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EBMHED YL, FROHBICBNTE=X Y TN E 72 1B RO E OV THHA
ARG L LIeminiEa s L, ZUMEEZFHMIT 562 L2 B0 E Lic, REEIL, BOMHRAE
RIGEELUT 12 bk (BUETEE 29 (bA9) ZRENLL . 2B D53 Brik oo 2 24 M 3 a5 A FE e
Uiz, TORER, B 77.3~115.7%. DT 1.8~9.3%., EWNIEE 2.4~142%L720 | BIfF7okE
ENEONT, Flo, WTNLEEE D E T8 — 2338007 @IEIZRTEITZ 20T, 2
SOFERDD, 12 SWTEITFEOR N E M RE LT OMTEE L TRY THHIEIVRENT, AWFFET
MESLLT= i HTiEE WD ZEICED . B WEO 5 LHEEWERBOE =4 1 » 71 O
SNTEHEEITHELNITHEOMN (AT OMEL LT 252 LN TE, EU ~#Hk
B AT ORISR O N L HIFICHED D LN ATREL E 2 DD, 4D STEC 1544V
2 7RI D 1= OB FE A Ffe L=, 4-E o STEC FHA Tl 2021 4E 4 AN 2022 4 2 I
THaFR DWW I10D b LI HRNAEF 163 BRI OV T TIILERE (026, 045, 0103, 0111, 0121,
0145, 0157) @ STEC Zx% & L& E1T - 70, BRI & B R4, STECT skt~ /L
FF Uy 7 AT NE A L PCR ATV, S BERR O G GRS BRI KX OVE(L RO 217
ST, Flo, MIKOERERROFHZIT o7, ZOREE. 1 A 0. 6% 725 STEC 0157 A3 57 HfE
ENTN, 1 BRIKOBRTH 722 & D T v OFIECHER 7 EDRFHIZ W TIEBRITITE
B7eo7e, STEC 0157 2353 Hff S =ik ds L ORI Z B CTA RS LR RV M 2 7% L
722D, MR OBREIRMOBER O REMNE 2 bz, £72. FROMBEDROME T
. THEIE LT, Btk omBEe Al B b Lo iR RE T N Y U A K ONERR LK,
TH VORI FERT Y v A REEREY —), o= ) — (=F ATV
a—)b) Z@ERL, FRTO STEC OIHFEAREZMGE LT, HEROMEHELZHEST LR
BEZEDDZ X0 EEED OBEmARD ST, MERKOMEE LCix, ARmIZE
LA = S RVIRFFES R b ENALTWD EE 2 bivk,
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A FFREBER
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LR DN &2 4 VERTAR

EU ~EhPE £ dn e i 3 2 BR 13, RN B 2
55 96/23/EC B L OB (EU) 2017/625 (21T

VERR LT B BT =2V VEHEIC D& AW
B (AF AU, FUTIRIREE AT mARNE, LY
WU EZ VN A, B -VEENZE . Coucil Regulation
(EEC) 2377/90 AnnexIV |Z4#8\F 725 LW/
(ImILT7z=a—)b =haT7 I8 =haAX
V= VEE)) KON B W (LA PEAE B AL B
a7V LA FEATEARERIRIESRE, B /L3R
—MREHE, B AR REIE, AR TR RRE,
PCB. AHEY RS, HEJE -
V) DE=Z A TREEATOVERN DD, €
=RV T BERNT A WEPRESNZSE .
JRR A AL T @225 ETOM, BU
~EH Az IETER Y, — . B WENE=H
NS/ IACES T N E RN Jivtey gWiek” Se Eo
P (R BEAL) TOMAZITV Y, FEHEE A
L7 A IR RSO AN RO HIND, 20T,
B WEIZ oW =X TN SR E LTy
FHEIINZ, FAZE R RELT-ITED B LD,
LU, —E OB EIZ OV N & % 5
ELTE I NTEDN B ST e, ABFZETIEL B
WHE DG, R OB W TE=Z) 7 EAA
JFIg LB R E 22> TODHE DN T, A%
FOE S Doy iIn = AVADNE = AN/ E ]
&V 72356 Wl BR L 1) 7 3B 7 s s A3
BB ARG Z T2 BRE LT, &F0 3 4
B Q&R X, BHEDS L, BB TE
=& U 2 7 kPG AL DT g ST i o e
(PUEMEME 29 (LEW) 1220\ T, BHBOMHA
S Rl BN aoa /v VAL PN o i T
Fhii L7z,

EILFE, v (2
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%

1. “FAZA o STEC Fi4

2021 AE4 A7 2022 4E 2 AICEN OB RH

BATT 7 FTCC, U163 BEMLN Y Y




EiTolc, YTV oL v O EHR
wFR 1 — 1LIRT, £z, STEC O Diii
(COWTEMRR 2 GiEZK 1 — 112,
B FEEZKL — 2087, 7
PERYIC STEC A MR L. EMER B DS A I
ERRREZ G L, FRRFICED 2 FIET
AT -7, %R E Lz 0 MiEREE, 026,
045, 0103, 0111, 0121, 0145, 0157 @ 7 Ik
BEE LT,

(1) &HLTOME

BRAROBREUL, MBSN85 D o 3FED
SN ES I ARTOREL, BELHEANI L
(ZHE D B EROAEE D 3 BT 2RO, 3 Y
vlgE A A K (PBS) TiRIE L7 30
emX 30 cm VA ADOWHE LTIV —E2EEIE
L2k oTToTe, U7V T EITo
e A—ElE, ENENREF SR =F L
(BT RNy 7)) AR, ENEEK
SR LRI ISR T A F Tk BB LS
X 2~4CTRAEL., ElE (D) I2X->T
[ 7. RS AL A S AP AE T~ ST,

(2) STEC #rHi 71k L OV A EGE

1) RRIRDFHH

BRI, BRI T2 ETKRED LI
A CITRE SN, oV IRy S h B
HIZBAE L, Modified tryptone soya broth
(mTSB) 250 mL ZNx. X7 O4NE L F
THA, RIRIKE LTc, ZORIKRE» S, 3 nl
EAEBMERICHER L, £72, 1 oL 25
= —7ZHLY DMSO 0.1 mL % At —80°C THifk
RIEL7-, DI, Y ORIEBIRE EMENE
FOEEMBRHICER Lz, ek, T2
FTKkEH LIZACITHRE LT,

2) AWEEOFEK

MR A 10 5P RIS T 10 AR E T
TERLL . MR 1Z 0.2 mL o 2 EHERER

E
E

Bedh 5 MOZ®BER L, 10 B8 XN 102 ARz
WTIE 0.1 mL FOZFEERERBHICENL TN
2 BFoOWmBE L, 37°CT 48 BB 21T\,
DFHBEAT T2,

3) EMEM 7 STEC 7 MIEREDHH

EMER R FIEORAE K 1 — 1ITRT,
3—1) HIKDHEIEA D D DNA filiH
BARIEIZY 7Y Iy D F E,
42E1°CT 1524 FEMEEREZ1T o7, Z D&
{0~ DNA 7 v U Bl 217 > 7=, 2 DNA
MR E~VF 7Ly 7 AU TV E A L PCR D
T 7 lb— & LTHWE,

3—2) STEC 7 MiEHDO~ILVF T Ly 7 XY
T IV A I PCRIC & B ¥HE

774 ~—& v b Assayl (stx/eae) TII~X
nEREn T (stx BlaF) BLXOA UFIv
B Ry BT (eae BisF) % . Assay2
(16S/0157) TlX 16SrRNA Efn135 L O 0157
WEInF% . Assay3 (026/0111) TI% 026 E{s+
B 0111 s %, Assay4 (045/0121) T
X 045 BB L O 0121 EIsT%. Assayb
(0103/0145) TiZ% 0103 Bis 13 LV 0145 i&E
BrERETS, 794 ~—ty b, T4
v —BIOT R T OMALE DR X OS]
FR1— 2187,
Assayl 75 Assayb DI DFLEE L V&
AHR1—-—3—1276K1—-3—5I1Zx7, U
T IV E A I PCR DRSGMFIE, 95°CT 10 /5%
LA 70, WRNTICTISF, 59°CT1 4
DA G E 45 A 7 V& Lz,

3 —3) STEC 7 MiEREOMERIR E— RIEIZ
£ DU FS K ONERIREE 1T K 2 B

T B — XA, SR — X 026,
045, 0103, 0111, 0121, 0145, 0157 [E#F)
(7 v RS ZHWT To 72, KR
WCE RNy Z77—1 nL IZBELZHLDEE—X

Baopn——



TR & LT,

EHIT, BB e — XIRIEIR A ERL L, 1
—F— 4 —T 1 B S &8,

E— XA E Ny 77— T 10 fEB LW
100 fEAR L., AWK 100ul 27 1 F
Lo #HTVVEE (CT) Y Ve h—b= w3
UHF R (SMAC) B XN CT-27 v &7 W
—STEC Kitiod 2 B §" >k L7z, MR e —
RGBT E Ny 7 7 —T 2 5B LV 20 51
TR U= & CT-SMAC il L OV CT-7 &7
A —STEC 2 e 2@k Lz, bz
36=1CTI18—24 W[ L=, T DO H
FicHiE L2 Lwvware=—ZB LT, KL
TOMBREL LT T v 7 AGERBREAT
-7z,

3—4) SrHERR Mg

AR, MyERE 026, 045, 0103, 0111,
0121, 0145 3 XY 0157 D MERBNL, FHIF K
B e mg [ENF) (7 kkaatt) & M
W RIS Ko TEHIRD 77 v 7 AEER
Wa W, 7 MERHCEE L DIcoNT
IX. 32 U T H-genotyping (Iguchi et
al.) BIOPUMIFE AT H MJERZE L
7o Fo. TIMIERELISMZOWTIX 0 MiEREE
O-genotyping (Iguchi et al.) BIZOPUIMTE
I TIRE LT,

3—5) am=— STEC 7 MiEHED~LF 7
Ly 7 AT KA APCRIC K DHE

o =—% 0.1 mL ® TE &Kk (PH8) |28k
WL, DNA flitH & L7z, oMtz 7L
— M LT, Assayl BLOHMET S 0 BEIZ X
L7 I7A4A~—%H\NT, 3—2) L[EERIZY
TIEALPCREZAToTo, ZOFER, BIEDS
Al L HE L, BEOSLEIE3 —6) O
FHBIEE T & 2 BB 21T - 72,

3—6) HEiL/-am=—0 STEC 7 MiEHED

~NF Ty AU T IVE A LPCRIC & BHE
Ry ram =— b, 3—5) &[EEKIC DNA
ZEGHH U, Assayl BLOHAIET B 0 B
DWNWT, 3—2) LERIZY T/VZ A LPCRT
e L7,

3 — 7) STEC 7 MLiGHED AL ARG HIRFAER

7 RUbE, AbERB X OAREOREERS X O
AFEA ., BALKBEAZBET 50
Triple sugar iron agar (TST ZEKEZHL) %
UV UBREEPEA, A > R— LPEA EEME
ZBLET 57012 Lysine Indole motility
medium (LIM E5H) D& %1772,

4) FEEMZR STEC 7 MTEREDORH

ERRBREFIEORAEZK 1 — 21837,
4 — 1) STEC 7 ifLiERED MPN &

MiFEEE RIS L OT 7 v 7 A ERERRIC
K O HEERGME &I L7, Bigaio 1 B HEIC
ACTHRIFL TEBW T RIERBREB IR Z H T,
MPN & (3 Aik) Z4T-72, mTSB & H\W\ T
REE 3 Bel L, 42£1°CT 15-24 FEfEEE L=,

A OBFE NS b Ew R & v T
Assayl BLXOHEHWETD 0 DU 7L A A
PCR 1T > 72,

4—2) STEC 7 MIGHEO~LF T L v 7 R
T IV A I PCRIC & B ¥HE

3—5) LIAARIZDNA Z B8 il L, Assaylds
FOERETEO0REICHOWVWT, 3—2) L[EEE
\ZU T VZ A L PCR CHER L7, Assayl Btk
1o 0 RERGIED S & BBIEHIE & 72 > 72 0 #FfL
RIC & D HERR e — A EEIT o T2,

4 —3) STEC 7 IyEREOGERS B — XIEIZ
£ DU FS K ONERIREE 1T K 2 B

3—3) DRFEWMKE —RVE (BRLBRITT
D7) CEERIC, JRifE L. CT-SMAC Bl X
WNCT-7 v &7 H—STEC £5#h 2 K 3™ >k L,
361 CTI18—24 FFfiEE#E L7z, T o085



Rz L7 b L \nwao =— | LT, Mm
HERERBRBIOT T v 7 RBERBRZIT-

7~
4 —4) STEC 7 MiEREDIMFEEERERI IO
T T w7 AR

HHE 35 0tk Z MW T, 3—4) &
BRD FNEIZHE > TEERBRIZ IV T, BREN
Aonfcav=—i% LUTFDOYUTI/VHZA L PCR
W& DR AT T,

4—5) ap=— STEC 7 MEHFO~LF
Ly 7 AT )VHE A LPCRICK DHIE

3—5) L[EERIZ, U7 /¥ A LPCR CHERR

L7, Assayl B> 0 BERGEDSGA. 3 —

6) &IRAERICIFBPRGEHIZ K 2 B2 1T - 72,

4—6) HEfL/7-ao=—o STEC 7 MO
~NF Ty AU T IVE A LPCRIC & BHE
BRI/ an =—/n 6 3—5) &[EERIC DNA
ZEGHH U, Assayl BLOHAIET B 0 B
DWNWT, 3—2) EEBRIZY T/VZ A LPCRT
R L7,

4 —7) AAFRIPEIREER

3—7) LIRARIZ, TSI ZEREHF KOV LIM
BRI L D MERTERE 21T o T2,

5) stx BB LW eae BIn O G E71%
FI7 D35 T db o T AR D> & O KI5 1 D43 it
EFE1) 26 4) o—EoOBHITEICEY
T, 7THIERED STEC 2353HfE Siv7eho Tk
DL, stx BInFBIW eae Bln T OMW G E
TR MBI TH o TmBmIRIZ oW T, HEE
BT TD U TV Z A LPCR OFER L AT D
RIGE OB T2, £3. 1) T—80C
THAELRIE L TR W IR &2 = CREE L |
Z ORS00 u L 2% LCT4.5 mL @ Tryptone
soya broth (TSB) #Mlz. 42+1°C T 18 K[
WHEREE L-, ZOMERE#ERZ PBS T10° %
T 10 FEREBEAN L, BAREZNZ7 100 uL

