 0.02 mg/kg ERRESK, TAFV=AL) —LORMEFEITI Ny ST — R
OF v v b7 — Rz LTHE %2 mghkg KON 1 mgkg E#ESHT05. OTAICEL T
HHEIZBIED & ZABRE SN TV RN, Xy b7 — ROJFEE LT OTA DGR &
ROLAREMENEBNE D AT LR EOBHNLHINTNWD Z &, EBRISHEER GRS
TS ZEROFRHZRD OTA OBEZITOTNEVWIFEELEETHE, Xy b7 —
KD OTA IZOWT b AEMEEEITH T ONHIRETH D, £/2, Xy 77— KD OTA
IZOWTORBEENPETFENTND 2 & EHRT DO DINERLETH D,

T

2.1.5 A7 7 bF T2 A DBHEOINR & BN

NTERYE OTA OHTIE L LT, BMKEN T Z Rt v % —2 @ Ui TR T
FEVE (CERK 20 4E 4 A 1 BT 19 152255 14729 S EMOKEA S - e mEwm) ) 1770
HoH. LnLaens, ZoREIEME TR E LB RN 54 Y O%SE
Aokt zxtR e LIz b DO Th D70, S, Ml o715 O i it %
GRKFEMN TR E 72Dy N7 — NICEAT L2 LIIREETCH L. RARABH2S
OTA Z#HIHETA7-DIITAZ ) — LK OT & b=k UL & o - AR & K T
REEER ORIV SN 5. FEICITEA B~ MY v 7 AREEND T2, HOBIRS
WriC & 2 EBOITICHRTT 2 2L 5 < BTl DB RERENM TON D, & Ok



IZEEND OTA Ok E LTEBRT 24 L/ 77 4 =7 44— 7 5 (IAC) ZHW
eV —r 7y 7wt nicmdikik s v~ s 272 74— (HPLC) 23A< 8
éj/[/“([,\%) 6, 18-25'

IAC 1% OTA IZHFERMICHE AT 2PN T A a —AHRICHES SN TR Y, i TEwy
FWHENEAT D, LOLRERD, Bk EORMKOFEE AL L LT, <y b7
— RHUZITEMNED & > X7 RONREIZINZ, FED 2 >80 | A K ONRE, &
Bk % 720N e OMERE Ry N & 4L, Bk~ R Y w7 AR THMETH 5720, Ny
k7 — K220 OB IZIE, RSRICHRD THEMERRE~ N v 7 2R EEND. Xv b
7 — RIS E R 10%RE ORI L T4 XA 7, Kk 25~35%E ik 2
RIA 2L TR TDBRRED K ZEZLT =y NATRHY, ERFEEbERLY THD.
FTo, WENY F 7 — FORIEIZBWTIIMA LRI H 5720, TAMITalfbINTEY,
R & LTk E WD LT % & k2 R & W O B A AT 5720, BT
BB RS L ORE & el U CEES SN A, T E TSRS L O R O OTA % x4
& L7 < OIFYERRFIEMTHONTND N, ZO X I ITHEMENSZEER XA T D2y b
7 — Rho OTA A Hric i T fe72 HPLC IZ X B 094TiE & L TS MERHER S - b ol
WEESN TR T,

ZZTARMERIT Y v ROIRE A %< ey N7 — RIZEEND OTA OERESHT
D=, R DA TNIEZ A9 % TAC KO HPLC-H#6k: H & VN 5 45018 4 B
F LTz, Fie, TONNEORLEEZMERT D720, RH 3 247, il 2 214 7 O4AEF
10 FEE DO~y b7 — RZ& AW THINmEIIGER % J266 L7-.

216 4 L7 7 4 =7 4—Hh 7L (IAC) 2D T

IAC IZHM L T2 WE & OB Z T 25Uk %E 7 e — A7 VRIS G S
TebDT, 777 bFxI R EONDRHEZINTT DBEORE~ Y v 7 2% RET D720
DORPEIZHANSEND . BED A —I—bikx 2P W E IS U TAC 8BRS,
RENTWS ., BE L HURDORE ST RS T TH B0, 45F D L DU 238 L
TVENEZL DLEAICBWTHLMNZ STV, Bt EORE~ MY v 7 2o
IINTRIGE AR 2550, Bk X 5 REER T OIS . BBk DY) A R A
MW THONRWE 2R L, gz IAC ICARF L, IWHEEBRET S, ZOBICHT
S RWE T TAC IR RMITRFF S, TOMORE~ N » 7 AFEH SN 5. IAC Z4%
R CHegE LTk, ARSI COTRWELZBESE L. 20 X512, o8 mE X
TR MU VERAZ—)V7e EOGBERINZ X > T IAC OEBET 5729, k%
TAC (ZART 2 BEOWIR T O A BIRBEOEIS R & TSRS E D+ IR FE S L7z
VL L LR S, OTA ZFE D%y k7 — R L9 213+ e hHih R 245
LI DICHEBIREOEI G 2@ TOXLERD D, Lzl > CREVARMFRRZBIT 5 +07%a
TR IEE 245 IAC L E L 72 5. Z ORI E fif4 5 72, Uchigashima 5 1ZiEu



AR EZ 95 TAC 2RISR HFIE TR Lz 26, @EHLRITsR & 72 5{LFY
B A EREICES L TERT 52, OTA O L 5 I FEIVINES < EL AR E S B 72 b
AWNE, ~ T ADOEEKNTHIRE LTRSS LIZS W, 2o, ks v X7 ETh D
F—AR— Y Xy h~EYT = (KLH) &#ia S, OTA-KLH # &K &4 ERk L, 78
i A 2 BALB/e = 7 A DJEFENIZ OTA-KLH fi &4 (100pg/lt) % % 8O HUF IR
FEBRELTIMLSETE L. £, 7—RAF—A( Vs varvilTraf b,
Ao ar Y= ERTVany hOZv Y g % 2 BEMET3EEE L. &#%D
50 3 BEICHURZ EEAT D Ml (B M) Z8H L, FHifEmE (I or—~
) ZALASETAA T Y R—~ZER LT, —2DONA 7Y K=< 1 @EOE /) 7
o —FAPUREEA L, HOERIZEET 52, ZORE TS 7Y R—~ BRITHEED
FEENFAET DRV 7 0 —F VI REETH D, 22 TNA T R—~% 96 VY x)b~A 7
07— MR L CHEL, 10 BRI 7Y R—~vDan=—RNERIN- Y = Lo
Bz ki g & LT 40%D A & ) — VHMEET HIRAET OTA LMmiE7 V7 2 (BSA)
DFEEERERWTZEERES ELISA MBIV A UV —=0 T 5 ITo 0z, ZHUC L0 AR
BAFE T T OTA I[ZRFRIRBFIMEEZH T 51 7Y R—~2EL U VEREL, ZO
A2 BRAAPUEIC LD T, 7 n— @2 To7c. 2O X HIC L T#Ek L2 OTA 2kt
T2 BUREDS B O BURILE ORISR W CE BRI, rIZZ MR PR A2 /35

(¥ 2.2) . 2 CRICEDEFHERE FFRMITHEST 270740 G E2fEEGIET A
om— 2T LT IAC 2B L2 (M 2.3) .

U & BB AL { \ N
\\ / / -

EE O

2.2 PURDIEAREIE
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£ 7 a—FLHHE

X 23 7uasrArGENLTCT I —RZVICHEEESNT-E /7 a—F A HRoX

21747 T bF v A DSHIEBFICE T 5 I

Ny h7— RO OTA STiEZRET I8 Y, BEEE T2 E& FRE L O TR
EERETHUNEND D, ERE TREITEEEL N LVOREEZ I E LSO TE S
LIOBESNDIRETHDIN, Kk L72L 2123y h7—FFD OTA (225 T FEAEfE
DREIN TRV, Z£2T, ZhE TOBHYEERREOMRE, TDI, oz %M
Y AR L, RICHEMEE S LT 5 pgkg EWIHEZBRE L. ZOREHBRLIEARL
L, [EDrEhHETESE Ok 27 ORBREO 2 Y YEMERIE TN - TEE TRRE R O
HEEROBEEEZ RO LOITRELT.. FIAKTEI RTA XA T D~y h7—RITD
WO BRI O B EEE A D 1/5 LLFTh D 1 pglkg, & & FHRMEO HREE % JE1E
BREO 25 LT LD 2 ughkg & LT, Uz NEA T DOy 77— RIZOWTITIKRDE
HEN 80%ThHD LIUEL TADERE 10%HE TOER TIRMEO HIEE 2 LU ER &
[M% D 5 nglkg, MHRAO BIEEME A KEHERD 12 LT &7 5 2.5 uglkg & L7-.

ZOBEEERT D720, WIORT e CotriEa et Lz, IR E 22 < &t
720, RS OTA Z IS+ 5 2 L N ATREREIA TARE 2 & b0 L L.
AL R O G REEBE D e 2 @ < L723G, OTA L RIRHZEE~ b Y v 7 2R &% &Il
327, BRZEREW IAC ZHWDH Z & & L. HIZE D IAC XA BB
BWLOERATLZ L L L. SBEHDO S 7 2% OTA @ log Kow 78 4.74 TH D Z &
AT BTNV by Y 150 (ODS) & FetaFl & LW BLR DO 7 LE V5
TENHEUITH D LWL, BT OTA NEEERET S Z &b, EREN O E RN
7 tiitigs e s 2 L& LT

2.2 Fk
2.2.1 K UK

OTA DOFEYENL X Romer labs  (Biopure 7 < K Washington, USA) &AL 7=. 7
=k VU (Fluka 8 LC-MS H) KOV AREEER (PBS) &7 Ly My
=7 RY vF (St. Louis, USA) RZWEA L7z, Hilig (Fptk) , © AME (Rpfk) , A
% ) — (LC-MS H) NOVEH/AK (LC-MS H) 1ZFftisk T8 (Osaka, Japan) # [

11



AL7=. Wifg7 »e=v 2 (HPLC fl) [1XRH b5 (Tokyo, Japan) #[EA L7-.

BN D OTA ZHiHT 2720 OMHEE & LCid7 & F= F UL KUVKOIRIK (3+2,
viv) Wiz, AR Y AEE (PBS) 137 ~7 AV R v FRo2 7Ly 5%
FEAIK 1 LACHR L CERR L7, HPLC OB EIfHE LTIET7 ' h= K UL, KL 1% (viv)
D ABRTRIEDIRIE (230:230:1, viviv) ZFAWZ. BEBRT > =7 L¥A#K (10 mmol/L) 1%
FEfR 7 &= A 0.385 g % 500 mL ORBMAKIZIEME L CTHRBL Lz, X & 7 — /L K OFEE
IRIR (98:2,vIv) 1T A% /) —)v EEiiE = 2 b 98:2 TIRA L Tl L7z, Fofkry e sl
HWOWEEL UTHEMT 57 b= bV AROUKOER (1:1,viv) 137 % b=k UL ROV
AR 11 CIRAE L TR L.

OTA DOIEHEFE (200 ng/mL) (% Romer labs f! (Biopure 77 > F) @ OTA (#3K)
bmg & A X J—VIZIEfEL, 25 mL ER & LTI U7z, WSINA OFERERIR M O ol
DOFEMERIIAE R 2 7 S = b U L KOOI (1+1, viv) TAFR L THHHEL L 7= (0.5,
1.0, 2.5, 5.0, 10, 25 } * 50 ng/mL) .

2.2.2 #E

RS & OVE & T FRAE O E I N3 HriE AN Y 77— a Wz HPLC v A7 A
1L 2 5@ LC-20AD AR, 200 uL DA > ¥ =7 v a L V—7 %45 LT SIL-20AC
WA — A P2 Z—, CTO-20A %57 LA —7 2, RF-10AXL a5tk tigs, DGU-
20A3 #5H v¥— CBM-20A BlaXao=/r— g Y a2—/LEkO LC-solution 7
— 2 VAT A (WG BEREDT) IR0 L. RMBREMREBIC BV TR, 1100
series (7L kT2 /mv—), 2695series (V4 —#—X)  1-2000 (H 7
YEFT) , Nanospace SI-2 (&%) KO Prominence (EERUERT) LW o7-kkx 7p i
72 % HPLC % A 7=,

2.2.3 ARt DOz

ABFRIZB W TEIETy b7 — FAERGI @S OREL - LR A RER LR
SNTb O ZRMEGRERE I Lz, Ny F7— NTEKREVM DL T E T2
DHH DN, BERERITITBIR EOMBHEROITE A EEN TV D, NI TR
B, WEREOTERANO/NEIEIZS WD TEER A Lz, 3UHIRM O B o @i,
I FIABEROT =y PGSR OHADO R A -GROY = v MLRA 2 SR OF
108 & Lz, MO I BT A R E M6 TH 7, B OBRPRETH S
T EPDRBRNGER LIz, BRI OREI T RICFTRS SNICRERY 2K 2.2 177

2.2.4 FEF~O TN I
INTIED S 2 MR T 5 72 DIiE, MR OMRN T 52 &b, BARICIHY X
NEEHEZHWS ZENEE LW, L LARD, Xy b7 — RidkEx 2 JEEHT L - T