T 0% A FEHOLEH (SMAC B5Hh, CT-SMAC 55 H#h
7 v® 7 H—STEC Hilh, 7 v £ 7 H—STEC,
CT-2 vu <7 H—STEC HHh) 12 1 K" >&Ek L,
361 CTI18—24 FpfiEs#E L7z, T o8
Rl LB Lnar =— 2B LT, 3
—5) CRABRICY T AZ A LPREFBZ 2o,
ZORER. BHEREICBE LT3 —6) LA
FRICHBEL 722 =—D U 7L ¥ A LPCRIT X
5 stxBEAB LW eae Bl DIRA OHE %
TV, 3 —7) ERERICAEI MR %
ToTKBHETHD Z &2 MR LT,

2. FHROHER OGS

(1) Hkk

{HFFIR D STEC ~DEHN R DMGETIE, 026,
0103, 0111, 0157 @ 4 MiERED STEC % *f5 &
L. ESEEGELFEAETIERAE LTS
B Pk (026:ESC97, 0103:ESC548, 0111:ESC469,
0157:ESC425) Zfil L7=, F7o, HEROF
WG G STEC ~D N OFRFETIX STEC @ 5 H i
16HE 0157 (ESC425) DA A HEAL 7=,

(2) PR

R, DNRIEPBEA L7y 7 A%
MWic, FRREOHIEZ DT 72 E FOBIK
(HEH D) 12>V TiE, 7V —rR_RUFN
T vy 7 HORMMOHELR S (EEK) lem)
ZUID L0 51K bem 4 (K9 25g) |CHERE
HIZY) 0 3 CTERL L 7=, A H O I %
D BRWTo iR (72 L) 120 Tk, /5
AR BRWeT7 ey 7V HERE S lem, £
Sem 4 (K 25g) BV 433 TR L 72, BDV 4>
FomisiE, EERAREL, 7y 7icast
TV TNy T ATy =L L, R
FEL, T HETHIC 4CICRE L TEt Lz,
MR IZAERC L7z R U IR L 72/ C 5
o7,

(3) HEFEEIR O



PIRENVED B ¥ b NI RIBRF SN T
WA EK A, i 10 nl ¢ TSB IZHEHE
L. 37°CT 18 WffAlfFERE LIz, 2095 b 8
mL %, 4°C. 5,000 rpm, 15 ZyfHliCr L. WEA
L7 PBS8 mL ICHIERE T 52 & & 2EiTo72 b
DEBEREERE L, RBREZTOET, Zh
SOREKITKEDL LT 4CTHRE SN (K
K3 HM),

B, INOLEEEERT OREEEZ LT O
B TR Uiz, £971%, #MERE PBS 12
T, 10°F T 10 fEREBEARZITV, 107 AR
(K 1X10° CFU/mL) 3 X TN 10° K (K9
1X10° CFU/mL) 0.1 mL$o% TSAB LU 1
£ 7 A —STEC |Z 5 AIZEHE L, TSA (X 37°CT
24 WFRE], 7 v 7 4 —STEC L 37°C T 20 K,
BREL, ABL-an=—%EF0 LT,

(4) WHHEEROFIH

MO FIRE LC TR, IINmEoH#
FeEME] ( EFn 34 FRAEERE 370 F)
(2R 28 AT AR EDS SOE S v 7o R Y
Al KO ML L-SE R T Y oA fE
AL VAR BTV DRERINY T H
it kFEE, TABVEOEERIEKE LT
FIBLAE R EICRRBM SRR 5N TN D
RERNY CTh HREERRT MU v A (K
HFER Y — %) &, THOEEKRKE LT—
iRy chbir oy ) — (ZF LT
Na—n) W, 7, BEHFEOS pH X
#2117,

WEEEE AL (44 v XU — (KRR FE
W) (=20 AP H) | GHERE 6%, i
FRt /K& 8%, HERE32%. /K54%) & iz,
W L 7ok (BREZK) TAR LT 50, 100,
1,000 ppmZFHFIL, HEEAL7=, Z OHEIKIC
Lo THAOREITEM LW, HERE RS E
HZENRHRTHD (F2-1),

HEZEmT Y T A% [Keeper Pro® (34
FHA R A F—F v aFath)) (EhiE
i ERET U 7 A 8.35%) 127 = (&b
WYy BT A SRR (BR)) AR
LEMEAL L7 HiIE R M U U Ak & LT,
200, 500, 1,200 ppm (ZFMELL . fEL 7,
COMHERICE > THOREHITOLHL A6
L, OCHZENEDL ZEDNHLATHD (F
2-1),

W b AKE (RS 35.0 - 36.0% &
£ 7 AV LFOGHIEE (BR)) 13HIK T 10 fRIC AT
WU, L7z (B.5%), ZOWEHEKICL-T
WOREITASEBL, ORPELN R DM
MRHDLZENERTHDIN, B
(#2-1),

RHEMFRBET RV LT TE2—F v 7 X
(At A—F T v 7 X)) (REHEFERET
FU DA 6%) RV, EERERRA & R,
FAK TAR L T 600 ppm (ZFHEL L, AL 7=,
ZOHHFRIZCE > THOREITLLAL E®
L, ERNEDLIZENHLATHD (F2-
1),

=& =it NHEH=% 7= 257D
A M) ONREESERRAS ) (15°CT 76.9 -
81.4 vol%) MW, BRIERECHA L, Z D
HERICL > THOXRmRIAETFASEAT D
W, THAa— BT ICERT D (R2-
1),

723, st HR VAR LI K &

(5) WHFFHLOD STEC ~DEAERN R DML
PBS REWE A K C DIHFRIK DR F % Fn 2 AR
& RBRICHRGE L7z, B L7 BRIR O fESE &
BEEAZF2 — 218 LT,

KRR A 100 L 95550 mlL F=—7
SEL, MBREFEETHETOKED LT 4C
TRIF LTz, BIRNASTZEDF 2 —7I1T%



NENOHEFRZ 10 mLIRML, BT 1>
I K VIRM Uz U5 . WERIRIN 30 B
120.1mLAa &V, ZORHEAE TSAITEBER LT,
RTERRAR C o D2 WEKOEAIX, 0.9 mL @
PBS (2T 10" £ T 10 fEMEEAN ATV, JHiHK
5 10 A RIZ 0. 1 ml 372 % TSAIZEBER L 72,
ZH%& 3TCT 24 FFHIEE R L, 2w =—%Gf
L7,

(6) THEKDHFRTEYS STEC ~DZh R DRRGE

HEEONROBAEHEEZK 2 — 1B IO
#2 — 2157,

1) 1M 60 [MIMEF%E (420 mL) DOZhR

W L2 1 RO 8 1 k2l L, #ik%
10uL 325 pF (BFF50 pl) IZHAFEL, 15
SYMIEIRBRET 5 2 LIk » THIK 2 Bikic
=ik SHe, ZOREGRMEE 4 EERIL, 3
ETH L7 2 |EICEE L, RIEZ LI
FIHE R A 60 [AIMEFE (420 mL) L., =R T 5
SIS T2 RAB T HBIRDIREI Y 217> 7=,

FREDNOTEREN L TENENA M~
A—RIZAN, TNENRIED 10 FEIZRD
L OB FEAD PBS 2RI L, 1 M A b~
AN —HIToTb DL HAE L, ThbHD
HAIE, TN 0.9 mL ®PBSIZT 107 E T
10 fEREEBAIRZAT o 72, IR D 107 F K
0.1 mL $"2%, TSA &7 a7 H—STEC 2%
RL, 37CT 24 FpflEE L, an=—% 5t
L7z,

2) {HEHR 100 mL 29 L OB (TR L
100 mL)

(1) {HFKR 60 MIEFEORR] & FERICHE
RZ PRI L 7o vG Qe ik 2 ERL L 7=, 1H 3
HEEFET LDV, RIKZLicEnEh
DIEFEE 20 mL 2V > T 5[ (AFF 100 nl)
ML ZIT o7z, LR T1) 13K 2 R
FTOR L RERRICATo T2,

3) VHENR 500 mL 239 L OB (MFi L
500 mlL)

(1) WH&EHE 60 MIEZEDOR] L RIFRICH
(RZNT IR L 7GRz E R L7z, T2)
VIR 100 mL 22 LOZhE ] L KR&Ewnwy
VoPERWT, EZEICENENDOEE
50 mL 23U 10| (A 500 mL) 7
TR L& Tz, BAF, T1) {HEIR 2 [R5
DOHF ERERICIT -T2, £z, TICHNE
[SYRREE: A/ S SERON/T:FN
1o STEC B & dHl L7=, £7°0.9 mL ® PBS
12T 107 £ T 10 (HFREBAREIT o7, KD
510K 0.1 nl 0%, TSA &L 7 nET H
—STEC (2K L, 37°CTC 24 Mefissag L, =
=—ZEFHA L7,

B. WFEERER

LB B it TP OFRE W E K TG4 E D 53T
HEOMENL L322 MR
HOFHRERIGEL T, LT D 12 HriEa L
L. B W& 29 (LA TR YRR %
FhiL7-,

L&Ay K OFNAIay ok

Q@F N m ok

@V a~ AT ok

@DARL T = AT ROWERBAR Fhv AT
GARTIRFS

OB F~ ATk
O®ANLT 7 ANTY S — )L 2L T 7E I AN,
ANT7x )XYV NIANT VLR RFT 7 =
==V ok
MDxzruvaxy o Furzax o 20f)
KO V7 axH o M
®/uNT I I ATV Y AFRT TR A7V ]
ORI A7V o3k

Q7w )T z=a— LS5 HTE




W7 EFT IV, TUoEVI L F RV LR =
VoA

@/ ~THAAR G

Q= T~ ARk

ZORER, BE 773~115.7%. PHTHEE 1.8~
9.3%., ENFEE 2.4~14.2%E720 . BIF7afkE En
Boni, ¥, WIS EEZEFETAE—21T
RHHIT BIRMEICIEIL 72 o7z, 26D
i D | MESLL T2 ATIEI IR O A2kt R EL
T HHEE L TR S ThDHZ e RESNTZ,

2.4 D STEC {5 3V X 7 (K BIC B 3 D AfF 5%
1. 4P STEC FHE

(1) AR

A L7oMRIR 163 BHD 5 B AR MR S
A7 150 BHOEEE O FA41T 62. 8+437.2 (F
¥)4SD) CFU/ecm* Toh o7z,

MERECHES T D &, A RIT 105D H BAR
B SRV 9 B A RV M- 101 BT 82. 0
+534.0 CFU/em * THHDITxF LT, A AL 53
FHOD O BABEBD R S W 484 R 2 49
HHCIX23.1+30.7 CFU/em 2 TH - 72,

Uy ORENTHERT 2L, AR Z A
D NEIE 3HT T 0 OFERE & e~ TV WME
& 720 130.3+684.4 CFU/en Tdh -T2, T
HITiE, AR 1,000 CFU/cm’ #2507 20
2EHEEN TN,

MM Zm LT, FERBED RS Z 0
STHiFkIE E gk TH o 72, EHWERFEKIT
218.1%+860.4 CFU/em*T&dH Y, 100 CFU/cm® %
WMz 57 X5 TH- T2,

THPKRbEL 452.4+1,311. 1, R\ T8
AN 39.6£72.3 THY, KURBEWEIZE
fE 2R 572, 1,000 CFU/cm® #2573
127 HIZ 288, 100 CFU/cm2 282 573037
HIZ18H, 8HIC2BATH -7,

(2) STECT7 IfniE#ED 5y Ef

R EERIRD stx BB LW eae BT D
5 8 DI TG T d o T ik STECT
MIERED U TV H A I PCR 24T - 1-, ek
163 HIED 5 B, 39 MAD stx BInFBIW
eae BIn T OV E LR ENRBETHD . M
BRFOWT G BN E 72 o oL £ D
SH 1l kTh -7z,

STEC 7 IMIERERA 3D stx Bin T8 L O eae
EAR D351 T oy BN FTRE T b o 72 B {RI% D68
DHTHY, ZOMIEEIT 0157:H7 TH -7,

stx B TB LW eae BIn 03B TH - 72
BRIRIZAFT 11 BRI THY . Zh b ORIKIC
BT, BEGYERMIARIL STEC 0157 230 X
21 IEDHRTH -T2, U TV F A L PCR TIL
THEE 0157 S5 & 72 o 7o BRI DAL 35 L UVD68
DFF2HIETH Y . SEEGERIR & 22 o T DT
HALHINZ D68 D 1 MRIEDH T o7, MiEHHEE
026, 045 33 LTV 0103 12V 7 /L& A L PCR [k
ThHOTDEROSBEZIIE S 2o T,

STEC 0157 3B S izl 2021 48 J
\ZEA ST B a0 b DM CTH -~ 72,
(3) STECT IMyE#ELIMN T stx BIETB LD
eae SBAL T DOWi )5 DV FHERET D K
B L stx BB T8 LW eae BB T3
T % STECT IMYHHED KM 1R D 5y

stx BT DIRDBGHETH > T-IKIE 13 %
K. eaelBInT DD T I - TR 15 4%
KCThHoT=, BthE 2o l= 87D Ct fllL,
StXiBR T DOV T AR 16. 3, f i 36. 2
TH ., eae BIGTFITOWVTITHRAL 21,2, &
il 43.1 Th o1z,

VT NVHE AL PCR CTOTIDDEIE D
PE & 72 o T RERIR DN O 4Bl U 72 ERR O 0 MG RE
CRE TR LTz, YBERE D O ISR
OUT Z#&TeZkke b D TH Y, Migkdd LY
SO L OBEEME e 8 ORHEIL R o T2,




BARDAFRRIT, 25 5,111 CFU/cem® %
TLREARE L, 0 MIEHE D & AR 72 E N
ITH BN o T2,

(4) STECT Ifi#ED E &

TEMERER T stx B 738 LW eae Bin 1-BH1E
? 0157 737 HfE S AT HA D68 (2O TIE, &
BeRBR AT 72, MPN 75 (3 A¥k) TOE
BETIERICBWT, 3ADIY B 2 AN stx il
. eae BB IO 0157 BEn DT T
WY TNZALPCR GHEEZRoT, 1 BEH DR
DN 1IA, 2EEARBIOIEBIZOWTL stxig
5T, eae WA TH L 0157 BAE T DT T
R TdH o 7=, STEC 0157 DEEAE L. R
% 100mL &7 11 MPN & B\ M3 H — B £ HfE
100 cm* & 729 1.02 MPN Tdh - 7=,

2. FADHBDROKF
(1) 75K D STEC ~DEIEZN R DOMEE

PBS H10D> STEC ~DEIHHTIRDE (30 F1%)
AT LT,

g kA (3.5%) ZBERWTC R TOHFRK
TIE, RM{EFIIRE S ooz, iRk
KFE T, MmIERE 026, 0103, 0111, 0157 1%,
FNEFH 5.9+0.0, 5.8+0.1, 5.7+0.1,
5.8+0.0 log CFU/uL T -7,

PRAE K CIE, MyERE 026, 0103, 0111, 0157
I, FNFEN6.010.0, 6.0+0.0,
5.970.1 log CFU/mL T&h - 7=,
(2) WHEHRDFPIHYR STEC ~D RO IEGE
1) {7 60 [A1" 75 (420 mL) DZHH

il 0 oA TIX, IEEEE 1, 000 ppm, X
e T U UL 600 ppm, =X ) —/ b HE
WFEEET N U 7 A 500 ppm & 1,200 ppm, it
ILARFBOHRERGE LT, ZOFRER, Kb
Koo TRz ET Y v A 1,200 ppm Tl
5.9720.6 log CFU/FTHY . WRIZEHHENH -

5.8%0.0,

7= OIXIEEEEE 1,000 ppm @ 6.0E0.4 log
CFU/ frCh -7,

e LoFR TR, BEERT Y U A
500 ppm & 1,200 ppm, @EEILKTEDORNEE
AEL7z, ZORER, OBIERN Do iR
g+ RVU A 1,200 ppm TiE 7.0%£0.1 log
CFU/ i Th -1z,

2) WK 100 mL 22T LOE (M FiEL
100 mL)

e D OARTIX, T1) 1HEIK 60 FI'EHE
(420 mL) DR (WilEH V) L RO HEIR
THGREL 72, ZORER, bR DH - 721H
BHIE T1) B 60 MM T (420 mL) DRIR
O THpEd V) L3 E e 0 EFE 1, 000 ppm T
5.7£0.3 log CFU/FTHY ., WRIZBHENRD -
7= b OITERRET N Y U A 500 ppm & 1,200
ppm @ 5.9+0.3 log CFU/F & 5.9+0.4 log
CFU/ frCh -7,

72 LoARTIE, T1) 1H7#K 60 FI'E
(420 mL) DZhE) (Wl L) & RO HEIR
THGREL T2, ZORER, bR DH - 721H
wRIE T1) THEK 60 FIMEEE (420 mL) DR
O TR L) L RERIC R bR D H - 7ol
YR R U 74 1,200 ppm T 6.8+0.1 log
CFU/ i Th -1z,

3) VHEK 500 mL 2MFHE L OZER (DT L
500 mlL)

1) WL 60 MIMEEE (420 ml) ORI ()
i D) LIRBROHEER, F LT, mFEE 50,
100, 200, 500 ppm, HEMEHEEET MU 7 A 200
ppm ZBAN L CTHGELTZ, Z OFEER, &bEE
R TR T2) HEHK 100 ml 27k
LDO#HR] &[RRI 1,000 ppm T 4.8+
0.9 log CFU/Jy TH -7z,

D. %%



LBV £ dn D OB E K% CTERME D 5T

EOMeNT & 3224 MR

WMESL LT 3 BTiEI TR O A&t R E LT ik
LTEY THLZ LD RSN,

2.4 D STEC {5 3V X 7 (K BIC B 3 D BfF 5%

1. “FEZ @ STEC Fis

Aip O IRBEEMWIL. STEC 0157 : HT DR E)
MELTEHELINTEY, b N TORERK
ez U VCEET S RMAREINTND,

ARFETITFEER DD —E & - 163 /)
R, 1 BRIR (0.6%) 726 STECT MiE#EDO O
LD TH D STEC 01657 BB S iz, ZD 1k
K&EGTe 5 MK (3.1%) 1%, stx B TH X
W eae AR Dl J7 72 & ONZ STECT IfLiEEED W
TR TILZ A ILPCR CTHMETH T, &
BB D U OFEN D B EEIT STEC 23
SEESNTVWD Z & & LT, 5% RITK
WIZ ERHALMNE R ST, T DOBPERAE
Tholo v &Z 5 TRWVWY U TORRDE
WERWEFT Z LI TERPoTD, 26
BRIRDITTD 7 > DIGFENEWIZIITH STEC D
FELZFHETNVTAREEZXOND,

AR 0O STECT ILYFRE D15 Je 1 M DT AIR
HLEEL WL Z & bR, Mgk
& DAETEHIZOW TS, E sk IO AE B
1% 10"* CFU/en® FREETH D DIZxf LT, E i
R TITE AR 10°CFU/em? & 1475 < 72
S>TW5h, X5ITIE, STEC 0157 23yt S 7-
el E s TH Y . stx Bl B LW eae 1&
faF D572 5ONZ STEC 7 MIERED W
WU T IVH A LPCR T & 72572 5 KD 5
LA RIKRNE ik THo72, LI -> T, fiix
WOVEZED T K-> T, 4B~ STECT

MG OBRBEN LR T 5 L b ER LN,

BB AN ORE I+ REER
%‘g?&)éo

OB S M- BRRIT STEC 7 MUyBRE LTV
R KER D 2 5D TNz, eae BT HRA L
TV D BB ER ORI G aES T D
ZEMH, ZNHOEBKROFIEMEIZON TS
CROMTEITOME LD D, o, BIEA
ELEBAOHEEFEHIZRNLSZ EbE DN
77

AR T, AP DR MEE T
HolzN, BRI —BE2BEESEL-OLIC
FINLTHIKELTWDZ En, T—FI
BITLEEHOADRBREICEENTEY . KK
R H > M OENRIEIZEZ EH TV
AREMEN D D, FRORENOEE T 2Y)
DEY AR BEROREREZIT) ZLICEY, &
D TR IRE L 72 BRI D W Ty BEDS AT RE
mHEEZLND,

SBESNIZFRICE L Tk, v v @ STEC
0157 : H7 DRAE =T b L [FARICIEF R BT
IEDOKED Y N HERKOP DI ERA R &
PITWd, 4%, FHRBERIZONT
b S DROMFTEAT O MEN D D,

2. FHOHEBERROKRES

{HTFIR D STEC ~DEEZNRDOMGEZAT - 72
FER. B LW BRIR O & R E CIIE N
RSN eo7Z b, ZbO&MIEF
W TOHBFNRPEIEFIND LB DN,
THEHR DAPIG Y STEC ~D MR DRRGE T,
IR E LTS 0 iR & e LR IR
AR L7, B @B O & 5
WTHDHZEND, KT, Hld 0 BRIKDRE
RIZEAL, UTOLSICBET D, 2B,
RN L OBAK TIEMIESD D DRk
EHARTIHFIR DI MER TH > 72,

PR K2 W CTIRGEFIEO g A2 35 & |
WEERB IO L (100 mL) Tk, BEREEEK



ORI 1K LZAs, 23 FE L (500 mL)
TlL, Znb LD bEFRA L, 3 DDO/MGE
FEOFTIENTFH L (500 mL) 23hRM &5
2 b,

I, HEREE AW TRGE LT,

MR 60 [MIVEFE (420 nl) Tik, dEEFERE
~U w21, 200 ppm 38 K ONEEEER 1, 000 ppm T
RIREK & LHIFI ORI o T2h3, Z Do

HBER CTIXIEK & DZEITRD b o T,

BT L 100 nl 1%, 147K 60 [IMEE5E
(420 mL) &V & #EFETRRIRICIE FRIR D AR L |
FERWHELERE VR THDL EEZT
Tole, TORK, R LZHEEROZL LT
P K & R TEBD LR35 2 &0
ROBNT, Flo, HEHK 60 [MIMEF (420 nl)
T D & MFHEL 100 mL OB IEED
KI/ABRTHLIZHLPPD LT, EHELHHE
& DM T -7z,

DD, X5V LR A - T,

500 mL (Z2™TF ¥R LEZEIN L TiRlAriz, £ D
FEE. BEAKZ 500 mL 2N T H AR
EESK LTI L. S DIZTHERIR TIX 2 #7
59 LTz, 3 DDMREEST D T TN
L (500 mL) 23 bR LEZDNT,
HEEEONREZLKT D L, WL OKREE
FEZBWTS, EmEEE (1,000 ppm) 235 H
REREEBD 2R L, kiC, @lEERT
FU DL (500 ppmFB LT, 200 ppm) AKX
W o Lic, Lol IREEEREEE T MY
7 2 (600 ppm), T /—/LE X ONEER{LKE
T, B LEb00 ERoWHE KL L
L G LYY

Flo. WTNORGEFIEICBW TS, #iE
FET MU U NTRIRERRE D 500 ppm TH A
REDEAL, WEENE T, £z,
WEERE (1,000 ppm) (X, WREOECHRTED

BRI oTob DO, HER R S iz,

WREOEGBNIRNZ & D IWEEE O )75
HRICET S EEBELONT, ZDD, TX
DIZFIRWRE THBE R ZBRAET 272012,
100 ppm & 50 ppm (T CTBRL7Z, Lol
Hgi 13 1,000 ppm & FEBE L TR 1 HLL B/ &
molo, Ak, EEEEE 1, 000 ppm & 100 ppm O
FOIRET, WEHIRNE . BODBTEVIR
HOREEZRR LI,

E. f55m
HOMHNEXRELT B WEOHLEMEWE 5y
HriE (12 S34TiE. 29 fbEW) A fESLL | 22 MR
ek BR A i LT, 7O, WP hosirikd
BAFRE S (HLEE | O TREEE . S8 RS EE ] DN IR
PE) BFDAL, IO A Z X G ELT kL LT
M THDLIEDRENTZ, AWFTE CTHESL LT 57
FriEE A OWHZEIZED  BWE D 5 bHEEY'E
PWEROE=HY TN S 725G
IZHHRNTH O (TR Oz
Ehid 52 LN TE, EU ~EMER Mt
THERIZRDO N EZ M IFICHED HZ LD A]
RELE X DD,

1. O STEC JF CiX, 2021 44 A0 D
2022 4E 2 AT 7 sk OB o b LIRS
At 163 MAZ M L7o, MIKZ R4,
STECT MIERE~LF L v 7 AU T ILZ A A
PCR Z1T\>, 4yBfERk o g e R B L Ok
FHIMEIRBR 21T o 72, E72. BIKRO AR
DFHZAT o7, ZORER, 1 Bl (0. 6%) 725
STEC 0157 : H7 MBS ni=h. 1 KD AT
Hol=Z 0D Uy ORI 78 £ O R %
IZOWTIEEBERITIEEL 2o, STEC
0157 : H7 M08l S - fikds K OMERR Iz
TAERBN R EWMEZ R LI Z &b,



MiEX DBREERI O EK O RIREMENZ 2 BT, L
BEBUR D O /0B S AU7= STECT MUEAEICEE S Ly G fEERSEIRIE

W stxig{n - E£7203 eaeig@n 1+ 21A1 5 HE L
LSRN EDEEE S LERORA H.  ZNAIFTA HED BRI « B gk
BRSNS E b EZ DR, 7L

2. FROHBDROKRETIE, HEHKLE LT,
FRPE D FER A et b L7 d SRR T N Y
N SERON 12 |0 NI R i O i R e
7 b U UL (REERERY —2), HEox=Z
)=V (ZF AT Ia—)) ZERL, FHNT
D STEC OIHFHEMREMGEE L 72, figs LTH
BROMHELZHECT ZERRELZSHDDH Z &
(2 &Y B OB AR iz, HERO
L LCid, AEREICA(LEZE Z SRV iEEE
MBrkbEALTHD LEXbNT, 5%,
% OFERR R 2 K TERE T & 2 M FERE IR B A 1
T2,

E. Bt 9EFE

1. FXHERK

Akiyama H, Takagi A, Inoue K, Suzuki Y, Ito R,
Wakui N, Asai M, Sugiura J. Evaluation of a risk
communication program for pesticide residues,
Food Hygiene and Safety Science (Shokuhin
Eiseigaku Zasshi), 62, 187-192 (2021).

2. FRFER

Shizuka Saito-Shida, Seiichiro lizuka, Ayumu
Nakamura, Satoshi Isagawa, Satoru Nemoto,
Hiroshi Akiyama. Development and validation of
an analytical method for determining total
florfenicol residues as florfenicol amine in bovine
muscle using liquid chromatography-tandem mass
spectrometry. 2021 AOAC INTERNATIONAL, 43
348 427 H

F. JHiA) A PEHE O HH R < BRGakebR I
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JEA G BB AP FE B A B B (R i D22 EREPRHEENT JE - 28)
TN 3AREE Sy HAT R

B I £ i HH OO B e R D 728D DB SE
BNV 5 T O TR E M O G E O 3 BT i DRESL &2 2 VR

WH7esr A S OB i 2 ENZERGRMETENT AT Rihdl AR

MRER
EU ~Ett izt 2%, REWET =42V v 7EEIcESE, AWE (RAFLy
%) ROBWE BEMEWES) OT=4 )V ITREEZITHIVNERD D, T=X 1V THRE
IZBWT A WEPRH SN, JRINEZHE L CRLEREEL & 5 £ TORM, EU ~#
B9 bz Lixcaivy, —F5, BBENST=FV 70 (I, BigsE) »omH S
BIXFA (AR TOMRAEEZITV, FEMEZEE L7255 IR R EOREN RO HiLd,
L7205 T, BWEIZET=F Y U TEALCMZ TR ZXR E LT oHERMNETH D0, —
HOMEIZOWTIEMNZ RS & LI OWEREE SN TORY, AIFFETIEBWED H b,
FROBZBWTE=F Y U TEA TR E 72 X B IROENZ DWW TR &2 x5 & LT ok
HESL L, BFMUVEZFHMET 2 2 &2 A E Lic, AFEEIX, BOMAZGELT 12 554811k (B
HYEMVE 29 LAW) ZHENL L, ZIHD 3 HTED 34 PR ER A S e U7, 205 R, B 77.3~
115.7%. DHTHEE 1.8~9.3%. BANKEE 2.4~142%L720 BEFRFERNEDNT-, 2. Wb
ERmAIETLHIE—7ITRO LT, BIRVEIZREIT 2D o7, ZNHDOREEDNG, 12 SHTiEITE O
A E R GE LT HTIEE L TR Y THLZENRENT2, AIFIECHESL L T- o WHiEE VWbl k
D.BWED S LHEMEDENIZOET =5 ) > ZL DR S BA I LSO NICE O
(W BT OMEZERT D Z LN TE, EU ~ErE RSzt T 25Isko oot %
MDD ENFREE S 2 DID,