12



RENTWA7Z0, HWERBEMOEET OTA I[Z/FR SN -lE 2 lET 5 2 L IZREET
b5, BT, Xy b7~ R OTA OZEMHITMER I LTV, LR - T, AIFET
EERUBHZ OTA ZiN4 2 2 & & Uiz, 2SRRI EI 2 M T 256, <Xy b7
— REEHZIE OTA BEEN TV RN, FFENTVD E LTHARERRYIRWRECTH
HZENREELV. 22T, HOH0UOHKOy b7 — R 2 G L, &alehc
BiF D OTA OiERL~L % TAC K OVHPLC Z AW CHMr L, @b na®EE L. R
TALAT, EIRTAFATROY =y b & AT OiEHEL IMF-720G B 7 — 7' et
v — CEREZE) 2RV THFUIFREY A A LT, >(ﬁ@§%$%@?<“7‘:&b 2ETO
AEHIIFAZ 2 B 0T £ TOM] 4 CTHRE L7z, BRI L OE & T ERAE O s )
WED LR DT, RIAZATRPIEI RTAFA4 7L 5 LR 2 p.g/kg D 21&%
B, V= v bZA 71T 1pgkg (K% 10%3#5 T 5 ug/kg) Ehen ko, k25 giTxiL
TOTADT7E b= F U WEER I mLZRML, +0BE L, BN%O F7 4 L0k
N A 2 A7 OREHEL 0~8°C T—MfkiE Lf{ﬁtﬁ‘:%ﬁ%\é SHTle. vy NEA T ORE
AN 8°C T 30 min #E L721%, /it L7,
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# 2.2 AKBFFETHWEZy b7 — RiB O R E RS

Tost Nutrition (%)
©s . | Crude | Crude | Crude ) Pet food materials
sample | Protein . Moisture
fat fiber ash
Dr do Fish, Rice, Rice bran,
f }(; 1 & >21 >9.5 <3.0 <9.0 <10 Champignon, Minerals,
00 Vitamins, Additives
Potato, Salmon, Tomato, Beet
Dry dog pulp, Salt, Vegetal oil,
> > < < <
food 2 218 250 =8.0 =8.0 =10 Lecithin, Minerals, Vitamins,
Additives
Chicken, @ Wheat, Sweet
Semi-dry potato, Carrot, Squash,
> > < < <
dog food 1 213 23.4 =3.0| =l =33 Spinach, Minerals, Vitamins,
Additives
Chicken, Hen egg, Beef,
Semi-dr Pork, Fish, Rice bran,
Y >26 >6.0 <1.8 <7.0 <30 Soybean, Soymeal, Wheat,
dog food 2 i
Beet pulp, Minerals,
Vitamins, Additives
Chicken, Beef, Pork, Turkey,
Carrot, Corn, Green pea,
Wet dog >6.0 >5.0 <1.0 <4.0 <82 Tomato, Wheat, Potato,
food 1 .
Beer  yeast, Minerals,
Vitamins, Additives
Chicken, Brown rice, Hen
Wet dog egg, Flax seed, Herring,
> > < < <
food 2 =9.0 =7.0 <15 3.1 <76 Minerals, Vitamins,
Additives
Chicken, Rice, Hen egg, Beet
pulp, Salmon, Corn, Fish oil,
Dry cat
>30 >18 <5.0 <7.0 <10 Tomato, Flax seed, Yeast,
food 1 . . .
Minerals, Vitamins,
Additives
Dr cat Fish, Chicken, Hominy feed,
f }(712 >30 >12 <8.0 <9.0 <10 | Wheat, Beet pulp, Minerals,
00 Vitamins, Additives
Fish, Chicken, Vegetal oil,
Wet  cat .
food 1 >12 >1.5 <0.5 <3.0 <84 Egg albumen, Minerals,
00 Vitamins, Additives
Fish, Chicken, Vegetal oil,
Wet cat .
food 2 >9.0 >1.5 <1.0 <3.5 <85 egg albumen, Minerals,
00 Vitamins, Additives
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2.2.5 it & OVIAC (2 & R34t

K2 DR K25 g #RE 200 mL =47 7 AaZE&VERY, 100 mL D7t b=k VU LK
VIKDIRIE (3:2,viv) ZINx 5 EEHE L%, KL 548 (SRR-3, 7 AV ) ZHWT
200 rpm T 30 7[R E 9 LT OTA ZfhiH L7z, BUBHIM L= — K~ (i ILEERT) KO
W7 A HeEAHE (GFP, 95 mm, HilIEAERT) 2 AT Al L7z, fhitigid PBS THR L
T250 mLERE L, il LTEBREEOREYZ R ) v=V 7714714 F (PVDF)
MDA TZ 7 40— (GD/X syringe filter, Whatman, 0.45 um, 25 mm) TAi#
L72.3mL®OPBS # 2@l CarT 4 a=r7L7=IAC (OCHRAKING, i
BB ICAE 25 mL O U YP—_— (P—z YA T R) FHEL, A 10mL 24
faf L72. IAC 12 3 mL @ PBS % =[Rli@{#Z L, &I 10 mmol/L FifE 7T > =7 AIEIR % 3
Bl L CoEf L2 TAC IZ A # 7 — /L K OWERE (98:2,v/iv) 1mL % 3 [HlEik L T OTA
S WHITEE T CTHARE FICL0ITW, WHKRE > T AR L 7ot A
7L (15mmid. X 45 mm, A~ a) (THI%E L7-. /XA 7 /L% 40°CIZhnEVL 7= EB-303
MRNT ATy 72 (TAT ) IZAL, IR LR B R BRI L0 %
brE L7z, FREICT & F= b ULV ROUKORIK (1:1, viv) % 2 mL N2 CTHEMR L, REHE
wme L.

2.2.6 HPLC 34 4:1

AT CHHE 2 TAC TR L TS b 72 3BA#K 50 pL %2 HPLC IZiEA L7o. BHEER
OYE#IE 1.0 mL/min, # 7 AMEEMOMEEIL 40CL L, ODS #7 7 A (L-colunm2 ODS,
250 mm X 4.6 mm i.d., particle size = 5 um, pore size = 12 nm, {LF¥E G ITHERS)
2L > T OTA Z3kkl~ R Y v 7 2 5B L 7. OTA (3hiEd & 335 nm, H#YEH R 480
nm THOEH HERIC K o TR L7z, SBRERRBRICB O THWSLZ ODS 7 7 A%, W
TR YA XA TEH L0, BESH R ORINIIERBRITICL > TRR2S. Hnich 7
L& RIZRT . Shodex C1I8M 4E  (HEFn#E 1) , Inertsil ODS-2 and Inertsil ODS-3 (¥
—x LA = A) , Mightysil RP-18GP (BI#{b¥) KU L-colunm ODS ({LFME
FEAmAFZEREAE)

2.2.7 iy, MR R OVE & T RRE
OTA DOBEMOEMIEZ MR T D70, —HOPEE THE L7 OTA OEEREE (0.5,
1, 2.5, 5, 10, 25 % (* 50 ng/mL) 50 uL. % HPLC I[Z{EAL THIE L, &% ORI L
THLNICE—J AR 7 7y b LT, Ml d & & FIRIERE A 5 o7z 5 AL ETIER
L, HEREIX 099 L EAHRTH L& LT,
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FUEHT > OTA B2 I3 BAE TGN L R L7z,

T OB OTA JREE
A FUERAIRICE T 5 OTA O B — 7 [HfEfiE
0 REAR O X
b: BEMROYI

OTA OREHRRZFHE T 5728, RIAKNEI RTA XA T Dy h7— RIZx LT
112 nglkg, V= kA FDy hT—RIcE 1 pghke & 725 X 51 OTA &M L7,
ERFRME (LOQ) 1= —FT v 27 AFEBEDH A K7 A “guidelines on analytical
terminology” (CAC/GL 72-2009) (Codex Alimentarius Commission, 2009) 28|Z L
T3, IROFEEL T3 2 & 2R L.

o T FIRMEF YEEAZRIM LT T v 7 B2 #nK Uk LTz & & Ol o FE %
W7 (o) ® 10 fETHHZ L.

LOQ = 10xo0

o /U~ hITT7 4 —IZXHHHTTHE, EEFREREICXHET2RENOH/EONLE
— 273, 8/IN=10 ThHDHZ L.

F7z, FERICHRHRA (LOD) ® BAEEALL T OSRMICHE T2 2 & 2R L.

o EETFREREAZIIMULIET T 73 B2 n B4 LTz & & O EOREHER 2=
(0) IZ Student ® t i (2t, =2.015:7 MU, A E/KE0.05, HHEZ n-1) ZF L7
B 2 5.

LOD=2t o

o I~V hITT 4L BNHITIE, OB E— I, SINZ3 EARDILE.

2.2.8 IHTIEDZ Y M RER
IHEOZLAETIRAO R A 85, EI FIABHELEOY = v MG EOHAO R
AR OY =y MEA 2 B OFE 10 B2 AV TR sl AR oML 27) 12
YU CHINENEBR 21TV iR L 72,

1) EERONRSE
TEAEY) T K ORERESHTIED 220 T2, IINEEE 10 2B - TEREL, 561
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T2 E BB O FENEOTRIMIRE KT 5 (BUXER) ZRD7z. £z, BB O % 5
M0 IR L, &Rl OIRER AN CFHXHRERZE 2 5RO, TR 23 Lz, B &
OV TASHE D AL A % T0~120% K OV 22% & L 7=,
2)  BEPUE

OTA ¥R L2kl (77 v 73k oW TEEEZITW), EREETHE— 70
RN L EMR LI, WiFC— 27 2R 5581%, TOv—7 mEEEN E & FIRERE D
OTA ©°—27 D 10% KTl CH =B BICHRTHI L & L.
3) AR RS

— R R AL AT TE R S ORNAATBOE NEMOKEE B 22t v ¥ —%
Gie 13 BT A x4 & LT LB = MHR TH b i RiE TUPAC @71 k=2
— /L 29\ ZHEVY, Cochran & O Grubbs #27E (7 V) KO Grubbs BRE (X7 /1) 12Xk
DIFTIEDOT A M &ATo 7. X TIUEARSN L7, DM TAHEERZ (RSDr) K UME
ISR 7= (RSDr) #5BH L7=. £7-, Horwitz & (HorRat) [(&{&IE Horwitz
A0k THIH L.

2.3 fER L ER
2.3.1 OTA RSO 1T

OTA DG % Filit 9 2 728, @it 2 AT OTA Db R A ¥ v U RIE
B O B 2 % v VE AT - 72, B 0.1 pg/mL @ OTA ik (EBEALRR I BB &
FAL) Z~A27ms ) o VEHVWTHRIHEGEO 7 v —t/VZIEA LK. 2ok, BiEkE
A7 RVORE CIEE St ES 480 nm, #YEHEE AT ML OWE TR E
% 335 nm (ZF%E L7z,

keI RlE 837 nm THRKAZ AL (X 2.4) , @ RIX 466 nm THRKZR LT (X
2.5) . 2O, hEERIFBAKAIAHIORE TH D 335 nm 25T 52 L & Lz, @t
WEIL, REHICT 75 FEL U RBTE= VAR Y, 450 nm AHTICRINE AT 5 F 0
DN FEFEORE~ b v 7 ABRFET D ARMERENZ LD, TR o0
Ny 7 770 RERET 579,480 nm THIETHZ L & L7z,
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Inten.
200+

337.18

150-|
100-|

50

~50-]

_1 00;‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘
300. 0 325.0 350.0 375.0 nm

(2.4 OTADRHEKE AT F,#EE£480 nm, OTAJRE: 0.1 pg/mL,
IR RS ACN+Water+1 viv U U ERIRIR (230+230+1, v/viv)

Inten.
800

466. 53

700
600
500
400
300%
200

100

400.0 4250 4500 4750 500.0 525.0 nm
2.5 OTAOENIE A2 kb, hENIE335 nm, OTAMEO.1 pg/ml,
RIS ACN+Water+1 vivoe U U ERIEIE (230+230+1, viviv)

2.3.2 fHREL O FEA L
IHEZ ST D147 0, SR I REICTEH I TS 427 7 FFRv v A R
N =r Dk v~ b7 T 7 X DREGHTE] OBERAEICO W TR ZIT>72. 20
SNTiENE, @Bt b= b UL, iR OUKORIR (8:1:1, viviv) THIt L721&, HlkT
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MU AN CTHRIRSTEC K 0 BEER = T VICHRIR L, SIS A 7 &' b= R U LK OVK
DIRHE (1:1,viv) ICEEH %, RIS LT HPLC THOT 5 HIETH D, B i 5L i
DHETRIA XA TRV =2y hEAT DRy 77— RELEL THE LN ZREHATR
Dra~v hTThEELK 2.6 KUK 2.7 1277, OTA B — 7 (LB TR —2 55
mm~~274/®ﬁ@#M@BM5 Enn, Xy N 77— RO~ M v 7 AERETD

RN AR ThHDLEZEZ DN, TN L LR GHTEMED FiEIFTy 7
— RIZE AR TH 5 72Ot B 245 L L7,

Fa MR O OTA Z T 2720 DEE & LT, 7 b=k UV RUVKDIEK (6:4)
FONAZ ) — )L R OVK DR (8:2) D K 5 7R AL & K DM AB DER—KENZHN D
TG 19202325 LU S, 1FE A ED TAC ITAIEBEIC KT DMEMEV. 2
D LD HEEIL TAC ([CARTT D RANIHHTR 2 FEEIR CART 28IENR NI L 70 5. %

WL7=X 9T, ZoREEE MRS 5 7-DI2 Uchigashima2?s & 23BA%E L 7= AR IA B ME D
U IAC ThH D OCHRAKING [T A4 %/ —LThhiE 60%, 7% h= kUL ThHhiL

48% DENETHFIEL TV TH OTA #5795 Z £ R TE % (Uchigashima et al, 2012) .
AW TIE, BRe2EETRALETE h= MY L EKDIRIK ( 8:2,7:3,6:4,5:5 KT\ 4:6)
HRIAZAT DRy 77— R OTA ZHiHT 2 e LTt Lz, 7' A=+
UL EKDOEIGED 5:5 N 4:6 OEGEIE, SUBIORMEREVIRIE L 72 0, 0D A )3 K #E
Llpol. T R= UL EKOEIGEN 82 KN 7:3 DEEIL, £ < OGN 23l
éhI%S?2ﬁ%ﬁbk@”h%ﬁﬁmﬁé&méﬁ%#mwgﬂt._h%mﬁm
MbElz, ABICEDBENRNETH-TZ. 7 =V AKROKDRR (6:4,viv) %
WS E IR M%Q%T%DJHA%%%i<%ﬁﬂ%ﬁ%étb,ﬁﬁ%fﬁ:@ﬁﬁ

AU A OTA OFEABEE LCTERA L. 72720, 2OEE T IAC ICAM T2
Wiz, PBS T 2.5 5L CTirttma A3 22 & L, £, #R%EOTE =T

UNVIREIT 24% & 700, TAC 1B A7 b= MU VOFFRIRED 48%LL FTHH -0

(HA®%H ﬂ#é%@iﬁw&%z%ﬂt Z DORER, l26&0.27@?mv%7
LIFEO BT OTA B — 7 fHEDOHHEY — 27 &1 5 2 L N TX72(2.3.4 THS ).

351

301

25 ]

| Ob_‘ L.
201 VAR
151

103

5

S e

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

X 2.6 FAEMIHTIIED HIETH LN RIA XA T DRy 77— RN D 7 o< &
77 A
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m U
0.75
0.50
0.25
0.00]
0.0 1.‘0 2.‘0 : 3.‘0 4.‘0 50 60 70 80 90 100 110 120 130 140 min
2.7 FRGITEEOHIETHONT Y =y NEATD RNy 77— FREHEKRD 7 v~

A

2.3.3 HPLC (2 81) 5 i BHEIRIEA B Ot

vy MUFOBEERETRIE (1 pgkg) FHM4REMIORE L LT 0.25 ng/mL KT
0.5 ng/mL OEMAEEZHELZ. Zhbnru~ 7T L%K 2.8 KO 2.9 (257
0.25 ng/mL @ OTA HEHERIE % 20 pLiEA L7254, SIN A 10 BETHY (X2.8) ,
7w NUSLO BEEE FIRMELZZRT A 7-DIIER R+ THD EEZEX 6N, £
DIz, BB EERED 1A TIZEARD 20 uL TH 5703, HEARE LI 45 725 E 215
LD 50 L IZHMEE5 Z L xRt Lz, 2ORERY = v MO BEES FRIE (1
ng/kg) FHYUMEEEAHEOME THh 5 0.5 ng/mL THARBENG LD Z L AR SN

(K 2.10) . 28, HAEREZETT 514720, HPLC {EAREORMA A X ) —NVinD T
T = MU VKROKOERKR (1:1, viv) IZZEE LT,

m
0.75€
0.50€
0.25€
0.007;‘”“””‘””

OTA
L L L B O B B BN B
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0 12.0 13.0 140 min

[12.8 OTAREYEIA#R0.25 ng/mLO 7 v~ s 7T N (A % 7 —/v, FEAE 20 pul)

m
0.75]
0.50 ]
0.25]
———
0 1.0 2.0

[X12.9 OTAREHEAHR0.5 ng/mLD 7 n~ N 75 A (EE: A % 7 —)L, FAE: 20 pL)

OTA
R e e e A
3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0 12.0 13.0 14.0  min
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0.77 OTA

[X12.10 OTAEH#EIAH0.5 ng/mLDO 7 v~ v 77 A REET & b=k VLR OUKDOIRIK
(1:1, v/v) , HEAE:S0 pL)

2.3.4 W EME DR

RIAZATDRY T 7 =K, EIRITIAZATDRY T T—=F, RIALAZATDxv
Yy b T7=R, V2 MIATORy 77— ROBV =2y MEATDFv v F7— N5 2/
ROBMERBREIZONTHHTL, 7 u~ b7 75D OTA ¥—7 (L#EICHIT 2 0% —
7 ORELZME L (K211~ 2.20) . ¥I RIS XA T DRy 77— RE, —HDU
nv KT AIEBNTC, DTN TEH IR 0TADE—s Bt S, LaLiens, =
NHOE—7 HifIE LOQ O 5%Ali To v, BE L&Y (10%) L0 bHo/hEnicw,
ZTOEBIMETE L LV THD LW LT

"3
0.30
0.25 ]
0.20
0.1
0.10

0.05 1

0.007\\\\‘\\\\‘\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

211 RIAXATDORy 7 7—FRODO7a~ k775 (OTA EEHRN)
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E |

0.57

0.4] OTA

0.3 B — &

0.2 l

0.1]

0.0 T T T L L L L B T ‘
00 10 20 30 40 50 60 7.0 80 9.0 100 1.0 120 130 140 min

X212 RIA XA TD Ky 77— FRQD7 a~ k7 Z 2 (OTA RN

m

0.4

0.3

0.2]

0.1

0.0 T T T L L L L B T ‘
00 10 20 30 40 50 60 7.0 80 9.0 100 1.0 120 130 140 min

X213 I RIAEZATDRy T T7—FOD 7 a~ k755 (OTA HEFN)

0.6
0.5
0.47
0.3
0.27

0.14

0.0 T

%214 EI RIA XA TDOD R T T7—FRQD 7 u~ ~7F A (OTA L)

rn

0.47

0.3

0.2 OTA

0.1] l

0_07\?/‘7”“‘/\‘” T T T T I ‘\7 T T T ‘
00 10 20 30 40 50 60 7.0 80 9.0 100 1.0 120 130 140 min

X215 7 xy hZATD Ry 7 7—FRODOZva~ k772 (OTA HEFRN)
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0. 37

B OTA
0.25 Ry
0. 17 l
0. 07

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

X216 V= hZATDRy 77— FQn 7 u~ k725 (OTA HEEN)

1 U
1.00]
0.75
0.50 ]
0.25 |
1 LN L LB B B B B L BB
0 1.0 2.0 3.0

X217 RIA4 XA T DXy b 7—FOD7 a~ ~7F L (OTA HEEN)

4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

000 L L L L B L O L O L L I L L L Y L L) I L L L B BN B B
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

X218 RIAEZATDxy>y N 7—FRQO7u~ 75 . (OTA HERM)

0.4

0.3

1 OTA

0.2] [/ VAT

0.1 !

O LA L A L L L L L L L L ) L A L L L ) B L L
40 50 60 70 80 90 100 1.0 120 130 140 min

0.0\\\\‘\\\\‘\\\\‘\\\
0.0 1.0 2.0 3.0

(219 Vv FEZATDOFyy h7—FRODZ v~ 774 (OTA HEHRN)
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B

0.47

0.3

0.2]

0.1]

OTA
v — 7 L

0.0
0.0

2.3.5 1

i

10.0 11.0 12.0 13.0 14.0  min

220 Wxy hNEZATDXyy hT7—RQD 7 u~ 754 (OTA HELN)

R, MRHBRIAR & OVE & T FRAE
BRI EHE (R2) 2809995 L ETHY, 0.025 ng (0.5 ng/mL) ~2.5ng (50

ng/mL) O TRIFRERMEEZ R Lz, RENSREREZX 2.21 1277

(HVs)

Peak area

800,000

700,000

600,000

500,000

400,000

300,000

200,000

100,000

y = 303425.63420x + 399.35990
R2=0.99998

2.5
OTA(ng)

X 2.21 OTA D5
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Ny b7 — FREHZ T 5 OTA OFINEGRER R (E& FIRERE) 2% 2.3 1R
T TR FRME LOQ) I, MR (o) @ 10f5ICHES T2 EL LTHEML, RT7A4
LY RIAL LA T DNy b7 —RIZONWTE2ugkg LT, Vv hFA T Dy
F7—=RIZOWTiX 1 pghkg LR THDH Z &R Lz, MRIHIEA (LOD) OFFMhI3HE
HfFZE (0) O2fFICAFa—T 2 b tfE  (2.015, Fll, A EKHE0.05, HHE
n-1) ZERULLMEELTHEBL, RIS LDPEI RIS XA T DXy k77— RIZDONT
X 1pglkg KO =y A TDXy h7—RIZHOWTIEL0.5ugkg LFTHDHZ L&

AL, 2o ORHERRUE Lattanziod! HABERIC TR L TCWAIRIK I n~ v 75 7
4 =2 T NERSHT (LC/MS/MS) 12X % OTA O HIRR (0.3~4.2 pglkg) & &
RN UL THD.
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# 2.3 Xy b7 — FEBHZR T 2 OTA OBIMNENGRERAE R (F & T IRERE)

Sample ?%FJJDY&%TE ERAE (CF) LOQ LOD
ng/kg) (ug/kg) (nglkg) (ug/kg)

Dog , Dry © 5 2 1.69 0.388 0.963
Dog, Dry @ 5 2 1.88 0.194 0.481
Dog,Semidry @ 5 2 1.63 0.091 0.225
Dog,Semidry @ 5 2 1.77 0.377 0.934
Dog , Wet @ 5 1 0.951 0.140 0.348
Dog , Wet @ 5 1 1.03 0.219 0.544
Cat, Dry © 5 2 1.86 0.394 0.978
Cat, Dry @ 5 2 1.76 0.257 0.638
Cat, Wet @D 5 1 0.992 0.175 0.433
Cat, Wet @ 5 1 0.941 0.098 0.242

#24 Ny bT7—F

AEHZ BT 5 OTA OUIMENGERERFE R GEHEE L)

Sample %%{bui;;%rﬁ B (E¥)) 5a RSDrb
ng/kg) (%) (%)

Dog , Dry O 5 5 92.3 4.7 5.0
Dog, Dry @ 5 5 91.3 4.0 4.3
Dog,Semidry @ 5 5 106 3.0 2.8
Dog, Semidry @ 5 5 92.6 6.3 6.8
Dog , Wet @D 5 1 95.1 3.5 3.7
Dog , Wet @ 5 1 103 5.4 5.3
Cat, Dry @O 5 5 83.0 1.7 2.0
Cat, Dry @ 5 5 85.2 3.4 4.0
Cat, Wet D 5 1 99.2 4.3 4.4
Cat, Wet @ 5 1 94.1 2.4 2.6

a) FEUE(RZE, b) DR THHHE HEfR 22
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2.3.6 Sy HTIE D22 1 K OV = ) 3Bk

2.22~[X 2.31 [ZFMEMGRERIZI51T D OTA D7 v~ h 7T AERT. £ 2.4 ([RT
£ OUT, B L~ T OTA 23N L 7286 OFHEINER I 83.0~106% TH Y, 5 [Hlfk
VIR UHIE OB TAHERER 221 T% R Ch - 72, v b 7— FikkEHZ BT 5 OTA Ok
BrE MBS R (3 2.5) , OTA OEINHEIL 75.6~83.1% T v, RSDr, RSDr &
HorRat 134 % 3.5~6.1%, 5.0~15.0%&% " 0.23~0.68 T ~7=. HorRat OFFA&LFHIL
0.5~2 THDH I &6 30, RBFFEIC K- THZE L72mriElT~y F7— R OTA D5y
Frikd L GHEAMETH D Z &Gl Sz,

L
175 OTA
1.50 ] !
1,257
1.007
0.75
0.50
0.25
L L L L L L L e e D L B B
o 10 20 30 40 50 60 7.0 80 90 1.0 1.0 120 130 140 min

0.00 1
0

222 RIA4A4FD Ry 77— ROD2 a~ k2755 (OTA2 pglkg HN)

il
3 OTA

1,257

1.00 ]

0.75]

0.50 ]

0.25 1
i\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\

o 10 20 30 40 50 60 7.0 80 90 1.0 1.0 120 130 140 min

X228 RIAZATDRy 7 7—RQD7u~ 775 (OTA2 pgkg WAN)

)
2.0§ OTA
1.5? l
1.072
o.5§
;‘HwH‘wH‘wH‘wHH\HH\‘Hw‘HwH‘w“‘wH‘w“‘w“‘w“‘w““
0o 10 20 30 40 50 60 7.0 80 9.0 100 1.0 120 130 140 min

X224 EI RTAZATDORy 77— ROO7 v~ ~7 75 (OTA 2 ugkg W)
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Liij|

257

20] OTA

1.5 !

1.0

0.5
7\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\

o 10 20 30 40 50 60 7.0 80 9.0 100 1.0 120 130 140 min

X225 I NIA XA TD Ky 77— QD7 ua~ ~7Z 2 (OTA 2 ugkg W)

L

1257
] OTA

1.00]
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0.50]

0.25]
i\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\“\\\\‘\\\\‘\\\\‘\\\\‘\\\\

0o 10 20 30 40 50 60 7.0 80 90 100 1.0 120 130 140 min

228 FIA XA TDxF vy h7—FOD7 n~ 2775 (OTA2 pglkg iRIN)
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[0 T o e e e A e e e A e e e s S s sy
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0  min

229 RIALATDOX%y h7—RQDr7 v~ 77 L (OTA 2 pgkg #N)

X230V hEATDXr >y h7— KOO Zva~ ~7Z 2 (OTA 1 ugkg N

o

1.501

1.257 OTA

1.001 l

0.75

0.50

0.257
e

0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 0.0 110 120  13.0 140 min

K231 Vv hEATDFxYy h7—RFQDZa~ 774 (OTA 1 pgkg #IN)
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#%25 Xy h7— FREHZBIT S OTA ORER= MBS

Pet food types

Dry type for

Semi-dry type

Laboratory Wet type for cats
dogs for dogs
(ng/kg) (ng/kg) (ng/kg)
1 4.19 3.69 1.57 1.55 1.009 1.00¢
2 3.94 4.03 1.79 1.82 0.789 0.858
3 2.34° 2.42¢) 1.08 0.969 0.613? 0.5579
4 3.81 4.03 1.54 1.63 0.744 0.794
5 3.99 4.08 1.75 1.88 0.825 0.829
6 4.22 4.03 1.79 1.84 0.907 0.858
7 3.81 4.04 1.69 1.36 0.852 0.856
8 3.83 3.80 1.67 1.66 0.829 0.823
9 3.85 3.70 1.73 1.63 0.892 0.876
10 3.22 3.23 1.57 1.58 0.771 0.833
11 3.84 3.51 1.84 1.74 0.869 0.844
12 3.69 3.33 1.19 1.43 0.840 0.830
13 3.04 3.83 1.51 1.42 0.777 0.804
Spiked level (ng/kg) 5 2 1
Mean value®(ng/kg) 3.78 1.59 0.831
Recovery®(%) 75.6 79.5 83.1
RSD.? (%) 6.1 5.8 3.5
RSDr? (%) 8.4 15.0 5.0
PRSDr? (%) 22 22 22
HorRat 0.38 0.68 0.23

a) Number of laboratories included in statistical analysis

Dry food for dogs: n=24, Semi-dry food for dogs: n=26, Wet food for cats: n=22

b) Relative standard deviation of reproducibility within laboratory

¢) Relative standard deviation of reproducibility between laboratories

d) Predicted relative standard deviation of reproducibility between laboratories

calculated from the modified Horwitz equation
e) Data excluded by Grubbs test
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2.4 fi5

Ry 7 — RO OTA ZREE L < EET 5729, IAC (OCHRAKING) % HWCHiti
AT 2 FEEBRE Lz 10 O~y 7 — Rkl F CHsina Gk 2 5205 L 72
LA, BTOREHTIBNT OTA DENHEIL T0%LL ETH-7-. OTA ® LOQ & TLOD
T FIAKLPEI RTAT7—RIZONWTHK %2 nglkg KO 1 pglkg, 7= v b 7— KiZ
DNTHE %1 pglkg KON 0.5 uglkg Th o7, REREMRERICI 1T 5 OTA OFH R,
DHTA AR MEIR 22 (RSDr) K& OV H AR BUAR SR (R 22 (RSDR) & Of Horwitz tb (HorRat)
134 4 75.6~83.1%, 3.56~6.1%, 5.0~15.0% &%} 0.23~0.68 Th-o7=. I b ODFERD
B, ROHriEIIMix 72Xy h 7 — FRBHZB 1T 5 OTA OOHEE LCE L TWDHZ &R
s 7.