SN AL 1 gV BH AT RARPERIRAESE, J1 /32
(—¥) BAREMHE 2 — —FREHE, UL ARARNRERE, AR R,
PCB. AtV REK HeJE-AFH TR, v 1=

A.BFZEE Y N2 ) DFE=ZZI T REEITINEN D, £

EU ~EhPE £ i i 3 2 BR 13, RN B2
F55 96/23/EC B LU (EU) 2017/625 1276~ T
TER LT B E T =2V V3 EICHESE AY)
B (AF AU, FUTIRIREE AT mANE, LY
N g7 AL B-TEEIEE, Coucil Regulation
(EEC) 2377/90 AnnexIV |Z4#8\F L 725 1LY/
(7uagrh7e=a—) =ka 75 5, =haA3IX
YV —VEE)) KON B W (LA MEE B AL B

=XV T RAERWT A WEPBRLSNZSE1E.
JRIREZ AL CHERFEZEHETOM, EU
~EH T A28 TERV, — 5 B WENE=HX
Vo 7L (P, BN ) 2D S e el
A (AT B CORRA ATV HEUEE 2 1
L7235 G CRIRNEORE RO OND, ZDT=D,
B WEIZHOWTCTE=HI TN xR E LT 5y
BHEITINZ . AR E RIS E LT iTiEb LB LT D,



LU D, — OB SOV TR A % % 52
ELTE I NTEN B S TR, ABFZETIE, B
WEDHE | F R OBV TE=ZY T LA
T ST B g L 22> T I HOW T, A%
SRELT-DONTIEERTRSIL . E=XY L 7 A T
&7 356 Wl BRI 7 3 7 s s A3
D IRHI 28522 ARSIz, 5F 3 4F
B QFH) I BMEDOOI L, BIZBWTE
=4 U > Ik G ERAL S B ST B O
(PUEEME 29 (LEW) 122\ T, BHBOMHA
S Rl BN aoa /v VAL PN o i T
Fhii L7z,

B. BF3E 51

Rk BOBRIE, A7 —xy MERAT
HARWREZIEAN Lo, "TREZR R Y RN % bR
X, vARI =TTV Y —F HN TR —
L7,

1. A4V ROFNA I av  REBRE
O B - KR
HAT NEREN,
Froft iR E)
FIUI T ARRE,
SV LTS
L FRREREGARA (BIR L)
TEhr=hrVU, A% /—)L: HPLC A (4
FAbF )

U UBEAKRFEZT MY AR, Y
KEFEZ AV T L, = F L VT 2 UERE
T U T LATKRY, ¥lE Rk (BAE(L

MR 97.2% (& L7 AL

ME98.1% (HE7A

1)
ET0 SR N RN
AR

UUBRZAKRFEDV UL VR Rk O

FAbREE S )
pH & B A -
Merck )

= AR PUN-Eo Y RUoLES

pH-indicator strips (pHO-14,

K 2 =% 7 & :Oasis HLB (60 mg/3 mL,
Waters $)

AT FT 4 VH— PTFE 2V V7 4 )b
42— (0.22 um, HEEEHEEZR )

7 T PRKEMEE (pH 4.0) : 7 = U EE—/KFn
W 13 g, UYBEKE T N UL+ K
28 g KO F L U7 I U NEEE S R U D
AZKFM3TgH &Y . KK 750 mL 22T
W LT-#, U VBT pH % 4.0 IZFHEE L, K
%0 Z CIEfEIZ 1000 mL & L7=,

U UERYEREMTR (pH 8.0) U VB T KED
U 05g ROV UBKFEZAY UL 167 ¢
eV, KK 750 mL ZI0Z TELIZtR, U
VEAT pH % 8.0 IZFWHE L, KAEMA TIEMIZ
1000 mL & L7=,

7 = UEEIRETR (pH 4.0) M ONA X J — )LD
w (1:1) 0 7= iEER (pH 4.0) 500
mL X ONA %/ —/L 500 mL ZiRE LT,
IKEOAHZ ) —)LDiRIK 3:1) :
LA S ) —50mL ZRA LT,
KREOFEEOIRRE (1000 : 1) : 7K 1000 mL %
OF 1 mL ZIRA LT,

BRI © XA 0y BN 25 mg RS
L. A¥ /—)LCHMEL T 500 mg/L ¥R %7
L7z, T a v K 25 mg ZHEFE L,
AR ) — )L CERiE LT 500 mg/L YA Z sl L
77

WIMAEERE . A4 avryROF I a
VUREERIE A A B ) — )V THRRL T 0.7 mg/L
IRATRIRZ AR LT,

@ &

7K 150 mL



RE VS A Y — T 25 digital ULTRA-
TURRAX (IKA ¥ 23 i)

SROBERE - H-107DF 2 OVH-80R o (=2 7

)
BEOM: EL (AXVv~r M)
pH#EF:  D-13 (URGRUMERTER)

LC-MS/MS GHITESRME - £ 1-1)

¥ OE A A=) —
MS QTRAP 5500 | SCIEX
LC ExionLC AD | SCIEX
F—ZJLE | Analyst SCIEX
@ E&

ZAn Yy NEEFIE IR RT3y R
S 2 A 2 7 — /L TAR LT 0.00025, 0.0005,
0.001, 0.0025 & TF 0.005 mg/L DIRAAEAE K
AL U7, Z O 2 uL & LC-MS/MS 21k
ALT, bz — 7 miEz o TlER
ZAERR L7z, SRBRISIE 2 uL % LC-MS/MS (ZiE
AL, BRER» D RERIECLD XA 2
VUK OTFNAIavrDEEREEH L,

@  WwIEEO TR

B 5 g IR ER R (0.7 mg/L) 0.5
mL[ A %/ — VIR & iR LTz,
® HEBRER O
B (K 1-1)

AAaY U RORFAIayrE2RENL S
T UFRTEENR (pH 4.0) KONRA ¥ J — /L DIRIR
(1:1) THIH L, ~FH o Tk, v
ZARUPUN-Em e n ) RUoREAKS
=717 LTHE L%, LC-MS/MS TEEL W}
R L7,

a. filit

Bk 5 g & 250 mL DA AR VI E Y B

V. 7 UWREER (pH 4.0) KLONA X ) —)b

OIRIE (1:1) 95SmLEMRIZ, REDTA Y
—TH# LI, ~F > 100 mL Mz, 5%
R & 9 L7z, 3000 r/min T 5 53y filsE Oy L
7o, T 10 mL GREF 0.5 g #12Y) Zim
WU Te, V) o ERsERRER (pH 8.0) 30 mL
A T-t%. pHEBRHE T pH 8 2R L. 3000
r/min T 5 3z OB L 72,
b. i

FEEZYE= LR UN-E= Y R
VILEAIRI =8 T A [Oasis HLB (60 mg/3
mL)] (HOHMNTHAK J—/5mL, KSmL,
U VAR ENR (pHS8.0) SmL CTHEF L= D)
B LTz, KEOAX 7 —/VOIRKR 3:1)
10 mL TP Lictk, A%/ —/L 9 mL THH
L. I0mLEEET T A3|I%T T, AX ) —
WNTERL, AVT T T 4NE—TAHL
7o b D a2 BRI & LTz,

® FLPERE iR

O % B SR E (70 pgkg) T
Y MR BB A i U 7o, 2 R T A
RTA4 AW, 1R LE QOHMT). S ARO
oy iV EZER A ATV, BMERENNT A — & 25
fili L7z,

2. Fanm v oRBRE
O M - Rl
Foa v O FERER 0 100 pg/mL,
91.6% (Analytical standard solutions )
3-0-TBFNEA m s AAZUER © I 96.0%
(Toronto Research Chemicals %)

PR R (B AR LA

HPLC ] (B4

TR
TER=RNIUIL, AH)—
WAL



Xk Feik (BHRAEER)
DA Rk OB

Vb= AR PUN-E= AR Y RULES

K =47 2L : Oasis HLB (200 mg/6 mL,
Waters )

KRBT ORI (1000 : 1) : 7K 1000 mL
F R 1 mL ZRA L7z,
KEOALZ 7 —LDiRHKR (3:2) : 7K 600 mL

KA H ) —)v 400 mL ZiRA LT,
KEOD ABEOIRIE (9:1) @ /K90 mL K
D ABR 10 mL ZiRA LT,

PR mL % i

BICEY, AX =L THIRLT 10 mgL &

F s v AEHERR 1

AR LT, 3-0-TBFNLZ A 10 AU,
) 1lmg ZREL, A% 7 —/LTHMLT 10
mg/L ISR 2 L7,

TP . T e o AR UE R M
W3-0-T B FNE A 0 NEREF i e A X )
— /L CAIR LT 0.1 mg/LIBARIE &2 L L
77,

@ &

RE VS A Y — T 25 digital ULTRA-
TURRAX (IKA ¥ /3 1)

0—X%1) —x )N RKL—%—: N-1300 (i

P LA E)
LC-MSMS (JIESM : & 1-2)
O Y A—T]—
Triple Quad
MS 6500+ SCIEX
ExionLC
LC AD SCIEX
7 — & JLEL | Analyst SCIEX
® &

Fonsnm v KR DY 3-0-T 2 F ¥
Au Y U ERFREEZ A X ) — )V THRL T
0.0001, 0.0002, 0.0005, 0.001 &\ 0.002 mg/L
DIRATERER IR A AR LTz, T OWIK 2 L %
LC-MS/MSIZHEAL T, bl —7 miE%
AW THERAZER L=, RBRIAE2 1L % LC-
MS/MS (ZHEA L, HE#R ) D e i w g ikic
FoFrsar kRO 3-0-7TEFF A a Y
vOGEERM L,

@  WINEEr o B

AUEE 10 g ISR AR MERS IR (0.1 mg/L) 1
mL[ A ¥ / — VR EERIML, K<RE LK
%, 30 ZrfEifikiE L7z,
® BRI O
Wz (4 1-2)

FanRay o KN 3-0-TFLEA T
ERE S AUREEETE T T ' b T L7z,
FO%, V=R UN-E= el R
VIEEAKRI =T A THE L%, LC-
MS/MS T & M OER L7,

a. iy

B 10 g &2 250 mL BEDJA AR U RIZE Y B
D, KLY ABEORIE (9:1) 10 mL KT
T h 100 mL ZMZ, REZFAHF—T 145
MR L7, WAL, AR ok
BWZEIEARYEIZRE L, 7' b 50mL &0
A TCHREVFTA P —"T 1 MR L, WHl
Al LTz, fF6NT-AK%E 200 mL BEET T
2B, TR FCTERLE,

b. i
iR 4 mL GREF0.2 g #1Y) ZimikEIC

&



BL, K 15mL 2z, YE=/LXEL-N-
vt=nrvrl FRAHEEAARI =77 A [Oasis
HLB (200 mg/6 mL)] (6N U®H A X/ —)b
10 mL, KEQRAX J—/LOiRKE (3:2) 10
mL THHFL-b D) ([CAf Lz, BOENE
KEORA L ) —)VDiE#E (3:2) 5mL THW,
Vel 71 7 DB fg, Valfd 28 4F % 2 [l
WLy A /=L 9mL TIHEH L, 10 mL &
RETTANCZTTZ, AX ) —NLVTERL
T2 DERBRIEI L LT,

©® 2R AR

O % I EEBFIEE (10 pgkg)
TR Y MEREMERER 2 i U 7o, 24 MEREm Y
A R0, 1A 1R QOHMT). 5 A
DI PIVEREITV, BT A — 4 %
A L 72,

3. Vrva~wA v R Bk
O R -
Vo a~A v o EERE - KFnmEEY . M

||

AR

J£ 99.6% (Dr.Ehrenstorfer )
Vo a~ A T o-dy BEHEN i 95%

(Tronto Research Chemicals fi})

AH =) FREEEGERA (BHE/(bFR)
7T h=FrU/: HPLCH (BIH/{bFH)
Xlg, Vo KEDV L, U UERKE

TRV ULk s Rk (BR(ET )
Frfk (UhaEEERD

AF LUV E=ARCPULBEERI =N T

W T =7 A -

2 ¢ InertSep PLS-2 (500 mg/6mL, ¥ —=/L
YA )

AT T T 4)vH—: PTFE vV U7 4

LB — (022 um, HIEEM AR R
KB OFEROIRHE (1000 : 1)+ 7K 1000 mL &
OF 1 mL ZIBRA LT,

Ko 7= AR OER (900 :
100 : 0.9) :  AKEOFEOEK (1000 : 1)
900 mL IF NZ 7 b=k U /L 100 mL Z{EA L
77

KERALZ ) —/VORHKE (3:1) : /K 75 mL
KA K 7 —)25mL ZRA LT,

U CEEREETR (pH 7.0) © UV EETKFENY
T 64g KON UEEKE TN DA TK
o 18.9 g /K 750 mL IZHf# L. 1000 mL |2
ER LT,
B R

LR 2835 mg (U a3~ 2 25 mg iHY)

U va= A v GRREE — KT

R L, A% — /L CIEfRE LT 1000 mg/L A

i L Oy
WIEHERHR . Vv a~A o o-ds MK 5

mg & A F J —/LTHAE L T 100 mg/L iR % i
L7,

@ JEiE

BT Y F AP — T 25 digital ULTRA-
TURRAX (IKA ¥+ /S BY)

n—% U —T /NN —&—: N-1300 (HEIT

B2

w0 EER © H-107DF X O"H-80R« (=27
v i)

REHH: EL (A¥v~r i)

pHEF:  D-13 (W5 HAEATHR)

LC-MSMS  (HIZESA: - 5 1-3)

| = | | MK | A—h— ]




MS QTRAP 5500 SCIEX

LC ExionLC AD SCIEX

F—Z AL | Analyst SCIEX
@ E&

Jrya~vA v FRFEEREDOY vav A v
veds WIEEERR A K, 78 h= K UL KROF
g ORI (900 : 100 : 0.9) TA L. 0.00025,
0.0005. 0.001, 0.005 X% Tr0.01 mg/L (PHAEAERS
=L 0.005 mg/L) PR IEIR SR METR L 4 i
L7z, ZOWWES uL % LC-MS/MS (2 A LT,
Bonky vra~va vrd O — 7 Bk
THVvavwAf O —7 mHEOHE N
THEMRZIER LTz, RBREK 5 ul % LC-
MS/MS IZHEA L, BER b NEEAEEIC X
DY) vaswArOEREEN L,