AR FTITRMKEEDEFXFEO —HELTEBMLIZLDTH D, RKIFFEORKR
1%, "Development and inter-laboratory study of a method for quantifying ochratoxin A
in pet foods” & 8 L C World Mycotoxin Journal {Z#¢F L7z 32, £ 72BA% L= obrikisl &
iRV S OREL 2T OA 7 T vy A RIKZ a~ N7 7 71282 B o0
B LTSN, 5%, Xy 7 — RERIEICESVWTEREINL Y FT7—FD
MECEM S, BRI OZERRICTFST 20 LHFSND. 2, Hict

FHOMTES~NCHTHZEHARETHLIEBZXLNDZ LD, 0TADIHRIZE S E
~ A~ DRERE 2 RIRTBS T b DL L L THE BB S 5.

2.5 2% 3CHK
1) National Toxicology Program, Department of Health and Human Services,
Ochratoxin A, Report on Carcinogens, Thirteenth Edition (2014)

https://ntp.niehs.nih.gov/ntp/roc/content/profiles/ochratoxina.pdfffsearch='"Nati

onal+Toxicology+Program%2C+Department+of+Health+and+Human+Services
%2C+0Ochratoxint+A%2C+Report
2) IARC Monographs on the Evaluation of Carcinogenic Risk to Humans, 1994.

Some Naturally Occurring Substances: Food Items and Constituents,
Heterocyclic Aromatic Amines and Mycotoxins, 56.

3) Joint FAO/WHO Expert Committee on Food Additives. 2001. Safety evaluation of
certain food additives and contaminants in food: ochratoxin A, In Proceedings of
the 56th Meeting of the Joint FAO/WHO Expert Committee on Food Additives.
World Health Organization, Geneva. 281-415.

4) Aoyama, K., Nakajima, M., Tabata, S., Ishikuro, E., Tanaka, T., Norizuki, H., Itoh,
Y., Fujita, K., Kai, S., Tsutsumi, T., Takahashi, M., Tanaka, H., lizuka, S., Ogiso,
M., Maeda, M., Yamaguchi, S., Sugiyama, K., Sugita-Konishi, Y., and Kumagai,

S., 2010. Four-year Surveillance for Ochratoxin A and Fumonisins in Retail Foods
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B INRZVER K (16D) ORBICHAR=AE (TALFE FE) BES LTSS
BET NV R—R, 2 fLDRFIZH VR NVEBFEE LTV DHETT b= LS. T
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PEXIZEAENR DIETHD. RFEHN 1 D2 D I LIKBIED M & DA DE A e
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JEMERENZ LN DM ORER E L OREICTHF ST D, T/~ —HOKBEOREITL - T
a RO BIE (7 ~—) BEL, ZNOITFHEREBICSH S (K 3.5) . £72, Z OFIdiE
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WA 8.6 1T . A7mr—R (aff) Z/Va—AKPT7NVT h—RPRa-1,2-7 1 =2
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T — MBI LTtk TR TFMET B HERSH S 101112, L LR D, ZOHIET
IEEEFHICRE L BE T L a— L NRE L TV DA, RO Z2#T 252 LN TE R0,

Wz A a~ NI T 7 4 =TT H00FERLE L TRBIASEER LTS
EIXRY AF 2 U (TMS) FHEMRIETH D, Sweeley HIZE Y T D-Z7/La—=A
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T TMS FHE 21T 9 HikEfEsr Lz 18 ek L7 &80, #iT 77 7 —A KW
BT ) =AW NN a BB RBIROT ) ~—L o 28O REE & D=8, Hfliic TMS
HER LTSS, RO — 7 BDAECTHRITRNETSH S, £2T, o1 LDTIVE
ANWTHEO I VR =V E A 2MET 5 2 & T, B—0OiFER%E25 25 F1E) Sweeley &
IZE o TR ENT 1B, ZOHETEOH Mason HIZk - THR SN, —EORHX
BHEOE—7 L LTHIENLTWS 14, T2 AMUICAWAST I & LTIEYNE Ra ¥
AT IUPHNLITWER 15, D%, AT TIVEHWVWLRD K OITRoT.
Fio, FEEARAEL, LRISECE NOEAR (P AFALLUN) TERTIFR
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WD HFIEPRF SN TWD 16 LinL, WTENOFHEEREREZ V58180 ThH,
TMS FHEAACIESRE DB Gy N RITT 78, BKEEEZ BRI DT TIT 5 &4
ENRHD. £, TMS BIIAFNELY bmEn iz, SMAEFICE D FFICA~AF Y =20
Bitr, SR E o T 3RO 4 ML DK IEDFHFERIL SN2V &R H D 18, HHHIEA
FEITIVERNTHEZ AV LME LT, NATFL-N- (R AF LU L) MU 70
a7t 7K (MSTFA) %M\ T TMS #FE KL L GC-MS THELS o 1 {3 &
[FIRRCET 5 HIEERE L TWD 11 ZOHEEF Yy IV =BT 0520052 LT,
XV EWSEERER S DI, BEONFHZ X VBRI TE DL 09 AT v RRH D,
AREF DK Z RET D72 OICRIFFR OB & 2 BFEOFEMRIZ1T 5 726, ikl
BEDEMET D 5.

TAFIRIVAT I RREER TR ORET v a— v N Y 7 VA aFERE K & =BT
ICBWTERH CRUS &8, MU 74 afEEE (TFA) FHEkE L, GC THolrd 2 Hikx
LTS 18, ZoFEIRSIENE <, TFA 8k L4252 & B T aliEa o
(ECD) THEEICHMIHFTRETH D LW ORIz A7 2503, TFA DK iR 2520703
WEWD B D D

FHEZLH IR E 2 LB L LRV O L L LT, flix @ HPLC Z W% J51E0
BTSN TWD. HHTZ (LS I BV T ZHEA%4 A &, 200 nm ML EOFEKT
W& RSN &G, FHERIE ST RWEEIZX LT HPLC O b — X722k H
BTHIEANTHRDEF RS LTHWD Z N TERW. BHOI1E, K THEMR
F AR UL REHT 80% = & — L& Nz Tyl L, & o ki 2 ikehk &
T 5 LD Bl gk T, 7 2 EREG VY SV H T AKROY R g A Vs
HPLC 2LV, 7597 h—R, FLa—R, A7 a—AKNT Y h—RA% 10 HEILINT
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SHFL TS 19 L LARRD, ZOFIKEIEZTINLT h—R & TN a—ZAD5MENARA 45T
b5, BT LOMAMENMELS, #IRLURIEICK > THRENEICET D, S HIZHBN
TH RI RHERIEIHEOREICHW SIS 2023, LxL7AR23 5, RI MHHERHIEIN—AF 4 D
E#ZED 7o), RN 7Y = 2 MABHZHHE TERWE WS RANR B SH. £72, RI
BN IR R TRIE LR 2 LD, TOMOBERBENE T TV AEACITHRE
TERWVWEWSTMENRD B.

FEOHETRI L0 bAFIZRHE & L CEAsotEdELR gy (ELSD) 3% % 24, ELSD
IR BN A T U ORI 2 28058 S, oK1k L 7o RERYE D T GBI e % RS L
THELYE OS8R L 2 IE T 2 M H#R T, FEOSHTIcB W T H R S5 2527,

N 2RER RS (PAD XX ECD) 1 XEMEE CTHE U 50t Ofg{biE
TCEOGZEFIR LT 2 258 C, — 8972 0HricisnTid UV s L0 & 10 505
100 fEREEEBRE CTHH L WVbIL TV, £z, ST E IS U CEME LR T 5 2
& T, HOBREDORRMELFT 5. PAD [ IBEHOKIKI N D72, 77V = MNEBEIC S
RISHRETH 5. PAD ZRHHeE s L CTHWEFETIE, WThbmEEIcE2Rit+ 52
LINF[RE T 5 2832,

fr B LRI 4R % (CAD: Charged Aerosol Detector) # 7285 43 Hr 2 vl RE 70 HH
WTHD. CAD [IBEHZ W LI BIRIE A bR U CRERME O Tk S 'E 2 ok 1
b4 2 8128V Tik ELSD (24523, CAD TIEXEELED A EM Bl L-2E%
DT a TR E L ERSEL L TEMEBITSYE, 2L ¥ —TERELZHET D
VD R 2 3834, BRI T DO K E ZIITEA SN AR HTFEO BRI HFIT 5 72
, CAD TIIHHFED 53 THEECHIMEIHRAT LRWVISEEN R O D LW ) R & 5.
Yan 5i% CAD % 7= HPLC 2 X kDA U IHE KOS HEIZ I 1T 2 ik B R
D HTIE A BRSE L= 35, Z D5 Tlid pH10.8 ICFH%E L 7= 23 mmol/L Fiig 7 > & =1 A
WRK O T b= MU VORIK (12 :88,v/v) ZBEIHE L, 7I R T LTI La—X,
HFGT h—R, TITE)—RA, TAh)—RA, v /) —A Fa—RA 7a—AKR7 )L
7 h—ADF S FHOEHEZ SEEL TV D, L L7225, CAD 23R R TH D
7o, TG LSO TLERBE K O RAE M O E W E DN IRIC S N TW 255123
BT 2 Z EREETH Y, ZARRFHOREHIE T TE 220,

TV DN ORI D Wi & L C,LC/MS IZ= L7 ba A7 L—A 4 1kik (ESD
A HIES EKE LTEY, HOSHTIZBW TS Z 0w AR A 5 Tuvd . Hammad
SITHES XD B TR R L CE LN hrEREEE EST 2 Wik v~ 7 F
7 & T NEEGHTE (LC-MS/MS) Tt L, #2417 > T2 36, BENMEIZE
N DEERIZ K > TE U FERAINA 4> (IM+CH3COO)) 27V h—H%—A 4 & L, fl
e EfREE (CID) TR LN 7 bk (IM-HI) 2#7ma% s v 40 & LTHH
M D2 &T, MBRERDHTZAREE LTS, LELAERG, Fvua—X, 77 Fh—
A, 2w )= AR ORTNa—RET )R EE BT, o0 CLOR VBT E=
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TR Ko THET L a— VB SN TWATD, ZOHEEREEET v a— VBN RET
LBt OSHTICE AT 5 Z L ixT& 2w, ESI THEOB 7 v kAbsy+ (IM-HI) %27V
J—H—A A& LTHRH L7726l & LT Lowenthal ®#i55 37 & 50, Ay @EPERE R
EEEZHNTWD B, EHESHT BBIO T DR TR 2B OIREEDSH 52 STV 7220,
HFESIE 1 mg/mL &V ERETEY Y h—, YVE =LKW~ = b=V EZEA
L ESI ORYT 4 7E—REOPARHTT 4 TE—RTINEDTARART MLEHTND
38, ROT 4 T E— FTIIWTHORET La— o onTh 7 b ivbsyy+ (IM+HF) 1%
B ENT, MU T AL Ay ([M+Nalt) RS TWAD Z Enb, 7 ra—
NDT v N CBFEDRIRD TIRWZ ERRINTWD., —HRHT 4 7F— RTIEIM 7 =
kAbsyF (IM-HE) i3 En T s b oo, Z OB IE < ERICH 2 72\, Matias
DITESIOARTT 47— RTH b U AAINA Ay ([M+Nal¥) 2= —A 4 &L
T/ Na—R, V7 h—RA, A7 —=ZAJRNT A N —=RA&REHLTWDHR, BEMEIZS
U D LOBSHEIR & 72 DEEFEITIRIN L TW7un 89, F R Y wamm:ﬁ&@w T LOxA
FUMHBEFEENTND EEX LNDN, NMERMDOEZ TR T 5720, HESHTFI~D
WOAIAFE LL A2vy, Ghfara Hi3Z/va—R, A7 —R, 7 h—A, 7 h—ZA K
=AM —=REZTE = MU AKN01%T VE=TIHREZBIAE LTT I RO L TH
HEL, 6o ESI X AT 4 7E—RTAAALL T T 7 Moy a2t d 5 &0 9
IINTIE " REROREO AT Lz 90, LvL, 205 LC-MS/MS % AT
NG, BRKNE=4%Y 27 (SRM) T3k, @BRA A E=4%Y ~ (SIM) T
HLTEY, MEBROEBRIEN 1~50 pg/mL TH D Z LD, £ A ALDRMEN &2
HERSIND, ZOXDITHEROBET v a— L& E#E ESI TA A1k 5 Z LIIREETH
L7280, FHEEILL T LC-MS THtri 2 HiEb@®E SN TWnD, Wu HiE 1-7 = =/1-3-
AFN-5-ET7m> (PMP) IZXVEEZ T VAT A8 EIL L, ESTOR T T 4 7FE—
RTHRE L TWD 4 ZOgHERWAESEE— KO ODS 77 A& EHTE 505 7]
D D, FHERIEOBIENEMETH Y, LC-MS Z W5 A U v FR7Ze0,

KEEALFA A Ak (APCI) & %72 LC/MS O A A1k LTE R L TRV, B
~OEHANRAAL LIV TWND, @S LITBEEICT & =K UL EUIUKOER (60:40) , 71
T AW O LD EHW T va—R, T T b—RA, Y)VIR—A, HT7 7 F—AKN
77 h—=RA% APCI DX BT 4 7E— R THEL, vAAXT MLEHTND 2. T
OFELH T 1 koAb (IM-HI) B ST 28, ERFORENARHTH Y, JF
BBARHD ) A XL BohDE—27 b ZHIRLINTND Z NG, A A AR
RETH-oZEEZOND. 2k LT Kato HIE A%/ — A BEFIHIZ 3~5%D 7 1
aRVAEINZ, APCI 2 AT 47— R TRAZ u—ADWEHEMNINA 4> (IM+CI") %k
H LTy % 43, Ricochon H b BEIHIZ 1% D7 a iR/ AEZ ML, APCL 207 4 7 & —
T 10 fEEOBE A 0 LT % 44,
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FFED X 912, HPLC THOM T 256 13 RFFREE O 2 THOM R G E 2 RET 508, 18
AR IERF A TH 5 o O IHEME O ENRRHE L 720, EOm THEMAM &ILE 272
VY DU, HESHTHO N T 2ZET S ) e eV, 2 U 3 TR LT S A
T RE, MU T a T E (C30) 72 E AL HEM LI REAIB WO, WIno
NI LB EWET L a— Va3 DI E > TV RN, 2O X9 R 5k
krwv~< 777 0 —EEO5H (LC/MS) OiANLEENDN, FRIHET L2 — T —iK
W7o A A AETH L LY hr AT L—A F bk (ESD) KOKKTEALFA 4 1bik
(APCI) TiIA A ALDRPMMENT2D, FRRIBENBFLNARNE WS ERH 5.

3.1.4 B D HTIERRFEIZ BT 2 kg

AT B S R OFEF L ORET )V 23— )L Z MR AL B 2 B & 37, [RIIRE IS 0T %
FHEEWHNLTHZ L2 HIE Lz, BEEICHIM L7227 v a kv AR EHRTR & L O
WNHEFRMIE L LTAPCI X AT « 7 — R TA A AbE, BRSOV CREE IR
FRETH DL NG, KFETIIZ DA A fbiEa 7 v a— V@ L, 7~ 7o
T 4 —T X BAYBED R EE S N O T L 3 — L E RIS B 2 L AR T, BRI
BEIFEIZ 7 e RV LTI L TWD D, AR TIE L Y A A bR O LR G
BEBEHTHZL L Lz, £77, 7 0 akL LSO EBREFCE I TR & UK ~D
BRMEMRNZ E D, RA NH T A THEAT L IEERF LT,

B, WHRMINA A AEERWRIE 7 a~ 7T 7 2 07 NEEGHE (LC-MS/MS) (2
WHT D720, BEROBET La— Ul onWTHEEO=2 ) Vamx ¥ —Cra g7
ATV AT Y BT EATY, B —A F L OIBIREZIT, RA NI T LSO EO#{ %
Tole. O DOWHFRMEME L LUITr7am 2 ¥ U2V, RICREBWE & L
TrZnmur7E b=k YOV THRE L7z

1) v AAXZ MLVOREKRE=F —A I DR

DT BIE DT =S — A ALV ERET H20, REMRPEROET La— 1 LTh
LA h—J, ¥ —RX, YIUR—A, VU h—)b, v = = VKRR B —R(T
ST, LC-MS ZHWTAPCI % 4T 4 7E— RTAF ¥ U &24TV, v A AT kL
EREL. A A ATY 7 an 2 2 R EREGYE E UTRERMINA o bk e Lie.

2) BRI ORET

AWFIETIE R/ D 2 FEDO N T 22 AW THEEOET v a— L& 0B LT-. —oik=
YR a T ARNERT T A THLT I ) TR ENVEREG Y Y W SN EFIEA L T
TLUATT I ATLENET), O —DI3BKEMEER 7 v~ 7T 7 4 —(HILIC:
Hydrophilic Interaction Chromatography) €— KO F L LV ZEERI A 7' 1) » K (BEH)
K45\ 27 X PRz b EM LT T L5 (LR T I RATLEKT) THDL. TI /07T
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DIFEDHITIZB N TEHELS POV LNTELEE/ N H L. IO TR AL FHERM L
TWLTe), BEDOT 7 ~—lnsEZ 59, 1 WHEICH L THE S v — 7R E—D ' —
IBEEND EVIHIFLERDD. LR LT I/ RIT AT e FELKSEL Ty v 7
WERT D720, OB LIEEIT) &0 T LNBIETHHEENDHD. —FHT7 I Kh
T AFY y TEERE LN, BEOT ) ~—0NEL A0, =27 % 1 KiZT 572901
IBEMREZEEE ST 50, BT MREZEBICTAOLERSS. ZRHDOH T A&
THEM OBET L a— a2 —FoT 2570, 4 V7 7F v VRN O 7Y = > bR
S AR LT,

YUATN ——o{@—o NH,
\/\/
—0

/TN o/ 0o
N T

o Q NH

/ \ (O 2

BEH kit

K31 7I/h745 (F) EROTIRETL (F) OREEFMERRICEBIT DILFER

3) LC-MS/MS ~ i ket

WA —APCI 152 L PO H 2 FITEIRAIZAT 5 729, LC-MS/MS E~OiH %
RATe, PR ORET Va— I onWTHEO 2 ) YV a v 23X —TF a7 b 4
AX ¥ U EITY), T=X —A A DEREITH T2
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4) HRALGYE O/

AFFENTIB N T THEBMEEYE L U THRFHIHW Y 7 v a 2 2 AZERED AR

(IARC : International Agency for Research on Cancer) {Z L > T2 /L —7"2A [Probably
Carcinogenic (B MI®T2RBHENRBZ L H D)) IZHEINTWD 46, 7=, Jun
ARV LILFEIRERSIZ K > T/ —7" 2B (Possibly Carcinogenic, t hIZxtd 2 J&HEIEDEE
BID NS TN D 4. b OLEWEIT DR ENZ I W T I B e A ER AT
BROFFEATWEREETHHANC L > T, BBADBZENDH D HEEHICHEE S,
ZOEADBE LB SN TWD, Zod, MEEOHITHONT2EICH, oo
AR RIS DI TR/ MR E T RETH D, £ 2 TARIFETITIARCIZE > T —
73 (Not Classifiable as to its Carcinogenic, t hIZxd 23 EMEN S TEX RWVIICE
FTWbZ7rr7E F=1FU/L (CHzCIN, CAS No. 107-14-2) 48 ZIHHRUEGME & L
THHT 52 &2 mat L.

3.1.5 gy

AR TIE 3L 1T R LT, “ R R OBET va— o H b, 3K E L TATHRER
29 WEZ T GE L Lz, 72385, BHIEANY F—ARPNF Y — 2%, T >0
ANFY=ARTY ay REA LI LD, BTV a— WTRFERD 4~6 £TE Lz, #£3-1
TS & .
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7 3.1 MTRISRE & Ui b, R OWET L a—

SINTRIGAE PR oY oy CAS No. Gag!
Erythritol C4H1004 122.12 149-32-6 BT L — )L
Threitol C4H1004 122.12 2418-52-2 BT L — )L
D-Ribulose CsH100s5 150.13 488-84-6 rh—2&
D-Xylulose C5H1005 150.13 551-84-8 T h—A
D-Ribose C5H1005 150.13 50-69-1 TV R—2
D-Lyxsose CsH1005 150.13 1114-34-7 T R—XA
D-Xylose C5H1005 150.13 58-86-6 TV R—2
D-Arabinose  Cs5H1005 150.13 10323-20-3 TV R—2
Ribitol CsH1205 152.15 488-81-3 BT v a—v
Xylitol Cs5H1205 152.15 87-99-0 W7 a—u
Arabitol CsH1205 152.15 488-82-4 7 Lo —)u
D-Psicose C6H1206 180.16 551-68-8 r h—2A
D-Talose C6H1206 180.16 2595-98-4 TV R—2
D-Tagatose CsH1206 180.16 87-81-0 T h—A
D-Fructose CsH1206 180.16 200-333-3 7 h—2A
D-Allose C6H1206 180.16 2595-97-3 7L R—2
D-Sorbose CsH1206 180.16 3615-56-3 7 h—2A
D-Mannose CsH1206 180.16 3458-28-4 T R—XA
L-Gulose CsH1206 180.16 6027-89-0 T R—XA
D-Glucose CsH1206 180.16 50-99-7 T R—XA
D-Galactose  CsHi206 180.16 59-23-4 T R—XA
MyoInositol  CsHi206 180.16 87-89-8 7 U h—v
Sorbitol CeH1406 182.17 6706-59-8 BET L a—)u
Mannitol CeH1406 182.17 200-711-8 BET L a—u
Galactitol CeH1406 182.17 608-66-2 BET L a—u
Sucrose C12H22011 342.30 57-50-1 —HE
Lactose C12H22011 342.30 5989-81-1 —HE
Maltose C12H22011 342.30 6363-53-7 —HE
Trehalose C12H22011 342.30 99-20-7 —HE
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3.2 FE
3.2.1 #dE M UK

TV U h=n,D (+) -Ia—&, T h—A —KFl, TrE=TK Ffk) , A%
J =R OHMIK (LC/MS H) 13fehisi T3 (KB O AL D () -UR—X%,
mesoT VA b= D (+) - —A D (-) -7T7E /) —AL (-) -JILHR—A (+)
v /) —=A,D +) -HIFT b —A, myoA /) h—n,D (-) wr=F—J, XL v b
(HTZ7F b—n) , </ h—RA—KF, 7ravk/Li (PCB, FEEEESHH) , 7
oo A%y (LCMS ) RO7+ b= kU (LC/MS A) 1FZREHS GRR) Oldkz
AL7Z.D () -U¥xY—2 Ve b—1L,D +) -77E =, D-F>a—2 D (+) -
Za—AD () -ILr h—ZA,D (+) -Tu—X, L-Z/a—x%x,D-YILE =D (+) -
Fmp =2k 7 mra7t b= U WIHER bR T () ORFELEA L. D-k
LA b—n,D-V7a—ZAD-Fa—A KX D-HHF—RAFII~T/NVRY vF (R
) ORFEZEA L, 27 m— 23R LE (KBRk) ORIELTEA L.

P S OB 7 v =2 — LV OREERRIRITIR OBAEIZ L O AR L7, BEROE T v 2 — Lok
10 mg Z EMEICE VB> T %410 mL O&E 7 T A2 A, KEMZ T 10 5 FEE
HIRS L T L, IR E CREEZ N2 TER & Le (BEHEER, 1000 pg/mL) .
o M Ot F OREES IR I AR E R 2 5 2 78 b= R U LR OVKDIRIK (95: 5, viv)
TARL TR Lo, SEERKIT 5CTRE L, MEARITERICEL, HoicfiitL <
RSV E LAY

vrrna AR RRKERIT R e — N CEMAK 500 mLIcY 7 e A X 2 50 mL &
Mz T 30 SR LSIEBE S L, —BifpE Lictk, wBfL7-Y 7 mmn X2 U J@apEdE L ¢
KFEZ W2,

PREZ OB & U 7o bR R 13 R IR N /NGB CTREN U7z, & d 5 Bhh U L3R LK
VR A= 7.