@  IINEEF O Y

OEE S g ICHIN AR HERS K (1 mg/L) 0.5
mL[A %/ — VIR ZRINL, K<BAE LK
%, 30y MIHLE Lz,
©® BRI OFR
e (M 1-3)

VovavwAgvrzilfinb A2 ) —LThl
HL, AF LI ARUBUIEEASK
=07 L THELZZ%E, LC-MS/MS TEEKL W
fERB L7,

a. fli

B 5 g & 250 mL RO AR UHRICE Y i)
V. 5 mg/L @A PRSI 100 pL KOV A #
J—=)50mL &Mz, RETFAHF—"T155M
iR L7z, 3000 t/min C 5 43 5 00 B U714
B S mL GREFO.S ghHY) 72T T 7

AL, B—F Y == NF L —F—
(40 °C) TiRMEME L7z,

b. fEH

TR ) CERREER (pHT.0) K UMEE Y
VEZUALI0gEMA, SMIRE O %, fke
AWML, AREAFL P E=Z AR P 4l
B AWK I = 5 7 AllnertSep PLS-2 (500
mg/6mL) J[HHE®HAH /) —/v S5mL, K 5
mL OV iR (pH7.0) 5 mL TyedL
b DUTAfm LI, /K 10 mL, KEOAZ /
—)VORWE (3:1) 10 mL THFEHR, A ¥/ —
L 10mL THH U, WK Z2E DI T,
WHiERE L —% ) —= /K L—4&— (40 C)
CTRMEELE L, BIRCERY A 2@ UEGFR
WARELZ, BEMEK, TER=1FU L
T O OIRRE (900 : 100 : 0.9) 10 mLIZ¥Ef#
L. AVT TV T A4NE—TAHBLELDE
ARBRISIR & LTz,

® ZYPERHmEER

O & ek B B EE IR L (100 pg/ke)
TR VEREM AR 2 0 L 7o, 2 Y MR
A RZAAZHEN, 1T H LR QOMT). 5 A/
DR PIFEREIT, BEHEREART A= %
M L 7=,

4. APV ATV KROVE FurX fL7
kA v RBRIE

© B - RE

ANV T R~ A B Y
(i) /mg (USP)

Ve RRA RV b v R

754 ng

753 ug (Jii) /mg (USP)

T r=FU/: LC-MSH (BifbrHl)



I-~FH A VIR T R T L A F
Troux 7T T7H (BLT7 AV AFOLREE
b))

AT H T AR (£ 0.5 mol/L KIEHE) -
LC-MS I CREUbRK TR

AL )= U, sanaknih, MY
=R =411317 VN2 vall NURIVNNES X | o all N
UNNUING -3 3RV NNIUING v/ & S a
MU DAk s Rk (BET7 AL
FOE AL
ABTABRT VI VB~ T 2T A

U U NSIN (8 HbF TR

/A

T BTN I Y AT NANI =h T
2 : Sep-Pak C18 Classic (360 mg, Waters i)
AT T 7 4% —:  Milex-LG (0.2 pm,
MILLIPORE )

U PRt iEE R (pH 6.0) : U VR T KFED
UL T70g KUY UAKFE T M) UL+
KFW 6.0g &V, /K750mL Z /M2 THEML
7=, VUERT pH & 6.0 IS L. KEMZ
CTIEMEIZ 1000mL & L=, 2z 121°CT15%
[, e FEZR SR 2 CIREE L. IREEK T 2 fi5 A
WLz,

DR/ A =0=1 1517273
&=, K 1000 mL 2 0% T LTz,

6 mol/L KE{bF F U U LB : Kb T &

U h 120 g 28D, K 375 mL 2012 CTED

U2 v R 20 g &

L7-#%. K&z CTIEMEIZ 500mL & L7,
1 mol/L /KE&{LF b U o AVEHE © KEE(LT b

U Aa20g%x&EY, K375 mL ZINZ THEMNL

7~ . K&EMZ CTEMIZ 500mL & L7,
KB T
MU DA 2gZxED, K375 mL 212 TEN

0.1 mol/L /KE&{LT b U 7 A¥AWR -

L7t K&EMMATIEMEIZ 500mL & L7z,
115V UEEIRIR U »ER20 mL X UK 280 mL
ZIREG LT,

3%HbT U U AER 0 b FU T A 15
gZED . K485 mL I TN Lz,

1 mol/L ~FH 2 Z)LR BT b U 7 AR
I-~FH L ZVR T R UL 3764 g &
D, K150 mL Z % CTHEN L%, KEMNMZ
TIEfEIZ 200mL & L7,

0.05 mol/L ~FH > Z /LR S U 7 AEGH
U o meKkFE S B
U A355g KON 1-~FH 2 A VR Ui R Y

U v BEiRER (pH 2.0) :

U941 gHED . K750 mL EZMNZCTEMNL
7ot%,. ULVEET pH % 2.0 IZFABE L, K&EMA
CIEfEIZ 1000 mL & L7=,
KERAZ ) —NOigiE (1:1) @ 7K 500 mL
KA H ) — 500 mL & iRE Lz,
KEOANTZ 7 A afEiE (8 0.5 mol/L KE
R) OEHE (1000 : 10) : 7K 1000 mL K& UM
TR 7 NAalEiE (0.5 mol/L /KEEHK) 10 mL
iRAa L,

T b= MU AVRONT X 7V AR (K
0.5 mol/L /K¥#R) Dig#k (1000 : 10) : 7k
k= hk UL 1000 mL & ON~T % 7 )V 7 v R
(%9 0.5 mol/L /K¥&E#R) 10 mL R4 L7,
BRI 0 A ML T b~ A 2RI AE

i & JE T (0.67kPall ), 60°C T 3 RpfH] Rz M



L7z%., K166 mg (AL h~A 32 50 mg
(J11f) fHY) ZRFE L,
(pH 6.0) TIAEf# LT 1000 mg (Jiflh) /L ik

U I 4 % 1 K

AWML, e R XA ML T A v OB
FRYEIEYES 2 08)E T (0.67kPaLLF), 60°CT 3
RFFIRZMR U722, A9 132 mg (P R X ML
7 h~A 2 100 mg (Jiff) FH4) ZREFE L.
U U ERYEREER (pH 6.0) TI&fi# L C 1000 mg
(filh) /L ¥k 2 e U7z,

BN AR MEVS IR

FkORYeE R A L7 h~A v o fERER

AR VLT b A v R

2K THR LT 4 mg/L IRAWIRZ T LT,
© HEE
REISF AP — BM-=2 (HARKEHEEERTHELD

0—% U —T/NR L — & — : N-1000V (HTH
(e
a0y R -
Re R

pH &l :

H-60R (=t 7 )
EL (AX¥~/47 )
F-72 (RET RN ART 27 /)

LC-MS/MS GHITES:ME: - 3£ 1-4)

%' LU= A= —
MS 4000 Q TRAP SCIEX
LC Nexera X2 A ERT
T — X JLEL | Analyst SCIEX
® &

AV b A VAR ERE ROV E P
A BMVT bV T ARERR 2 K K OIANT A
A afERE (F 0.5 mol/L KIEIR) DR
(1000 : 10) TALT0.01, 0.02, 0.05, 0.1,
0.2 X 0.4 mg/L DIRGIEERIK 2T LT,

Z DRI 2 uL % LC-MS/MS IZIEA LT, &5

Nz e — 7 gz AV CRERZ ER L7z,
RERIAWE 2 pL & LC-MS/MS IZIEA L., ME#R
DO RERIBEICID A ML T h~A T
FOYE RrA LT b v OEEER
H L7z,

@  IIEEF O R

B S g IR SR HEE R (4 mg/L)
0.125 mLK]Z @I L 72,
©® FABREIR O
e (12 1-4)

ARV R KFOWE KA ML b
~A U ERENS MU 7 v v FERRAK Chi
L. 78 iV ATltific, AZ 7 AT VI
N S/ SAVINN SO /A A R NI Z
UBTNI =0T 5 THRELIZ#%, LC-MS/MS
TERKOHERR LT,

a. fli

RS g & 250 mL ADE AR U RICE Y B
V. U7 aaERREIK A4S mL 20X 7otk A
EVFA P —THAELE, Z7rak/LA 100
mL Nz, ;RE ST 5 pMIRE 5 LT,
3500 r/min C 5 7y [l L0 BE L 72#% . /KJE 20 mL
GRUEL 2 g FHY) ZmDVEIC/ L, 0.1, 1 K&
O 6 mol/L Kfft7~ b U U ARIRA O /15 Y &~
FRYATE T pH 7.0 ICFHHE L 7=,

b. g

MR E A2 r A BT VI v~ T 3T
AT (HHENLH 1lem D7 v~ N7 T 4
BIZ/ AUV NSN ZKICBESE T, 20
3mL Z#FRELIEHD) (TAM LTz, HOEN

Z/K20mL TYEW, T/ n~ 7T LE %



Y Uiz, 3%t b7 R Y v AR 20 mL TR
HL., mO0FICZIT-, BWHEIKIZ 1 mol/L ~F
P AR T N Y T AR 1 mL KON 0.05

mol/L ~FH L 2R BT N T AEGHY v~

fefE@EiR (pH 2.0) 10 mL 21z, X<{EA L.

FI BTN YT ) BTN =TT A
[Sep-Pak C18 Classic (360 mg) ] (H LU ®
AKX 7 —/L 10 mL, 7K 10 mL, 0.05 mol/L ~
Yo ANVERVEET b U AEA Y EEEETR
(pH2.0) 5mL THEFLIZH D) ([TAM LT,
BT BEKTHNS L, GEEIRO pH 2% 4~4.5 {4
/o7l TATAREDRNA X ) — )L DIRIR
(1:1) 10mL THEHL, 3 E7 I Raicx
Fe, Wik ERr —F ) —Z NF L — & —
(40°C) TiRMEHzE L, IR CEFE N A &
U2 RE Lz, REMEZ KL O~
5 7 VA agEE (590.5 mol/L KIEIR) DRI
(1000 : 10) 10 mL I[ZIEfEL, AT T 7
ANVE—TABLTEbDERBIERE L,
©® 2 MRl

O N A R E B R (100 pg/kg)
TE YRGS & K U 7=, 24 MR T
A R0, 1A 1R QOHMT). 5 A
DRy INVERZATV, RN T A —F %
FFAI L 72,

5. AF~=A TV URABRIE

@O RE - IR

BT =AU BREREEM 0 790 pg/mg
(USP)

T b=tV LC-MSH (BH(b-HR)

AT Z T Aa g (] 0.5 mol/L KIEHK) :
LC-MS Ml (Rl 26

AB )=, U@, ~x%H U KSR
SRV UAFZKA, Y B KFESY
AN
N N b E Y

2R VBB Y B = LR P U N-E =L

N7 ooz, 25%7 V=T K

el RUOHEAKRI =T L Oasis MCX
(150 mg/6 mL, Waters )
AT T 7 40— Millex-LG (0.2 pm,
MILLIPORE )

U VR AR (pH 6.0) U R KFED
U 70g KON UAKRFE ST M) v A+
KF 6.0g 280, /K750mL M2 THENL
72t UV VEET pH & 6.0 (L. KEMZ
CTIEMEIZ1000mL & L=, 2z 121CT15%
M. mEZAKE R CIRE L, BEK T2 54
R L7z,

N7 oaFBEK . NY 7 aaEgs0gkh
Y. K 1000mL &Nz THE LT,

Ky AL =R 25%T =T KORHK
(6:3:1): /K 120mL, A% /—/L 60 mL
F R 25% 7 =T K 20mL ZiRA LT,
KEOANTZ 7 A afgiE (0.5 mol/L KE
R) OEHE (1000 : 10) : 7K 1000 mL K& UM~
TH 7 NVA e EEEE (59 0.5 mol/L ZK¥AH#R) 10 mL
ZIRE LT,

T b= MU AVKRONT X 74 afgfE (K
0.5 mol/L /K¥#R) Dig#k (1000 : 10) : 7k

F= KUV 1000 mL KT Z 7 )L 7 o g



(#7 0.5 mol/L /K¥i#%) 10 mL ZiR& L7z,
MR © T~ A 2 TR AR AE 5 %
31 mg (BWF~A > A25 mg HHY) AL,
U v ERME R E R (pH 6.0) TIEME L T 1000
mg/L ISk = L7,

WA © )~ A v A ERERGR
K CTHIR LT 2 mg/L ViR & il L7,

@ HE
RETFAHF—: BM-2 (H ARG

0—X% ) —T R L —HF—: N-1000V (T

HAL 2 )
TEOBERE - H-60R (= 7 o)
REOM: EL (AXVv~/~ )

pHEF . F-72 BHT KA ART Y /)

LC-MS/MS GHITESRAE - £ 1-5)

¥ OE A A —H—
MS 4000 Q TRAP | SCIEX
LC Nexera X2 L ERT
T — X JUEE | Analyst SCIEX
@ E&

NF~ATr ABEFRZ KL ONT X2 T
VA e EERE (K9 0.5 mol/L KIFIK) DRI
(1000 : 10) THIRL T, 77 v 7 kBRIFK
DOEPEZFRE L2 ORI L, 0.005, 0.01,
0.02, 0.05%000.1 mg/L D~ ~ VU v 7 AEYERR
aERB L=, Z O 10 uL % LC-MS/MS (2
HEALT, oz —7mEEEHOTHR=E
A ERR U7z, BRBRIAIR 10 L % LC-MS/MS (2
HEAL, MER» DR ERIEICL Y B
YAV ADERERE L,

@  IINEEF O Y

B 5 g IR R R (2 mg/L) 0.25
mL[/K]Z L7z,
©® BRI O
e (12 1-5)
NF~Av A zilBlhns Y7 oo fg
BTt L, ~% 0 Tk, ALk
BRIEEMi Y =L _ P -N-E=Er ]l R
VHEAKI =N T A THRE L%, LC-
MS/MS TiE & M OVERR L 72,

a. filit

B 5 g & 250 mL DA AR Y IRIC &Y B
V. MU oo FRREK 45 mL 2N Z 2%, R
EVFAF—THE L=, 3500 t/min T 5 43fH
ELOBEL 2%, B AE LTz, A
% 250 mL DA A AR URIZ AL,
mL 2Nz, :RE ST 5 pMIRE 5 L,