3.2.2 %EE

AWFFETHWZ LC-MS v 27 A%, 3 53 LC-10ADvp R > 7, SIL-HTA %A — ~ 4
v 7Z—, CTO-10Avp # 5 Z LA —7, DGU-14AM %15 7 ¥—, LCMS-2010A & O}
LCMS-solution &—% A7 & (WFy BERWET) Ik gk L7 (X 3.1) . HHE
e EWE 2GR A N T LRIIE, BT LA —T v LEBSHEORICTMaxy % %
AWTEALZ., X7 T4 = AR DOEFRIAELEEIL SLP-07T B (VAT LA VAV )L
AVEY) VAT DO LT —F B O Y 7 v = 71X LCMS-Solution (/&
TERT) % iz,

F72, AR THWZ LC-MS/MS v A7 A%, G1379 BT 77 > % —, G1312 B NA F 1
—AR 7, G1813A BlA— b 7T — KO G1316 B A 7 A —HX —IZ XD ik S viz
1100 >V —X HPLC v A7 A (7Y VL b 77 7ny—#) KO TSQ Quantum
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Discovery (V—F 74 v ¥ — VAT 474 v 78 ZfAEDETHWE, X
TIAY =T AHOEFRAEEIL SLP-07T Y (VAT LA VAV VA YY) | VRT
LAOHIE LT — X2 MHEH D Y 7 7 = 71X Xealibur  (V—F 74 vy — PAf T
T4 74 v/ BV

oooo
oooo
oooo
oooo
Ooooo

| BB oy ﬂ

-

] :J:ﬁ")"j'— e | ?ﬁz}“jjﬁi\_%itﬁ Fi \, '
I: DAL T5— [ FoSMBEE |

gsc0s || ssace| | I

ggggg ngggn T

= H] o4l L

. ggggg b= f:]:f:[‘. . ||| = BEE

25558 LI RIL s

=] | = =,
e T ﬁl\ il ip sy, EESE

3.1 AHFFETHW = LC-MS > 27 ORI X

3.2.3 #ETIE
1) 72 hTLEHOELC oSt
7 2 7 517 Ak TSKgel NH2-100 CKifE 8 pm, £ 2.0 mm, £ & 150 mm, #H Y —
(ER) 2V, BEIHIZ AREZBMAK BEEZTE = ) LERC 7m0 A% D
B (95+5,v/v) & L, AB (10:90,v/v) 725 30 43T AB (50:50, v/v) 12L&+
V=777V MEERRA L. eB, REREORE WA THEOFELZHEL,
A:B (50:50, v/v) OIRBET 5 Zy MR L7-. 7 EARIT 10 pL, #iE 0.3 mL/min, # 7 A
JEEEIE 40°C & LT,
2) T RATEEMNE LC oSt
7 X RA17 A0% XBridge BEH Amide (Kif% 3.5 um, A% 2.1 mm, £ & 100 mm, 7+
—& =X CKE)) ZEHW. BEIFEIX ARE 0.1% 7 U E=7IR, BiR% 0.1% 7~
F=T7 TR F=FUAERIKE L,AB (5195, viv) 225 304 HTAB  (40:60, viv) (2
BAoswH2 V=777 =y MEEZBH L. EARIX 5 ul, i#lE 0.2 mL/min, 7

49



LREEIZ40°CE LTZ. T =R UKD 7 oo X Z o OiRIK (90:10,viv) ZARA B
HILRIEL LTT Y FARY 2a—200 0 TR ax 7 2 %2RV Ti#E 0.1 mL/min T
ALT-.

3) HEEOWEM

BEONOFMHIT I ) AT LTI KT aclme Liz. APCL OX AT 4 7 E
— R CHEEN OB T L o — LV OFEMNINA 4> (IM+Cl) 2= —A A & L TER
AFrE'=HY 7 (SIM) TR L. 2235, BT L a— LV O I~ a hoAbsy
¥ (IM-HI) bE=F—A At L. 2T TAP—HRAFEZTHESL 2.5 mL/min (T
BRIE LTz, A v X —7 = A AT 300C, £ — b7 1 v 7 KO CDL R X4 % 200°CIC
RELT. EONREME DT =4 —( A % 3.1 1T, BEEEOPET L2 —/L DR
EIXT I/ T LROT I KT L THLIRFRRER L OE =2 — A 4 O 5 % H
AV

# 3.1 BRI EDE=%—A F

SIS SaRE A T —A A
Erythritol, Threitol 122.12 157, 159 (IM+C1]"), 121(IM-HI")
D-Ribulose, D-Xylulose, D-Ribose 150.13 185, 187 ([M+C1]")
D-Lyxsose, D-Xylose, D-Arabinose
Ribitol, Xylitol, Arabitol 152.15 187, 189 (IM+C1]"), 151(IM-H]")
D-Psicose, D-Talose, D-Tagatose 180.16 215, 217 (IM+C1])

D-Fructose, D-Allose, D-Sorbose
D-Mannose, L-Gulose, D-Glucose

D-Galactose, myo-Inositol

Sorbitol, Mannitol, Galactitol 182.17 217, 219 (IM+Cl1]"), 181(IM-H]")
Sucrose, Lactose, Maltose 342.30 377, 379 (IM+Cl]), 341(IM-H]")
Trehalose

4) FEEELORTLELE

AR E RN 2R E L, B L7 R OWET L a— otk g A Lz, 3k 10
mL % 3,500 rpm C 105700 BEL, EEREEZRY 7 h T 74 exF L2 (PTFE)
DAL T T T 4 0H— (045 pm, 25 mm, ¥V — /LA T R) TABLT. AR5
mLZ&H 500 AKX/ —/L 10mL KK 10mL T2 7 > a =227 L7z C18 [d
i A 7 2 (Inertsep C18, 1g, 6¢ce, v—= /LA = R) [ZH@ L, & BN L7,
EARFE 7 7 A2 BHK 10 mL T4 L, it AEIL L TEbt, m—& ) —= Kb
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— X & T 45°CC 5 mL F CRUEENE L=, FEEOBRIEL 3 [T\, 10 mL L EORE
W w157, FaA 4 o2z aE@ i & 7 & Oasis WAX Plus Short (7 4 —4%—X) % A
Z )=V KOOI (98:2,vIv) , A X /7 — /LR OEMAKDIETH 4% 10 mL @ik LT
AT aa=r T ULk A A R gaEME S 7 2 Oasis WCX Plus Short (74—
H—R) AL )=V ROT E=TKOIERK (985, viv) , A% ) — L R OEHMAKDIA
THEX1I0mLBKR L CarvT 4 va=r7 Lin, EBICEA Ao lEMmE D 7 4, F
BRI A A BB R 7 7 A s L, C18 B 1 7 A CALER L 723 UEHAR 2 1
Ty MZOX 10mL &AM L, FHEZRE L7z, #EE U7z B2 7 2% ik 10 mL
T L, MHRE IR L CEbYE, n—4 U —T /R L —# 2T 45°CT 10 mL F
TIUERME L7z, Z 0fika LC-MS o#ricfit L7z,

3.3 M A & EEE
3.3.1 ¥ AR ML ORIERNE=H —A A DOEIR

IIMRIGIE DT =S — A F L BIET H720, REARBER OB T L a—L e LT
LA h—Jl, X —RA, YILHE—A FU b=, v = b= L ENRAT B —R|T
DUNT, LC-MS # HWTA X ¥ U 3T 24TV, v A AT MVERE LT, & % OHrkt
SEOEEIL 20 pg/mL, JFEARIT 10 pL & L, 72 /47 A &HEE LIZIREE CBEIE
(7' F= UV KROKRDIEIK (50 : 50,v/v)) % 0.2mL/min TR L, RA MG T LK
L LTYrurn AR ORAKER%Z 0.2 mL/min TEE L7z, X 3.2~[X 3.7 IZ% %
DY ARNRY MVETRT. RTORPREWEIZOWTIEEMMA 4> (IM+Cl) @
M+35 kO M+37 28t Sz, 24U, & 35 KON 37 DHEHRDOFRNARNIZIE 3 : 1
DENEGTHET 272D TH L. FERORNGET 287 L a— /O 5 T EOZFKFEIRT =D
D2 ThHDH. ZOd, Fyoa—A3nFEN 1560 THLHH m/z185 KT m/z187
DAF PR ENDEDIZH LT, BT Ara—LTHH XU Fh—/Lido 82N 152 Th
D, m/z187 T} m/z189 DA F U BRI D, L7en-> T, ZDGE m/z187 134 41
HETHA AL THEHD, ZOAF L EZEF=F—THRVICBNT, 7~ 7T 74
—IZ X THBEEEN A VEAIL, I a—2 X2 h— L a2 HAT 25 2 LN TR
UL 5, m/z185 U m/z189 # =X —L1=5E&1E, /7u~ 77 4 —2Lb%
BER AR+ ThHoTh, WET ¥ U RN ERD 0, BN FEEE 0D, £, BET L
T L RO P OWTIREE Tl d 223, B e oAb+ (IM-HI) bRt s,
INHLORRNO Y 7 au X2 o PNEREGMEE L THDITHY, =4 —( 4 &L
TIEM+C K OHET /v a— L OB OWTZIM-HI S R A FJRETH D Z & D3RR
niz.
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Int. ]
1500e3 157 [M+Cll~ (M+35)
1250e3 OH

] ‘' _OH
1000e3 1 HO >N

750e3 OH
1 Mem- 159 M+CI- (M+37)
500e3 ]

250€3 | | Mnl ol L

Oe3 100 200 300 400 m/z

%32 FLA =D AAXXT h)L (APCI A AT 4 7E—F)

Int. ]
250063 185 [M+C1l- (M+35)

. HO  OH
200063 (S@

; OH
1500€3 ] 0™ op
1000e3 ] 187 [M+CIl~ (M+37)

50063 -
i , L. ' ' '
Oe3 400 200 300 400 n/z

3.3D-F g —AD<wAART ML (APCI 2 HT 4 7E—K)

Int.

3 215 [M+Cll= (M+35)
3500e3 1

] 0 OH
3000¢3 ; @
2500e3 7

; HO
2000e3 ] OH OH
1500e3 } 217 [M+C1l~ (M+37)
1000e3 }
5003 M9 | L .

0e3 100 200 300 400 m/z

34D-VIVIR—=AD~AAXT h)v (APCL X HT 47— K)
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Int. ]
25003 ]
20003 ]
1500e3
1000e3 ]

500e3 _

[M-H]~

:

187 [M+Cll~ (M+35)

OH OH
HO OH

OH
189 [M+Cll~ (M+37)

0e3

100

I

200 300 400 m/z

X35 ¥V h—LDvAAXXT k)L (APCI A AT 4 7E—F)

: ] 217 [M+Cll~ (M+35)
4.0e6 ] OH OH
. HO ; OH
3. 0e6 ] [M-H]~ oH  OH
2 0e6 | 181 1219 meci- (37
1.0e6 ]
] A ]
0. 0e6 100 200 300 400 m/z

X 36 v =hr—LDvAZXT ~L (APCIRZHT 4 7EF—R)

'5. 066 ] 377IM+Cl1-

] OH (M+35
4.066 ) on_ [M-H]~

. o HO 341
3.0e6 1 HO 0 oH

. o o 379 [M+Cll~
2. 066 f 37
1,066 ] \

i | || l L l
0.0e6 99 200 300 400 m/z

3.7 A/ —=ADVAAXY hL (APCIARAT 4 7FE— )
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3.3.2 HF LW E OREt

ATEORFHI L > TV 7 ma 2 ¥ U EHRMAINA A AvicBI 2B EWE L LCH
NTHDHZEPMERINTZ. —F, BERIZEB W Tt Kato & & O Ricochon 51%7 v mkL
LEWHBMEYE L L THOTWS, 22T, AA BT AREEOFE M OV EE D RE 12
FAETHBEICHOWTHER LT, 20 pg/mL O~ > = N /VIEREREK A T 2 ) T Al
L7ZLC-MSIZHEALTSIMBIEZITYY, 7 u~ /7 ACBWTHE LN B — 7 HiEfE
RO FEARIZ 2uL & L, BEHHIZT & b= b U A KROKDIERE (75: 25,vIv) DT
A V7 Z7F v 7 (fE 0.2mL/min) , RA MBI T LRI 7 oo A X o F 7 nakiv
LD 1, 5,10, 15 L 20vv% 7 =K UMK E LT 0.2 mL/min TEE L7-. X 3.8
IR AT, Pruu A2 ROV aa RV A E R LT-E A, WTNOEEIZBW
THE—ZHBENFICRKRENZ LD, Y7un X4 OlnermRE RT3
ZEDNHERR ST, Y ra A2 o EACTESE, 10 vVIvRIZEB W TR 2 RT3, 1~20
VIV% DHIPH CRUEIC R & R BT 20, AEEOBE D EAEREEZ ATHERIRY 72
T HUEND LD, BEIHE DRAEHZORE L LTIE 5 vivRRENZEE LN EE X
bivie. —FH 7 madR Lk RWESAEE, KEECITHEMEOIE L 2ENREL, £z,
15 vIv%Lh ECIIBENA & 0l L CRIER R CTH 72, 2 b ORERN BRI EME
ELTiEy oAbz & LT

250000
200000 */i/i\.\§
2
=
£ 150000
A I o —e— CH2CI2
%f 100000 | % """"" --0--- CHCI3
.“
J
4, 50000
0
0 5 10 15 20 25

RS E DRI viv%

[ 3.8 HEHAEGWER LN LI RIETEE (v = F—/b 20 pg/mL)
8.3.3 Wik s v~ b 7T 7 4 =2 L DM O
1) 707 2% OB T = — L5y

ARWPZETIRERE, "R OBET L a— 2 0B L LTWD A, EEORMIZITA Y
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THED L ) kA NG EN TS I ENEESND. 4V THIIZ B O KL LA
D720, IEFHRDO T 7 MZBWTEHEE LY bR EnHLEx NS, 22T, W
FEE R L iiRO A SO KZ T X 2 77 2% iz LC-MS To#rL, 7
n~ 7T AOMEREITo7. #E0.5 g2 7T5% 7 b=k VUL 10 mL Z /12 T 20 4> fH
AE I L, o=tk % 1500 rpm T 10 iz O000EE L C BB E FHICKR Y
T 77t uvexF Ly (PTFE) ®foOX 7507 40— (0.45 um, 25 mm, ¥ —=T
A T R) TAHI LT, C18 EAEfhH 7 & (Inertsep C18, 1g, 6¢cc, ¥ — /LA
T R) THERL, o2 EHRE 10 uL # LC-MS IZIEA L2, BEFHIZT & =k
U L+KDIRME (75:25, viv) TT A Y7 7F v 7, st 0.2 mL/min & L7=. WA A
T LREIIERIY 7 oo A Z kiR Z 0.2 mL/min TR L=, 7eds, A4V ShE(ZhE)
MEENTNDZ EZEEL, M+CU YT 5 m/z539 K1V m/zb4l bE=H —A 4>
ELT-. Bonlru~ b7 5% M3.9ITRT. SHEICRE LIEEROE=F—( 4
TR~ DORFFEFICE =7 BRROEND Z D, ZoREHIIH T L a— (C5 K
C6) , ~FV—R, THHEROA Y A (28 NEENTVWD I ERRBINTE. 20
FUETEHEEREENTOTY 30 ORI CREES NS, BEFRT OKOEIE D ET-
B, RFEEED/NSWEET L a2 — )L LN Y — IR EE R BN AR+ Th o7, F
7o, THHEEIE—IBIRN T e — R Thote. THIEA Y7 TF v 7 EMTH D Z LI
Z, RA NI T LREEBIHHEAMIE WD EICERT I EDEEX LN, Th
OOREBEGEBET LD, 77V MNEER RN 7 na A 2 2RI 2 2
LRI LTz,

Int.