~FH 50

3500 r/min T 5yl Doy BE L7z,

b. i

K8 10mL GUEH 1 g #HY4) % ALk U igfs
i =R P N-E= b rl No3bE
AR =57 2 [Oasis MCX (150 mg/6 mL) |
(HBEMNTDAL /) —/L5mL, /K 5mL T
L7ebd) IZAM LTc, 7T 5%Z/K10mL, A
ZJ—)V 5mL THF L7tk K, A%/ —
KX 25% 7 =T KOEK (6:3:1) 10
mL THEH L, RIET7 I R22lcx%T7, &l
o —4 ) —T/NRL—4%— (40°C) T
Mz L, =SBI CER N A%l CIRFIRE %
br&E LT, BEME KK OBNT X2 7V A v
2 (% 0.5 mol/L /Ki&#K) Digi#k (1000 : 10)
10 mLIZIEfEL, AT T2 7 42 —TAhild
L7eb Ol & Lz,

® 2 PERHAm SR



F DA % et A E PR (100 pe/kg)
TR Y PR AR 2 T U 7o, 2 MR T
A R A%, 1B 1R QOMT). 5 HH
DRy INEBRZATV, BYERENT A —F %
PEAM L 7=,

6. ANVT7AREY Y —)L, ANVT7E] R
v, AN77F /%Y, FU XL
FYULEONFT VT o=a— )VRERE

O R - B
AT 7 A RS — UEEAELL - HHEE 99.99%
(B HA bk -5)

ANT 7)) A NI KMYEERE
HIE 99.6% (&8 L7 A /L AFEHIERED)
ANT 7 x XYY AR 0 M 99.0%
(Sigma-Aldrich )

FU AT LERES
A L LTSRS
FT T = a— LFERE,
7 A v DFDEHIEEEY)
AL )=, TEF=FIV, ~FH F

M. HEfeT v E=17 A

ML 99.9% (Bt~

M 99.7% (&

Rk (BE7A0

WAV Np i L)

A% ) —/v: HPLC Hl (Bt7A L aFiif
$Ki)

AH )=, ¥FEE: LC-MS H (EL7An
LR EY)

T/ 7ae Ik Y S AI =0T
2 : InertSep NH2 FF (500 mg/6 mL, ¥—=T
LA = R )

AT T 7 40H— " Millex-LG (0.2 um,

MILLIPORE )

T =Y EEFIANFY 0 TR R= B
UL 30 mL L OMNFH 2 270 mL Z{RG L. 5
SR E 5 2 T o7, iER. DBEL7~F
YUfEa LT,

T2 =KUY, KKOFEEDERK (100 :
100:1) : 7E&r=kU/N500mL, 7K500mL
KOFR (LC-MS ) SmL #iRG LT,

T = MU KOO IEK (100 :1) :
7 F= KU/ 100 mL }x O'FEE (LC-MS )
I mL #{EA L7,

1 mol/L 7T E=U LR :  HERT &
=T AL3854gxEY ., K350mL X TEDN
L7, K&EMZ TIEMIZ 500mL & L7,
0.5 mmol/L FFET > & =7 L¥HE © /K 1000
mL % OV 1 mol/L BEl2 7 > &= A 0.5 mL
ZiRE LT,
FRYEIFR
10 mg ML, A%/ —/ (HPLC H)

ANT 7 A hFY Y — LEESE

TYMELT200 mg/LiRERE Lz, AL>7
7/ A MU KFIERELK) 10 mg &
KR L, A% /—)L (HPLC Al) TiafiE L C
200 mg/LFEERB LI, AVT 7% /) %4
U UAEHESK) 10 mg L, A X ) —b
(HPLC A1) TR L C 200 mg/L ¥ % il
FU X MY AERERLK 10 mg 2R
L. A%/ —n (Fh) THML T 100 mg/L

L7,

WRAZRE LTz, 7707 z=a— VR
10 mg 2L, 7 F= MU L THEML

T 100 mg/LiEkZ L7z,



W AREAE SR © AT 7 A RFH ) —)L
BRI, AV T 7 & /) A MFT o —KFY
BEHERR, AV T 7% 7 X9V AR,
FUA RN MMEREREKLOTFT V7 x=a
— VIR 2 A & ) —) (F5fk) THRIRL
Tl mgLERz=dmL, &6z, 7 h=1
Uov, KEOFEEORRK (100 : 100 : 1) THA

L T02mg/LIREGHRIIRE R LT,
© #HEE
REISF AP — BM-=2 (HARKEHEEIERTHELD

LG

LC-MS/MS GHITEZ:AE : £ 1-6)

H-60R (=7 i)

3 OE I A= —
Triple Quad | SCIEX
MS 5500
LC Nexera X2 A ERT
F—Z 4L | Analyst SCIEX
® Ex
AT 7 A NFY Y — VEREER A LT
7E ) A M KFIREERR, AT

7x XV CERERIK, FU A FTU LR
R R ONTF T v 7 = = a— VIR R & A
& ) —n (Ffk) THIRL T 1 mg/L WEIR%
WL, S, TERF=FU L, KEOXE
OIRIR (100 : 100 : 1) TAA L T 0.000125,
0.00025, 0.0005, 0.00125 & TX0.0025 mg/L ik
EIENERIR A B L7z, T DO¥RIR 5 uL % LC-
MSMS ITIEA LT, b7z — 7 mfE% M
WO ERR 2 VERK L7z, ARBRIEIR 5 ul % LC-
MS/MS [ZHEA L, BE#RD b B &AL
XAV T 7 A RFH Y —L AT 57 E)
ARFr ANTyrx /2 FH Y U X

NV AR FT oy T a—)LDEGaR2E

H L7z,
@  WINEEF o B

B 10 g ICIRIMH IR AR EE W (0.2 mg/L)
0.5mL [7& F=hKVU, KEOFXHEDOIRE
(100 : 100 : 1)] ZiRINIL 7=,
©® BRI O
2z (14 1-6)

ANT 7 AR — )L AT 7E S A
fv, ANT7yrx )XV MU AR
TV AR OFT v 7 z=a—LERENST
T h=FULTHIHERRIZTE =L
A~V THE L, ¥R (FR) ANz
T, 7 /7wy Uik V5=
717 L ORI L7, LC-MS/MS TiE & & Ui
LT,

a. filit

FREF 10 g A2 250 mL A A 7R U JRICE D BLY |
72 F=FrU A 8OmML K7 & F= K VU /Lfafn
~X Y 80mL AR T2te, REVFAHPF—T
PP L72, 3500 r/min C 5 5y 00 L 7=,
TREZMEEASE LT, A% 100 mL Ae&E7
7 A3 AfL, XBE (Frfk) 1 mL &0z 721,
7 h=hUVLTEXRL],

b. FE#

fHE S mL GREFO.5 g#Y) 272/ 7o
BT Y Y BV =97 A [nertSep
NH2FF (500 mg/6 mL)] (H 5L 7 & F=
RUJLSmL THELIZDHO) ITAM L, EH
% 20mLFEREY 7 A 2% T2, RWT,
TE M= AROFE@ORK (100:1) 5

mL TIEH L, BOEET T Aallhbi#,



KCEEL, AVT T T4 0F—TAhilL
7o b D2 BRI & LTz,

© &AL AR

DO % R E BIRFURE (10 pg/kg)
T2 MR & FE b U 7, 2 Y PEEEAM
A R A%, 1B 1R QOMT). 5 HH
DI DIVEREAITV, BT A —F %
PEAM L 7=,

7. zvmzaxHrr (v
L) RO/ V7 axY L RBRE

O #RE - Rk

Trna T a Yy AR,
7 A )L SRS

v T n Xy R AR,
(B 7 AV LFEHiSEEL)

J T a X U AERER MR 99.9% (BT
A I DR AEE L)

T h=hU, XX ) —)b : G EEHER
M (BER )

T hr=KrU, AX/—)b:HPLC | (B
b5 5d)

WEE, X, FERT v T=v A, KT b
U Kk (BE b3

A2 CFR EERR (BRI b

Vb= AR PUN-Em AR Y RULES

ML 99.8% (H+

HEE 100%

K X =74 7 A& :Oasis HLB (60 mg/3 mL,
Waters )

AT FT 4 VH— PTFE U V7 4 )b
% — (0.22 pm, FEFEHE )

1 mol/L HEfR 7T = AAWK : BFfE 7T o T =
L1543 g & &Y, K200 mL IZEEfE LT,

1 vol% B &4 50 mmol/L FEER 7 > = 7 AR
% 1 mol/L BERET & = AVAE 50 mL Jz O

X 10 mL [ 2K &2 CIEREZ 1000 mL & L
77

02% A XYV VERIRIR : AX V) VR 2gHED
7K 1000 mL (23R L 7=,

02% A%V EORT & b= KV ILORHK
(3:2) :02% A% Y UEEEHR 600 mL KOV
b= MU (FREREEREN) 400 mL %R
Al

Ky AX =V R OMEEE ORI (500 : 500 :
1) : AK500mL, A% /—s (HPLCH) 500mL
K OWERE 1 mL 25 L7,

1 mol/L KEg{t.7 b U v AEHR - KEE{LT NV
Uh4gmhED, KEMATEHEI LIEMIZ 100
mL & L7z,

0.1 mol/L /KE&ftF b U 7 AVEWE © 1 mol/L /KR
b7 b U 7 AFRHE 10 mL &7k 90 mL ZiRA L
77

MEUEE « = n 7 a o U RERERL R 10 mg
BREFEL, A — /)L CHME LT 100 mg/L IR
AR LT,

7 u T L AR YE SR 12 mg (3
TuzuaXxP o 10 mg FHY) ZREFEL, 0.1
mol/L /K&t F ~ U ¥ AEEIR 1 mL & N % 724,
A K ) —)LCERiEL T 100 mg/L AR Z S L
Too SV XY U REHERLK) 10 mg ZRGFE L,
0.1 mol/L /K&t G~ U 7 A¥EHK 1 mL 2Nz 7=
%, AHX ) — /L THMRE LT 100 mg/L ¥R %
L=,

TN FEERRE © =1 7 a4 o U fEUE
W, 7 r7aXxt v AMEREFRLE N LT
BV U ERRR R K, A X ) — VRO
iz DIRWE (500 : 500 : 1) THI LT 0.5 mg/L
IRAVRIRZ TR LT,

@ &

ARETF A Y — : T 25 digital ULTRA-TURRAX



(IKA ¥ % 73
g—&J—T RNRL—&—
Easti i)

LA BERS - H-107DF (= 7 )

: N-1300 (B Bt

LC-MS/MS GHITESRM - £ 1-7)

*E U A —TJ1—
Triple Quad SCIEX
MS 6500+
LC Exion LC AD SCIEX
T — A AR | Analyst SCIEX
@ E=
o T7uadth U UERER, YT e X

Yo UAEREIFHE e N v T a2 L R Y
WaK, AKX — VR OHERE ORI (500 :
500 : 1) TAR L T, 0.00025, 0.0005, 0.001,
0.0025 } T 0.005 mg/L DIRAHEHERRIL 2 5 L
2o T O 2 pL % LC-MS/MS IZFEA LT,
Bonize—7 iz O CTRERZ ER L
7z, ARBRVAIE 2 uL % LC-MS/MS IZIEA L,
BROOHRERECL Y= e 7o XY
v, vZarvaxh v RN v ek
vroEEEEM L,

@  WwIEEO TR

B 5 g IR YER R (0.5 mg/L) 0.1 mL

[k, AH 7 — VRO ORTK (500 :
500 : )] @l K<IEA L2k, 30 40
L7,
©® BRI O
B (X 1-7)

SRV VA= AN = B = I o AV
EO /) v7axd v 2ilEBhns 02% A% Y
VEEEOTE =KUY VORK (3:2) THl
HL, =1 FBo-N-E=1rrnrl K

HEANRI =T L THE L%, LC-MS/MS

TERMKOHEGE LT,
a. filit

AEF5 g & 250 mL A 1 AR U RICE D Bo |
02% A X VU BEEDT X b=k LOIRIK
(3:2) 80 mL&ZMA-#%, "EYSF AP —T
1 3 L7=, 3000 r/min C 5 4[5 05y e
L7c#, fiiiik o L sm Lz, AR
Z 100 mL AEE 7 T XA 3T, 02%AF Y
VEEROT® b= Y AVORIKE 3:2) TE
A LU7T-, g 10 mL GRUEF 0.5 g fHY) %7
THT7 I A THEL, a—F ) —z R L
— X — (40°C) THI3mL F CRUERM L7,
b. FEfd

BEfERE =R P U-N-E= R Y
R HEESIKI = T L [Oasis HLB (60 mg/3
mL)] (b LHAX /—/L5mL, /K10 mL
THELIEDD) ICAR LT, RTTET 7 X
aN%E K 5 mL TH, BIRE 77 MZAR L
foo AX—/L5mL CHEHL, 2T 7 T X
2T, WA —2 ) —= NK L —
X — (40°C) TIRMEHLE L, IR TERAT R
il UFRFIRIE 2 B Uiz, BB E K, A
& =V R O R DR #R (500 : 500 : 1) 10
mL [ZER L, AT 707 4 H—TAL
e b DOEREBRIER & LTz,

® 24 PERHAmEER

OGN & XU E = RFRE (10 pgke)
TR VEREM AR 2 0 L 7o, 2 Y MR
A R0, 1B 1R QOHMT). 5 HIHE
DR PIVEREZIT, BEHEREART A= %
M L 7=,

8. Juns rg¥A4r) v, FXVTINTY
A7V EORRXRUYA 7Y U RBRE



D
ranNT NI ATy RS, .
FE99.2% (Fnyeifikiy)

b-epi-7 v VT N T A 7 RS,

rﬁt-\

- iR

HE 86.5% (Carbosynth )
FX T TV ATV IR
FE 99.4% (FiotifidEt)

b-epi-F X T N T A T U AEHEN

=y

W

i

95% (Toronto Research Chemicals )

T NIV AT Y IR YES,
(Rt )

b-epi-7 N T YA 7V UHEFRIEREVESR - M

L 99.1%

99.4% (Honeywell f)

NEIH A7) e r7— MESERL :  ME
98.1% (Ftffiskiy)
TER=FUI AF =)L
AL

TF LY T I MER T MU T A TR
Y. WEER, WEBRT o E=U L U UERKFE
FEU AR s Rk (B L)
7T K KRRk (BT AL AT
At

AF LUV E=ARCPULBEERI =T

HPLC A (B

2 : InertSep PLS-2 (270 mg, ¥ — = /LA
x> A #l)