175022 ] =H-
#57 )La—)L(C6)
150063
AFY—R ‘

] g —¥E(C10
15051 mpa—nies| [DFITR 10

] \ 317 Z#E(C11)
10003 /2187 A‘ m/z _//\ l

L2319 ™ . . o

750e3 ] m/z215 f\_y\— m/z347 Ly o [

m/z217
] m/z349
5003 m/2151 Mﬁ:*ﬁ(mz)
m/2189 M M\_j\
2503 N

m/z181 s,

oot | /2939 m/z541
m/z219 G 1 1 70 % 30 nin

3.9 EERMOHIH LIELA T Vva—ro 7 a~ 7 F A (SIM)
717 5 TSKgel NH2-100 (Kif% 8 pm, N 2.0 mm, £ & 150 mm, Y —) , BEIH:
T h=RFUNAHKOIRIK (75:25,vIv) , 4 Y27 FF v 7, it 0.2 mL/min, RA 7
Z LAY 7 ma 2 Z KRR (E0.2 mL/min) ,APCI X477 4 7E&— R
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2) IV MNABEORE

ATEOBGHERND, 7 ) W T LAV EEETr IV v MEBEOME A %2 R 72,
Bk 7 v~ b 75 7 4 —I2BT 52T Y= MABETIE— A8 AR O B4 M
BVIREEDN S, KOEIE BRI SE S, 2 2C, Bk A 2K, BEifH B 227
oo AX K OT b= UIVRIKE (5:95,viv) L L, BEDONRZ—ThLA b=/, &
AR —ZA YAR—RZ, FLY h—, v = b= KRR 0 — R DIRSEREYIE
(% 50 ng/mL) Z=5HT L, EEFE 2R L7Z. 77 =2 MR 11X B100%2 5 20
S3TEITT B70% % THA &, 10 EZOREBTEERT 2707 T A8 Lic. ZOEMTIE
o —A, bbA b=, ¥V b—)b, YILER—RA, w2 = b= )LERAZ O —A
DNETEREES I, F b — AOEFFRERIZ17.3 030, b LA b—LO{RFRERIL 18.0
SETH -7 (K3.10) . A7 v —ZAORFFREIL 28.0 43 TH V), it Lz obrxi 5
EMFIE 10 DOBICHRHE SN TWD Z Enb, 77V MNEMEIT, & DBREKBPEE
THRENOBMG L, IREABZESHICTINERHD EEZX DN, 20T TV
MEBESRAE T, b9 — D0 H T & RUIRFFRFE BV E 1Z ERRE N R < 72 DBLG0E8
ODoNEZETHD.

77V x s MEBESM: 2 TIE B95% A5 30 4rfHTC B50% E TR S LT n ST AL
L. 759V xy M2 TR vl m— AOMEERRNE L 720 18 SFBEIch S h
7= (K 8.11) . L2 L7ed s, BEMICRFREAE 20, REARAESNIILTDH
FINB—=ANBRA7 0 —2AF TORFGREFEOZEIT T TV = MNEBESRIE 1 L RE R
DFRD BRI T,

777y MAEBESRIE3 TIEY 7 ¥ = v MR DK OFIE 2 FIZTHM L B90% & L7-.
ZOEKMETEF IR —AK Db LA B L OREFRFNEICEL oo T2, Zhb gy
BEddoE sz (1%8.12) .

7Tz MNEESRM 4 TIE7 7V MEBSME 2 CRIL TR ST ATHEE 0.3
mL/min & U7z, 2 ORMETIIE OSSR E ORFFRFFIZIRRNCEL S 7e o 7223, SrB
LTI 7 Yoy MEBESGRME 2 L LT, KERE(LITED DN (K
3.13) , ZO&MERMATLZ L & L.

7Ty NEBESRMEOENZ LY, E— 7 BED/ S F — 3B 2RI, 4500t
BWENA A NS DBEDOY 7 na A% U ROKOEE EBEEERNS D EE 2 LT,
SFEVY, VrunRE o REFHOBRIEE L O AERMNINE & T B ERICKABEE LT
HZEDNRBENTL, ZOZEND, Yraa XX onbIEENEET ABRITKICE D
IARSETEH D EHREND. 7TV MNEBESM 4 TIHEE ST B IREE OIS A3
ZTWDI2, 77V MEBESME 3 L0 Tt R E DIREZEN D72 72oTeb D
EEZLND.

BB E LT BESR R % 2 OO T R E A Lz (K 3.14) . e b IRFFRE
RS T DIXIRIED Y 71— AT, 6 SfHifictt sz, RFEH 4 o7 v a—
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NTHDHEZY AU h—LE O LA b— VT BRI GRFFENEVD, 261X
khkﬂb%%ﬁﬁ(ﬂ7\)TmMént %ﬁ5®ﬁ7w:%wm9\ﬁ610
HElCR S, ¥ U F—=A KON B b — WX R CRERRT, 77 8 h—Ln
%?%ﬂf%%émt F%i%ﬁﬁﬁS\ﬂ@14 FOMICHH S 7o, B b IRFFRE
MRENHDIXT v a—AThoTo, ZIUTKH LAKRIELERI U F8ED myoA /¥ h—
SV 17 T ic it Sz, (REH 6 OB T L o — Ui 17T it &, v~ =k
— VKT 7 F b= UFARERED A 7 10— LRI R U ot Sz, e
AR 17 52005 20 0 ORI SR, < v b —A KR T 7 b— R TR U1
FRREEICTH Y, TR OMNREL TO AR CITEBIIREECH S, 7/ 47 A TIIREE
L0 bXIST T NV a— DG BNRRREN R o7, £72, RILE=4—A 4D
BThoT, RFRHBIZEA LR L L WOWERZE D D120, ZOH T LEMTHED
FRIENNERZITY Z LR CHD EEZ DN, £, FIAMNIC 7 Vv a— A3 &
NTHDER, TRUANOT IV R—2FT a— KT —U 725827 L0 (X
3.15), HEWELZ LvoTe. 7 b—A, BT L a— L RO T HOW TR RE— 7
KRB ENTNDEZ D, E—=2 07—V 77 AT e REET 2 Koy v 7HiF
NG L TCnWEbDEEZLND. LENR-T, T/ 87 KB TE 7L a—2L
DT IV R—=ZADGHTICITEH LisnZ & & L.

Int. ITIC(1.00)

1000e3 1

75063 f

500e31

250e3 c

M 3.10 D7V = NEBESRIE 1 THRONTEEEL O T Va—Lvora~ 7T A
(B100%-20 min-B70% (10 min) , #ii# : 0.2 mL/min, a: ¥ /L @—2XZ bk
LA b=, ex ) b=, &V ILR—R evw = h— LR A7 0—2R)
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Int. 4TIC(1.00)
500e3
400e3
d
300e3
e C e

200e3

ab £
100e3 J\

5 10 (13! I T (. min

X 3.11 7 7Y = MBS 2 THRONTFELOE T v a—Lrora~ N7 T A
(B95%-30 min-B50% (0 min) , #ii# : 0.2 mL/min, a: ¥ /le—A b kL
A b=, %) b=, &V NVR—A, eiv = h— /L RN RA 7 71— X)

Int. JT1C(1.00)
600e3

50063+

400634 e

300634

(@)

200634

100e3

" b -

R A N A N AT
3.12 77V = MRBESRM 3 TH LN EL OB T LV a— LD s a~ 7T A
(B90%-30 min-B50% (0 min) , ¥k : 0.2 mL/min, a: 3 /2 —A b: kL
A4 b=, cFTU b=, &V NVR—R ev = h— /L ENfIRA7 B —XR)
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Int. {TTC(T.00

45063
40031
350631
30063 €

25063 d f

20063

C
15063
10063 ab
5063

0k 20 % R B min

3.13 7TV = v MABESRM 4 THEONTHEEOBET Va—Lo s~ N7 T A
(B90%-30 min-B50% (0 min) , ¥ : 0.3 mL/min, a: 3/l —A b: kL
A b=, cF ) b=, &V NVR—A, eiv = h— L RN R B—X)
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m/z157 —Erythritol
jt—Threitol

Ribulose

m/z185 Xylulose

Peak intensity (uVs)

Xylitol—>M Arabitol

Il

Psicose «—Tagatose
m/z215 HL ﬂ («—Furctose
\

J J A

JJ \‘m i JH
?@ I ‘
Sorbose— /| || [\ —myo-Inositol

Glucose— |
/2219 «—Sorbitol
«—Mannitol
]L—Galactitol
miz377 Sucrose | |Maltose
A Trehalose
J
Lactose—
0 5 10 15 20 25 30

Retention time (min)

314 7 /AT LMW THE LI @mE D 7 n~ h 27 J L
717 2 TSKgel NH2-100 Chif% 3 pm, W% 2.0 mm, £ & 150 mm,
WY —) , BEIFE AUK, BEIH B 7o A2 RO h=1F UL
DR (5:95,viv) , V=777 x> MaBE (B90%-30 min-
B50%) , itk 0.3 mL/min) ,APCI *#7 4 7E— K
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Int. 1 Talose—
«—Allose

«—Mannose

T T T T T min
5 10 15 20 25
Retention time (min)

315 T /T L HWOWTHIELEZT NV R—A (Xa—X, Ta—AkxR~vr /) —
R) Oy v~ ~7 T 5, 717 50 TSKgel NH2-100 (hifE 3 pm, P2 2.0 mm,
£X 150 mm, YV —) , BEIFE AUK, BEE B 7oA X KO F=
NV VDRI (5:95,viv) , V=T 77V = MEEE (B90%-30 min-B50%) ,
WiiE: 0.3 mL/min) ,APCI x4 47— F

3) T X RHITLEMHNTHEEKLOWE T V2 — o5k

T HT LR REERORET L a— L DS BWTIE, Bk LB 7 K—

AZHEATE R, —HDBEERR T ThL eVl RS L Z 0, T KH T A
OEMZRFTLIZ. 7 R 7 DIFHREROEMIZB T 2 =F L oG KROT I RELRE
B EIEDH7ZDITHWE Linker #5307 vmu A X UMER R TH L2, V7 rBa X
2 ATBEMICRINE T, RA M T LATEATLHZ L& Lic. BRI 79 =
WA EMA L7, 7I R LA TRELEHEROET Vva—Lro s~ 77 L% K
3.16 9. 7 AT LEMWgE, BERMICE—27137 e —RTHDN, 7V F—2X
EEDTRTCOMTHEWEOE — 7 T 52 LN TE. 7/ 0T L EFRERICK
F 4 oET NIV THLTZY AU b= & A F— VTSRS TH 7. F 72,
INVHR—ARRT B —AF NN NV —AROHT T 7 b — R 3K 2 12X ULRFFFRHE T
HHTEH, TNHERIETHI LITTERY. LOLRRL, 7I W7 L5TETr—X
T F—ADE—TRIRN I NVEAR—AR NI NV a—RA LB B0, Zis Z2iknm]
HETHDH., LEN-ST, TI /AT LKOT I RAIT7 L0 THIEL, 7% OPREFRERH]
L= RN OIELZRET D ENFARTHD. TI /W T7LET I RT3 T
b R TS OFRENATR 2 TEAT 2 Z E N A[RETH D720, RIEREE K —9 5 =
EMTEDLEVIFIRDR DD, £ 32127/ BT LKOT I KRBT L% T08 T
DTN R E ORFFRE & 7~ T
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Ervthritol
m/z157 [[y e

A\Threitol

1 /2185 h Lyxsose

fbeuiosé . leﬁldse .

Ribose
Xylose

Arabinose

t WATA
[T
\

i

e

o))

Ribitol

m/z189 Xylitol

A

\_
Nrabitol

Psicose

Tagatose Allose (Sucrose)

Peak intensity (LVs)

Retention time (min)

3.16 7 R T L&MW CTHIE LTS ED 7 v~ 7 F 4, 717 2 XBridge
BEH Amide CKif% 3.5 pm, W& 2.1 mm, £ & 100 mm, V4 —%—X) , BH)
FIA 0.1% 7V E=THIK, B01% 7o E=7 72 b=V IVIRIK, /57 =
M ABEB 95%-30 45-B:60%, 1EA&:5 ul, #E#: 0.2 mL/min, 777 MiEE 40°C

62

¥ Gulose
Talose A‘/ Mannose myo-Inositol
[ [\ | % pa Galactose s
T JA AN
y,N— i i
=) i
- 3 ﬁi i
Fructose—/ \:Glucose I\
Sorbitol
m/z219 Mannitol
]Ealactitol
Sucrose
m/z377 Maltose
ﬂ n Lactose
j \}J\Iﬁ Trehalose
0 5 10 15 20 25 30



#£38.2 T HTAKRNT I NI T LTELIT DN SR WE Oz

PREFFER] (min)

SIHTRIGE — — baE|
TIJANT A VARGV AN

Erythritol 6.86 4.81 BET L a—L
Threitol 6.88 4.88 BT L3 —
D-Ribulose 5.73 3.94 T h—2A
D-Xylulose 6.36 4.18 7 h—2A
D-Ribose - 4.45 TV R—A
D-Lyxose - 5.99 TV R—2A
D-Xylose - 6.70 TV R—2A
D-Arabinose - 7.33 TV R—A
Ribitol 9.50 7.80 7L a—
Xylitol 9.51 8.38 7L a—
Arabitol 9.96 8.64 W7 La—
D-Psicose 8.39 6.19 7 b—A
D-Talose - 7.33 TV R—A
D-Tagatose 10.03 8.98 T h—A
D-Fructose 10.73 10.49 7 b—A
D-Allose - 10.93 T R—XA
D-Sorbose 11.04 10.96 7 b—A
D-Mannose - 12.71 TV R—2A
L-Gulose - 11.94 TV R—2A
D-Glucose 13.19 14.05 TV R—2A
D-Galactose - 14.15 TV R—2A
MyoInositol 17.51 20.94 7Y =L
Sorbitol 12.51 13.11 BT L= —L
Mannitol 13.15 13.65 BT va—u
Galactitol 13.22 13.99 BT va—u
Sucrose 17.46 19.90 —hE
Lactose 18.38 22.18 —hE
Maltose 18.44 21.58 —hE
Trehalose 19.70 22.65 —hE
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3.3.4 FERE~DIGH

1) BEDREE

BigE L7z ioirib & & A E B B e HC i L, RENOBEE L OWET LV 2 — LV OfRE %
1727, M31TIZT I W7 L THiTLIERABO /7 n~ 7T A%, 31817 I R4
TFALTHM LR O 0~ 7T L% R3T. WThOA T LE2RNTZHEICENTD
m/Z157 KON m/z185 DT =X —A F L TIHE—7 I3 SN2 o 72728, IR
FEAOET LA L KRN h—AFEEN TRV D LEZ BT, REFREE L O
TS —AFUPE mA89 DE— 7 1ZF T h—/b, m/R215 DE— 7 I 7V T h—A K
VI a—2A m/219 1BV TR SN — 213~y = b=V LD m/z377 [ZBW TR
HENZE—21 3 g —AThDH I ERHERENT.

Peak intensity (LVs)

S00e3 Xylitol

4004 Glucose
| m/z157

300¢3
i m/z185

2000:”’;:/;”1“ é”é*"“”w*wwww o MWTJ T
{ m/z215 Furctose— N “ “ ‘
Lmi377_ ) Trehalese
0 s 10 15 20 25 30

Retention time (min)

X317 73 /W7 2N THE LZABREREREODZ o~ M7 T A

717 2 TSKgel NH2-100 Chif% 3 pm, W% 2.0 mm, £ & 150 mm,
WY =) , BEEAUK, BB B:Y 7aa A X RO k=R UL
DIRIE (5:95,vIv) , V=777 = NEBE (B90%-30 min-
B50%) , iii: 0.3 mL/min) ,APCI * 477 4 7&— K
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1 Xylitol
600e3 W\
] L Glucose
—500e3 | \
2] 1 A
> i J‘
3—400 . m/z157 l w
O | I
ZoooamElss L
D 300e3 | ‘
E | mzl8y (- |
zﬁmeﬂ} m/z215 F ructose \A,,%%AJ “‘x\_ﬁwﬂr o )
Jooes | M/2219 Mannitol = \_ w‘:‘: Eﬁ@ﬂ?ﬁimwﬂw
1 I\
1 m/z377 e P
0 5 10 15 20 23 30

Retention time (min)

X318 7IKITLEHAOCTHIELEZAWTHE LZLAREERB O/ o~ KT 4,
717 25:XBridge BEH Amide (Kif€ 3.5 um, P 2.1 mm, £ & 100 mm, 7+
— % —X) |, BEIH A 0.1% 7 E=TIIK, B0.1% 7T E=T 7 r=FU
MRIR, 77 ¥ = v MABEB 95%-30 27-B:60%, AR5 ul, it 0.2
mL/min , % 7 AiRE 40°C

2) PEOER

W, MHESNTHEOREZRD D720, T KA T L2HWCDLEMTERSNT21T-
7o, BHEOKERT 0.5 png/mL~20 pg/mL O#iFTRGRERELZ R L (£3.3) . #
BROPERE R2) 30T 0.995 UL ETHo7=. —fHlE LTHFU Y b —LORER
ZIX 3.19 12T, 3B OB OWE 7 L o — LR EE IR R R kR L 0 B
L7z, BB ORBEROWET L a— VISR 43 3.4 10577,

ZZTC: B OREROWE T Vo — VIR R
A BEHARIZB T DR OWET V2 — L0 ¥ — 7 EiEE
a: e O E
b BREMOUI
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# 3.3 FEHE S UE 7 /L =2 — /L D By

ALIPSE L/} o AR R2
Xylitol y = 142,994.148x - 65,865.045 0.998
Fructose y = 142,475.314x - 46,971.890 0.999
Mannitol y = 225,396.994x - 56,611.468 0.999
Glucose y = 86,034.322x - 55,959.035 0.998
Trehalose y =691,758.135x - 158,805.971 0.999
3,000,000
y = 142,994.148x - 65,865.045
2,500,000 R*=0.998
2,000,000
=
8 1,500,000
o
-
3
1,000,000
500,000
0 1 1 1 1 ]

5 10 15

Concentration (ug/mL)

X1 3.19 ¥ U h—/L O EHRE

20

25

% 3.4 A MEEHEY D OB SO E &l
SN S ERfE (mg/mL)
Xylitol 23.0
Fructose 0.48
Mannitol 1.3
Glucose 4.5
Trehalose 0.33
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3.3.5 LC-MS/MS ~0ii kst
HEHEATIN—APCI 1EI2 L DB H A2 FIEIRANICAT 5 72, LC-MS/MS 1E~0D H %
ATz, FEAOBET VL a— M OonWTHBO 2 ) Vg vy xvFd =TTy b F
AX v VT EITV, T2 —A T DOFIREIT o T2, FIFRF OO OEFE U EWE &
LTy zmem 2220, RICREWEE L TZreTE =K LZOWTHREF L
7.

1) 7uX s AU AFx 2T

LC-MS/MS (27 2 /7 57 A(TSKgel NH2-100 3 pm, PN 2.0 mm, £ X 150 mm, K
#& 3um, WY —)EEHL, 77 AEEE 40°CIZHRE Lz, BEFIL A K% 0.5 mol/L ¥
ranr 227 b= b UAEIRKROVKOIRIKR(0:50, viv), BikAE 7 & h= kU KOYK
DIRHE(B0:50, viv)E L, ATRE DB iE%E 50:50 (7 mr A& gL L C 0.125 mol/L)
TIRAL, Jit&E 0.2 mL/min CTA Y7 7F v 7 THER L. %& 20 pg/mL DY XY h—
b, Fuhr—A, XU b=, TNT7 Fh—AKPRRAY v —XAOFEREREZ 5 uLiEAL,
KEJEALSFA A AMER ST 4 78— FAPCI) T u X 7 b A F v A% v U BH/IEEFT
o>l =Y RY =), b —R, Y h—)b, TNVT =R v = =LK
AT —ADT ) —H—A A 3% % m/z157, m/z185, m/z187, m/2215, m/217 K
m/z377 & Lic. ¥~ AAXT MV &K 3.20~[K 8.22 1T~ d. =V A h—iFal) va v
TV F—5, 10, 15 KN 20 eV TAXY MVAIEEIToT2 L A, TV h—H—A F
(m/z157, [M+C1] ) & QAL A 4> (m/z35, C17) LSO T T 7 A bAoA F U TIFE A
FRlEanihorz. ¥ rn—2pal) Vg g ¥—10 eV TE TV I —HY—A A
URR—AE =7 L7 o TNDHN, 20 eV TIRIE( A o BR—A =T LieoT. &
7o, DTN TEELIBMT 7 b oAby bt En. ¥ U b—nid=alva rzxn
F—15 eV T 7 1 h ALG TR DT NITHI SN2, EMICERGE=2 1 7

(SRM) HIO FZ v ova didd@spneZxonic. 7V7 h—A, v = =K
VA7 B — 2 ZOWTCUIERMNINA A 27— —A A& L7z CID ITX > T
g M AL T RREROBRE STV NS, ZO R T Vv a v E SRM IR TE
LBz bR (X38.22) .
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157 = 157
CE : 5V . CE : 10V

=335

35 .
40 60 80 100 120 140 160 180 200 40 60 80 100 120 140 160 180 200
m/z m/z
35 435
CE : 15V e CE : 20V
157 o 157
‘ 7 % |
40 60 80 100 120 140 160 180 200 40 60 80 100 120 140 160 180 200
m/z m/z
3.20 Erythritol D7 %7 A AL A7 h L
(APCI *HT 4 7E—F, 7V h—HP—1 41 (IM+Cl] ))
185 w370
CE : 10V o] CE : 20V
185
Zs, 89
= 149
149 "3
| 89 | Z A A [
40 60 80 100 120 140 160 180 200 40 60 80 100 120 140 160 180 200
m/z m/z

3.21 Xylulose D72 X7 A A A7 fL
(APCI AT 47— K, 7V h—H—A A4 210% (IM+Cl] 7))
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100 3 35

Xylitol, CE:15V

}51

187

©135

s
|
o

Fructose, CE:10V

179

?9 161
ol o

215

40 60 80
m/z

Mannitol, CE:10V

181

©135

100 120 140 160 180 200

217

40 60 80 100 120 140 160 180 200 220 240

m/z

Sucrose, CE:15V

2}5

377

341

s
]
0

40 60 80 100 120 140 160 180 200 220 240

m/z

50

100 150 200 250 300

m/z

350

400

X322 ¥ U h—J, VI h—A <~ = b=V ERARIZO—ADT ORI "I A
X7 hv (APCLAAT 47—, K207V h—P—AF 0% (IM+CI] 7))

2) WHEHEWEL L TorzunTt b= kU ILOKE

LC-MS/MS (27 2 /7 # 7 A(TSKgel NH2-100 3 pm, PN 2.0 mm, £ X 150 mm, K
e 3um, WY =) &L, 7T LMEEE 40CICRE L. BEMAIZ A% 0.5 mol/L 7
na7Eh=bhUL (XiFvzaarA&y) OT7 % =k U ERE UKD (50:50,
viv), B k% 7% b=k U LR UKOIRIEGBO:50, viv) & L, A & B k% 5:95~60:40
(Va7 h=hFI A I rrr A X CREL LT 0.0125~0.150 mol/L) TEAL,
E 0.2 mL/min TA Y7 7F v 7 THER L. % 10 pg/mL O U A Y h—/L KL OF
o — ZAOFEWERKR % 5 L AL, KRRUE(LFA 4 Abikx 77 4« 7%F— R(APCI) T
SRM HEZ1T>7c. =Y AU b= KRFI o —ZADOF Y —H—AF 34~
m/zZ157 KON m/z185, 211 Vg R X —|I% x5 eV, T u X7 b A F T % m/z35
KO m/z149 & Lo, F7z, FRIZSE 2 DTV I—Hh—A F o bE=4— L. I8k, 20
ST mo T b= Y VRE L OV R E ORE (B — 7 mfEE) AT 52 &
ZHBELTEY, SEEHZOWTIEEE L T,

sanar7t b= ) VEEFESRGWE L L TEONTETY AU h— LR OF b — R
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O SRM 7 v~ 7T L%[X 323 8T, i, MEMGWERER Y ZY h—1LD
E— 7 mfEORRE X 3.24, MBEMLGHERE KR PF T Lo — 20— 7 mHEORERE
X 3.25 2”9, Z7mrrT7E = I AEROGETHE L DOOHXIGMED E— 27 M
B SN, 72, FRECBEICEM LIZEAICBW T, WO SeE st
LChZuea7Eh=rIEP e A X0 L0 4 E— 7 HBEARKEN EnD, 7
rryE =) UET e A L) bEFEEGMEE LTELTBY, KV IRRE
THEEEICIRML CHLHOREENMFOND B HND.

RT: 0.00-5.00
RT:2.50 NL: 7.22E5
AA: 5278090 miz= 34.50-35.50 F: - ¢
1005 SRM ms2 157 00@5.00
E [34.50-157.50] MS
SDE Genesis GI_AGCN_D1
604
a0 Erythritol m/z157 > m/z35
203
0= RT 245 NL: 2 12E7
AA: 145679512 miz= 156.50-157.50 F: -
8 1005 c SRM ms
E 157.00@5.00 [
é 304 34.50-157.50] MS
E E Genesis GIACN_01
g 604
403 :
£ Erythritol m/z157
E 553
Iid E
o RT:2.48 NL: 1.61E5
AAZ1224618 miz= 148.50-148.50 F: -
100 5 c SRM ms2
E 185.00@5.00 [
80 148.50-185.50] MS
603 Genesis GLACN_01
403
N Xylulose m/z185 > m/z149
RE ] NL: 1.36E7
AA: 107918868 miz= 184.50-185.50 F: -
1005 c SRM ms
E 126.00@5.00 [
80 148 50-185.50] MS
503 Genesis CILACN_01
103 Xylulose m/z185
20
4+ T
0.0 0.5 1.0 1.5 20 25 3.0 35 4.0 4.5 5.0

Time (min)
%3823 =Y XY h—AKRFI Lua—ZDSRM 7 e~ N5 A (EHEMLGEWE: 7 oo
T hr=hrU, APCIXHT 4 TE—FK, Hx2DTV Hh—HW—A F 0%
(IM+C1] 7))
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6000000

5000000 +‘i-‘—‘*~—-~f:fiffi__§
- 4000000
O]
8
% 3000000
K CH,CI,

2000000

1000000

0
0 005 01 015

Concentration of additive (mol/L.)

3.24 WHFEMLGYEEEL =) 2 b— LD — 7 HREOBG CEEEEWE: 7 aa 7
Th=bhIAKOT I 2 X APCL R HT 4 7TE— R, %42 OF Y 1—H%—
A A% (IM+Cl 7))

1400000
CICH,CN

1200000 M
1000000
800000

600000 CH,Cl,

Peak area

400000

200000

0

0 0.05 0.1 0.15
Concentration of additive (mol/L)

X 8.25 WHBMGWEEREL X e — 2D — 7 HEORE EELGYWE: 7 o T &
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