1 mol/L FERR T v & =0 AIAHE : BT > &
=U L 154g Y KEMATHEN LIERHIC
200mL & L7z,

20 mmol/L BFf2T » E=U LB/ AL /) —/ K

OUKDEHKR (4:1) 1 mol/L Fifg7 v E=1

LVAWE 20 mL, 7K 180 mL JZ (8 A &/ — /L 800
mL ZiEA L7,

10 mmol/L =F L7 I IUER —F ~U w7
LEH~ XA AREWR (pH 40) © 7
T UFR—KF 129 g KON UEEKFE R
U A+ TR 27.6 g D . KEIZ TR
LIEREIZ 1000mL & L7z, ZOERIc=F L

DT I VCNUEEE T N A KW 3.7 g &

Iz CHEAE LTz,

IKBEOAZ 7 —/VDIRIR (4:1) @ 7K 160 mL
EAZ =L 40mL BIRA LT,

AR OWERE DIRHE (1000 : 1) : /K 1000 mL &

FEfE 1 mL 254 L7z,

BEW¥RWK . 7vanrs b9 A2 CHEBRIE
ALK 269 mg (7T hIH A7) v
25mg FHY) ZREFEL, A ¥ ) — /LT L T
1000 mg/L &R & B LTz, d-epi-Z7 @ LT v T

YA 7 ) U FBEIEAELK) 26.9 mg (4-epi-2 1

NT NTHA 7Y 25mg fHY) EREFEL, A

) — )L TR LT 1000 mg/L ¥&iE & i U7=,
FXTT NIV AU UHERBREEELK 27.0
mg (X T hTH A7V 25mghY) &
FEL, A%/ —/LCIEf#EL T 1000 mg/L ¥R %
B U 72, deepi-A XV A 7 U EAE K
25mg BREFF L., A X J — /L TIHEMEL T 1000
mg/L IWREZHH LTz, 7 8T % A7V Wk
HEAEHER K 27.1mg (7 N7 %A 27 VU 2 25mg#H
M) R L, A¥ — /L THEML T 1000
mg/L VSR AR LTz, d-epi-7T N T WA 7Y
WRREARMESLA) 271 mg (4-epi-7 F T WA 27V



v 25mg fHY) EREFEL, A ¥ — )LV TIHERL
N 7))
Ye 77— MEHELK 289 mg (K¥ 17

T 1000 mg/L &R & s L7,

U 25mg YY) ZREEL, A ¥/ — /L TEF
L T 1000 mg/L IAR & dif L 7=,

W FARERIR
PEREFR, d-epi-7 2 VT N TH A 7 U fEHE
Bk, x> T %A 7V AAEHERR, 4-
epi-AxX T NI A 7Y R, T T
YA 7V AR, d-epi-T T AT
EYEFTR KR YR oY1 7 U AR HERR % 20
mmol/L FEfET » E=U AGH AL J — VKD

sanrT b7 A7

KOERE (4:1) THNRL T mg/LIRGEIK
ERE LT,

@ &

mE VS A Y — T 25 digital ULTRA-

TURRAX (IKA 3 3 fil)
L EERE 0 H-107DF (=27 4 #Y)
LC-MS/MS GHITES:ME - 3£ 1-8)

% ® e A=y —
MS LCMS8050 S EERUERT
LC Nexera X2 SR RERT
— LabSolutions Sy 1] e
T A ALE LCMS s AR

® &
rguans N7Y% A7 UREEHERIR, 4-epi-V

a7 T A 7Y R, AxF T b
FYh ATV NEREFE, d-epi-A X TT N T Y
A7 VUAFEHERIE, 7 8TV A 7 U SRR
W, d-epi-7 N TV A 7 U NEHEFIE K O R ¥
WA 7Y AAERER R A 20 mmol/L WEEE T L E
SULEH AL =R OUKOERIE (4:1)

TAR LT 0.0005, 0.001, 0.0015, 0.005, 0.01

K TY0.015 mg/L DIRAIEMERR A2 L=, =
DO 1 uL & LC-MS/MS IZIEA L T, &b
e — 7 mfEE RO TREREER L, R
BRIAWEZ 1 uL %2 LC-MS/MS IZ7EA L, BEfR)
it ERIEICX D 7 avT NI A2 Y
V. deepi-VANT NTHA Y v AXRVT
RTH ALYy, deepi-AF T RTH ALY
YT NIV AT VL deepi-T FTY AT
VEORF YA 7Y v OEREFRH L,
@  WINEEF o B

RS g ICHSINAE AR (1 mg/L) 0.25mL
[20 mmol/L BT v E=7 hEH A X ) —)b
FOKDIRIKR (4:1) W] 28N L72%,
30 S fRlfikiE L7z,
® RBREE O
M (B4 1-8)

rsva)rT NI ATV deepi-7 BVT B
THYA TV FXRTT T AT deep
-AxXT NI A TV T RTHA T U
beepi-T NTHA LT UL FORFLHF A 7Y v
B 510 mmol/LT=F L > U7 X U UFEERR
T MU T LGRS v RS R (pH 4.
0) THIHL, 2F LY=o P ki
HHRI=H T A THER L%, LC-MS/MSTE
BROWMERS L7,
a. fli

FREES g2 250 mLAEDE O AR UIRIZE Y B |
10 mmol/L=F L > U7 I NUEER —F ~Y w7
LEH~ » FNAA AEERR (pH 4.0) 100 mL
EMAx, REVFA P —TIoMER L%, 3
000 r/minC5%7 iz L4 B L 72
b. i



% 10 mL GRUEF 0.5 g /1Y) 2 ATF L
VEEARVEUVEEAKI =N T L
[InertSep PLS-2 (270 mg) ] (HH U A ¥
J = 5mL K UVK SmL THEFLZH D) 2/
i L7z, 7K 20 mL, KK A X J —/L DR
(4:1) 10 mL THARYEHE L7-#. 20 mmol/L FF
7 VBT LGHAY ) — VR OKDIRIR
(4:1) 10mL T L7, WK% 10 mL %
PET T AZEY . 20 mmol/L FiiET =
DAGHAL ) =V ROKDORK 4:1) T
ER LI OERBRRRE L=,

©® 2R AR

DM % KGRI EEEEIRE (50 pgkg) T
ZYVEREAMARER 2 S50 U 7=, 2 4 MRS A
RZA 2%, 1B 1E Q2 OMT), 5 HED
oy NV EBR A AT BMERE /N T A —Z &3
fili L 7=,

9. 7u)V7 -=a—)LRERE

O R - B
TN T7 = a—)UEERER, . M 98.8% (&
T 7 A v AT EE R

Tu) T z=a—)L 7 I AEREY . ME
99.8% (Sigma-Aldrich $)

HPLC /] (BH{b-1Y)
il F L, ~FH o Ax 7 —)b 0 KEH
FHGABR A (B

T Mo AR RY DA EEEE, KBRS

TEhr=bFU:

MU DA KR (BRI
Hg o ek ChRERER R

25% 7 VE=T K :
SR

gk (574 AT

AV Ut 74 k545 (BRbFHR)
LM A YU+ T A 0 InertSep K-solute
(5mL, Y—mx/LH o = xfil)

AR VBB E = LR P U N-E =L
vrl RUOHEAKRI =T L Oasis MCX
(150 mg/6 mL, Waters )
AT Z 7 40— Millex-LG (0.2 um,
MILLIPORE )
6 mol/L ¥ifi# :  Hifi# 500 mL } UVK 500 mL %
BA LT,

7.5 mol/L /KEg{tF b U 7 A¥HR © KER{ET
N DA 60gaEY, K200mL Mz, ~7 %
F v AR —F =T L, BHELZ,
TEMAKROCKDEKR 1:1): T
500 mL } UK 500 mL ZR4 L 7z,

0.1 vol%EEEE :  HEME | mL IZ/KEHN X, 1000
mL IZER LT,

0.1 vol% A XA Z  — )V DiRKR (1:1) :
0.1 vol %fEEE 100 mL s (N A & / —/L 100 mL %
A LT,

0.1 vol% AKX A Z J — VDR (9:1) :
0.1 vol%MERE 450 mL X OV A % / —/L 50 mL %
A LT,

AL )=V 25%T =T KDIRIK
(99: 1) : AX/—/L198 mL KN 25%7 >
F=TK2mL ZRE LT,
KK OWERE DIRHZ (1000 : 1) : 7K 1000 mL %
OWERE 1 mL Z2{RA L1z,

7 h=F VUK OFEERE DR (1000 : 1) :

7% b=k U/ 1000 mL & OFEE 1| mL ZJR&



L7,
PR YE R
A Smg ZAEFE L, AKX ) — /L TR L T 100

Ja) 7 x=a—)L7 I L fERE

mg/L ISk = L7,
RN AR VE R

ff 145 mg (Zu 7 x=a— L7 Ik L

a7 = a— ) LfEUE

T10mgHHY) ZRML, A%/ — /L CHEMEL

7V 7xz=a—)L7 It LT 100 mgL

TR 2R L7z,
IR« IR ERIE 2 X 2

— L TCAIR L T | mg/L Ak 2 il U=,
@ &
FAILINK
A7 v 7R
BELH58: EL (A¥v~r i)
ot o R (2748
O—XZ 1) —T)NKL—H—:
B2 )

LC-MS/MS (RIESM : & 1-9)
A A K

Triple Quad
MS 6500+

LC Nexera X2
T — A JLER

THERMO MINDER SH-12 (#

H-1000FR

N-1300 (FH T

A= —
SCIEX

SRR
SCIEX

Analyst

@ E&E
Tl 7 x=a—)L7 I UERERKZ 0.1
Vol % BEER e N A & /) — )LV DIRHR (9 :1) THr
FRLC 0.0005, 0.001, 0.0025, 0.005 & 0.01
mg/L DIEMERIR 2 LT, Z O S pL %
LC-MSMSIZIEAL T, oo — 7 mfd %
W CTHERZVER L=, RBRIAE S uL % LC-

MS/MS (ZHEA L, BREMRD D it &k
I ruarrz=a— LTI 0EREREH
L7,

@  WINEEF o B

B 10 g IZIRIIAAEER#E (1 mg/L) 1 mL
(A& —NEHR] 2L, K<EEG L
%, 30 srfAIHE L7z,
© BRI O
Wz (X 1-9)

HBH DT oL T 2= a— L OISR
ko REm 7oL r7c=a—L7 I LK
S D R 2 EmRe Tk gL, 7 rL
TJrx=a— L7 IvE LB, T T
Wlic, TD%., 2T A YO LN T LKk
VAR VBB =L _ P U -N-E =
rerl) RULESEKRI =TT L THELE
#%. LC-MS/MS TE &KX OMER L7z,

a. NZKS R K% Ol

B 10 g % 100 mL A O LEIZE D BLY |
6 mol/L ik 20 mL % N %, %42 LT 100°CD A
A VS AT 3R] (15 50 & (THHR) Kk sy
fie L7z 30 ofdlfimtc. #UBHATR 2 200 mL 2
DO LEICE L, 100 mL FOzLENEZK 10
mL & OF 42 40 mL CHEV, PERZ 200 mL
BROBELEIZGDEE, RE ST S Rk
&9 L7z, 3000 r/min C 5 5yfim OB L2,
~NFY U AT, iR Yyt
(274 F545] 2gZ2INAIRA L. WA Al
EROCHHEZ A8 Lo, mOER L)
W ET 2 R ROVKOERK (1:1) 20 mL

TV, TR Z A1l L7z, 2A#K%Z 100 mL %



BT AAZHEDOETOKTER L,

EE

b R 7 A1 g T 7.5 mol/L
KEEIET U T AEWK 1 mL 200 & 723 BRE 12,
K 2.5 mL GRUEF0.25 g FH24) & 25 B L kB
EIXHT—TCRALE, 2% YU+

T

717 2 [InertSep K-solute (5mL) ] (Z&faf L 30
e Ui, REBVENZEiIR—F /L 5 mL T
e, WEIRZ 1 7 HIART, BT 5 EMEZE 2
[El# VR L, 100 mL O LEICZ T2, K
WCHEE—F /L 20mL TIEH L, LD LEIC
Zi T, AR —X2 ) N R — X —
(40°C) TIRMEHLE L, EIR CTEREN A &8
U AR 2 BRE LT,

TR % 0.1 vol Yol e TN A & ) — L DR IK
(1:1) 1 mLIZ@EL. AR RIEER Y
PR PUNE=ber ) RodEEAK
2 =572, [Oasis MCX (150 mg/6 mL)] (&
SEMTHAH /=2 mL FO0.1 vol % iz &
WAL ) —LDiRHE (1:1) 3 mL THEF L
LVE N Z 0.1 vol Yo lERE K

A K J—)LVOIRWK (1:1) 3 mL T, ¥

HD) ICAR LT, iE

a7 DA LT, BOENE AL ) —
Jb 2 mL T, ik E T 7 DA Lz, A
B )= 25% T =T KOIRIE (99 : 1)
SmLTHEH L, S0mLEOELEICZIT T, &
iz —4 1Y —x R —&— (40C) T
IEMERLE L, IR CEFB A A Z il U7 IniE
BRELE, BEWE 0.1 vol %R K XA 4

—LORIE (9:1) 25mLICIER L. AT T

YT 4NE—TAHBLIELOERRARE L
72

® 2R

D 1155 A % ek G BB IR
TR AR A T L 7o, 2 MR
A R4 00, 1T H 1R QOHMT). 5 A
DI MINERZITV, BSHEREANAT A —F %
Rl L7z, Aeds. WIEREHZ W TIXEE Y
% 0.1 vol%EFiE K N A %/ — /L DIRHR (9 : 1)

(100 pg/ke)

SmLICIEELT- b DA RERRKE LT,

10. TEXFT VI, TUVEVY VRNV
UN_R=v ) RBRE

O I - Rk

TEX T KFIRE Y,
(& L7 A v AR ilsEa)

T v E K EREN,

HIEE 99.8%

ML 98.9%
(Sigma-Aldrich #)
NN = Y o BT AMEREN -
J£100.0% (BIHAEZHR)
7 & ¥ ¥ ¥ U r-dy: (Toronto Research
Chemicals %)
7 ¥V -ds : (Toronto Research Chemicals
%)

R=V VU Gdy N-=F LR U= L

(Sigma-Aldrich %)

AZ )= LC-MS M (&L 7 A v aFn
i)

TR VUBAKEZIY UL Kk

(B HA b -5)
T Rr=h U, JaaRVh, XT AT



v (VD B NU U AR, BEERT v E
=0 L, VUBKFEZST MU UL+ KW,
U= IKFZR VUL VR, 25%7 %
=Tk, HERE : Rk (B L7 A VAR

By

il :  Fpfk (Sigma-Aldrich #Y)

REEKZBT =L —#Hh (EL741
Vb S )

PR NEm LR ) FUORES
KI=47 2 : InertSep HLB (200 mg/6 mL.
Tzt A = R )
AT T 07 4 0F— " Millex-LG (0.2 pm,
MILLIPORE )

U UERIEFEER (pH 6.0) @ : U R TIKFE
YL Tg RO AEKkFE_F M) UL+
KF# 6 g &8V . K 750 mL 11 THEMNL
72t VUBRT pH % 6.0 ICFHHEE L., KEMZ
TIEMEZ 1000 mL & L7z,

1 mol/L FEER T »E=0 AIRHR ©  WEE T > &
=L 3854g &Y, /K 350mL &N Z TED
L7zt%, KEMZ CTEMIZ 500mL & L7z,

50 mmol/L FEEAT > & =7 LAWK : 1 mol/L
fET 2= APRIE 50 mL J OVK 950 mL %R
&L,

0.17 mol/L fifiliz :  #iiliZ 4.8 mL (/K& N4 TIE
fifelZ 500 mL & L7z,

5%H T AT U N U LNRIK . XU
272 (VD) BB U U LZKF 25 ¢ &
V. K475 mL ZINx CTBEN LT,

U UPeEREER (pH 6.0) @ @ U UERTIKSR

VTN 8g KN VEEKFEZ A T L2 g%
BV, K750 mL Z N2 T@E L&, U Vg
TpH % 6.0 ICFHEE L, KZIMZ TEMIZ 1000
mL & L7z,

T FKROY REEER (pH 6.0) @DiR
W (1:1): 7E&bh150mL LY ERkERE
ER (pH 6.0) @150 mL & R4 Lz,
e

TUE=ULTIIgHEED, K 1000 mL A 0%

0.1 mol/L [REET > & =17 AR :

TN LT, 25% 7 »F=T/KT pH % 8.0
IZFREE LT,

T r=hUALKOKDRRE (1:1): Tk
F= kUL 500mL & TUVK 500mL Zi{RA L7,
K OBl DIRHE (1000 : 1) © 7K 1000 mL
OFERZ | mL 2 7R4 L7,

AR ) =)V R OEEEEORK (1000 : 1) @ A
4/ —/L 1000 mL }2 O'WERE 1 mL ZIR& L7z,
KRR R
158 mg (7EFT VU250 mgFHY) ZAEFF

TEXT Y KR,

L. U Ui E®R (pH 6.0) OTEHEML T
1000 mg/L AR LTz, 7o ey =K
FEAESLFT SO mg (7 B2 U > 50 mg FH2Y)
L. U UEREREER (pH 6.0) O THfiE
L T 1000 mg/L ik Z2 i L7z, N on~=
U U U AEESK 21 mg (RPN
=V 20mg YY) EREFE L. U o WRME R fE
& (pH 6.0) O T¥fiE L T 1000 mg/L ¥¥iE % 7
L7z,

AR HEJFIR -

WAL A K TIOML B EE T 7 A2 |ZHNZ A

Il mg ZEDOTEFXT VY -dy



P, WL T 100 mg/L IRIE 2R LZ, 1
mg WEDT VY vds FERER & ) REAR
@ik (pH6.0) OTIOmLAEETY 7 A2k
WZ AT, AR LT 100 mg/L TAIR & S L
2o 10mgBED =Y G-d7 N-=F /L
U Y=y MERERE A )RR @R (pH 6.0)
OT4OML AR T T ATHNALEE, B
fift L C 250 mg/L &R & iR L 7=,

IR PRI

TV VBRGNS U=

TEXTY EREF R

VREHEIRR A 50 mmol/L HElR 7 =7 AVEIR
THAM LT 0.5 mg/L IRAIRIKZ R L 7=,
WMANERERR . TEXT VU CNERE
ik, 7o e U PRI NP r
N= U CWEEERR & 2 AU HL 50 mmol/L HE
7 =T AR CTAIRL T 5 mg/L iK%
PR L 7=,

© HEE
REIDF AP — 1 BM-=2 (HAREHEEIERTR)

O—X ) —T /KL —HF—:
B2 )

oy B
wRe o
F-72 (RGT RV A RT 7 2 #)

N-1000V (H i
= H-60R (=t 7 )
EL (AXYv~/4 )
pH 3t -

LC-MS/MS (GHITES:ME - 3£ 1-10)

% TES A==
Triple Quad
MS 6500+ SCIEX
LC Nexera X2 A ERT
T — X JLEL | Analyst SCIEX
® &
TEXVY SEERELEOTEX T

VINAEMERR, T BV ERERIR R N T
BV CINERRE., XU AR=v T v
BEAE I R O DR =2 1) o A Y R
% 50 mmol/L HFR T = ARIK CTHR L.
0.00005, 0.0001, 0.0002, 0.0005 K T 0.001
mg/L (PWAEHERIGEE 0.0025 mg/L) PIEEUER
AR AT Lo, O 5 pL % LC-
MS/MS IZIEAL T, o7 EF ) -
diDE— 7 HEICKTHT7EF Y DO —
JEEO, 7YY vds DY — 7 HFEIC
T HrToEv Y O — 7 EBEO], =
YUY Gdy DY — 7 HREIH T DN PR
=V Vo= HEOKE W THRERZ
VERR U7z, #BRIAHE 5 uL %2 LC-MS/MS (Z7EA
L. BEHRNONBEERICLVTEF TV
Vo, 7o U EOR I AR= Y v
DEBEERMLE,
@  USINEEEo R L

EF 5 g ISR SRR (0.5 mg/L)
0.2 mL [50 mmol/L FEfE 7 > E=7 NFIK] %
WLz,
® REBREEHE OFH Y
M (4 1-10)
TEXRLVI L, TUoEL Y RN
NR=T Y 2R BNLTE KDY U
HAEENR (pH 6.0) @DIRHE (1:1) THiH L,
7 uau RV ATHEEZ, YE= LB -N-
t=tel NOREAKRI =0T A THR
L7-1%. LC-MS/MS TiE &M OWER L7z,
a.

B g2 250 mLA O LMEIZE D B | 0.17



mol/LIREES mLK 5% & o 7 AT )~ v
DYEWES mLEMZ TANR—=FT L TELSEAL
oo TEXFVVI LV TUEVY VRO Y
NR= U D5 mg/LUSINH NAZ VS #20.125
mL, 7& F RO CREREER (pH6.0) @
OHR (1:1) 40 mLEM X 721%, FETTA
P—CHEH L7z, 3500 r/minC553 im0 L
2t%. Lifz AH (E££125 mm, No. 5A,
ADVANTECH!) TAil L7-, fhHik2 mL (G
£E0.2 gfHY) %50 mLADELEIZ/ZE L, 0.1
mol/LIREET > & = ¥ AVRIR20 mL & N 2. 72%% .
ZauafRbA20 mLEMNZ TR E H#T55M
L 9 L7z, 3500 r/minC5%y Rl DB L7274,
FEERTHT 7 AL, EFHTATY
o RV AEEEL,

b.

a CHRLNTEREKRE Y E= LB -N-E =
newl) ROXEAGERI =77 2 [InertSep
HLB (200 mg/6 mL)] (HHUHT & b=k
UL 10mL, 7K 10mL, 0.1 mol/L JRIiE7T > &=
T LY 10mL THE L7 b 0) IZAf LT,
T T7 7 AaN% 0.1 mol/L [REET =17
LEHR 5 mL TUEW, YRIRE 1 7 S AL LT,
XDIZ, BT L% 0.1 mol/L [RIET E=1T A
WiR SmL T2REIESH L, 7= VK
OKDOIEHK (1:1) SmL THERHL, R2IEY
T Az T, Wik ERr —& Y —x /R
L—Z— (40C) Tl L, |l TER
WA %@ U2 R E L, W% 50

mmol/L FEfE 7T > & =7 AV 4 mL (2R L7

H D% 2 mL 43E L., 50 mmol/L Hff27T > &=
VAT S mL IZERL, AT TUT 4L
X —TAHILI=bDERBRIFTRE LT,
©® = PEREAGEER

O & RGBT IR EEIRE (20 pg/kg) T
U P R RRBR 2 S U 7o, B Y MR REARG T A
RZA e, 1 H LR QM) . 5 BHfO
B DV ERZAT, BMERE/N T X — X &5
fili L 72,

1. JI~TZ A NRBRE

O RFE - R

JUNT B A REERES, - MEE 960 ng (1)
/mg (RMOKPEHE 2 ikt o 2 —H)

T b BRI (BRI

A K ) —)v: HPLC Al (BHfbM)

Feme - Hfk (BIE b EY)

F I ETNT YN Y BTN =0T
2 InertSep C18 (1,000 mg/6 mL, ¥—T /L
A T AR

5%MERE @ 7K 950 mL M OVEERE 50 mL Z RS L
72

Ky A X =V RO EERE DOIRK (50 @50 :
1) : /KS50mL, A% /—/50 mL&OWFEE 1
mL ZRA L7,

AL )=V R OEEEORK (99:1) @ A
J = 495 mL K O'WEER 5 mL Z{RA L7z,
AL )=, KB OHEEE DR (95:5:1) :
AK =/ 95mL, 7K 5mL K OWEEEE | mL %R
ali,

AL = K OFERROIRHE (6535 :



1) : AX/—/L650mL, /K 350 mL & OVFEfzE
10 mL #IBA L7,

YRR . ) v~ 2 A FEELR 10 mg &
L, A% =V ROEROIRK (99 : 1)
TR LT 100 mg/L ik & iR L7=,
WINFERERIR © ) >~ 2 A RERERIR %
AL ) — VR OEEEEOIRIR (99 : 1) THRL
T 0.1 mg/L ISRz R L7,

@ i

RE VS A Y — T 25 digital ULTRA-

TURRAX (IKA ¥ 23 #l)

HPLC (JIESM: : & 1-11)
E ® e
Le Prominence B ERT
LC-20AD
TR % RF-10Axs R ERT
F— X HLER | LabSolutions B Er e
® Ex

ST A A RIEERER 2 A 2 ) —)b, K
FOEEREDOIRIR (95 :5: 1) THBL T 0.0005,
0.001, 0.002, 0.005 % TF 0.01 mg/L DEEAEZE
B U7, Z O 20 uL & HPLC IZVEA L
T, o — 2 mEs B TRER 2 (F
i U7z, kBRI 20 L 2 HPLC ICVEA L.,
B DR ERIEICLD Vo ~TH AR
OEEFREMLE,

@  IINEEF O Y

B 10 g ICHs AR #EYS R (0.1 mg/L) 1 mL
(A% ) — VR OEEEEOIRK (99 : 1) OIEK]
ML,
® BRI OFR
M (X 1-11)

I INTZA Rl Bn G S%EHR KR O &
Rt L, A2 27 Uik U s
FNI =0T LA THREL L%, HPLC TERL
72
a. fli

B 10 g & 250 mL A DA H AR VI E Y B
. 5%HEERR 20 mL 2 O°7 & k> 100 mL 0%
REVFA P —T 1 I L%, %5 A8
L7, Altags EOREY &2 L0 RUHIZE L.
TERMSOML ZMZ THREDFAHF—T 14
MR L2, WA m L7z, Bohiz bR
% 200 mL AEE7 T AalhbE, Tk b
TER L,

b. g

it 10 mL GREF 0.5 g 1Y) ZmOE IS
STHLL . 7K 50 mL K OWERZ 0.5 mL Z00%., A
IETINT YL Y ATV =T A
[InertSep C18 (1,000 mg/6 mL)] (& &L
A% 7 —/5mL, 5% 5 mL CHF LD
D) AR LIz, K, AH 7 — VK OEERE D
JRWE (50 :50: 1) 10 mL CTHEEZ, A&/ —
o AKREOWEEOIRIE (95:5:1) 5 mL T
HLU, SmL BARET7 7 A2Z%T7, K, A
) =V RO OIEHE (50 : 50 : 1) TER
L7ebDEBRisik s Lz,
® FLPERE iR

DR Z R ICE=RFRE (10 pgkg)
TR AR A T L 7o, 2 MR
A RTA PN, 1 H LR QOHMT). 5 B
DIy PIEREATV, SHEREART A — 2 %
P L 72



12. =V I~A v RBRE
D

TUTwA Ty A FEYEN,

rﬁtﬁ

- ik
HE 96.426%
(TOKU-E )
T b=tV LC-MSH (BH(b2HR)
vrimma AL AR —)v K, WAk
FU DA Rtk (L7 A0 S FnehisEs)
7 VKR Fetk (BRI
PE=ZARCPUN-E= AR Y RUREA
K =% 2 : InertSep HLB (200 mg/6 mL.
Tzt A = R )
T IR Y BTNV =0T
2 i Sep-Pak Plus NH2 (360 mg, Waters fi)

AT T 7 4% —  Millex-LG (0.2 pm,

MILLIPORE #4)
s UG . 7 —kT 50 g &

BV, K950 mL ZMATHEN LI, 20D
T PRV 600 mL KON A &/ —/L 1200 mL %
RE L, ZORAEKRIZAMEOE T
VO LEMxTHERE, EBARAREZMHL
77

AR )=V ROKDEKE 4:1) 1 AZJ)—
JL 800 mL K UVK 200 mL R4 L7,
KEOAL ) —)DigHE (7:3) : 7K 700 mL
FOAZ ) —1 300 mL &iRA Lz,
KEOAZ 7 —)DiRHK (1:1) @ K500 mL
KA H 7 —)v 500 mL ZiRA LTz,

K% OVEERE DIRHE (1000 : 1) © 7K 1000 mL }
OWERR 1 mL 2 {RA L7z,

7' = KU VR OEERE ORHR (1000 : 1) :

7% b=k VUL 1000 mL & OFEEE 1 mL i85
L7,

PEYEIRUHG
EREL, AZ ) — AL RUKDOEE 4:1)

T A T ALK S mg

TR LT 100 mg/L ¥R 2 i U7,
WIS SRR - = T~ A 2 v A PEUERR
BRI ORAHR ) —)LDIRIR (1:1) THRL

T 1 mg/LIEiRZ L7,

© *EE
REIDF AP — 1 BM-2 (HAREHERERT )

n—& 1) —T/NRL—F—: N-1000V (5T

PR L)
AR - H-60R (= 7 L))
RE 9K EL (AXv~F 8
LC-MS/MS (HIESM: : & 1-12)
HOE T A= —
Triple Quad
MS 6500+ SCIEX
LC Nexera X2 R ERT
T — X AU | Analyst SCIEX
® T&

TrTvA vy ARERERZKE AL
— /L DR (1:1) THRKRL T 0.00125,
0.0025, 0.005, 0.0125 }T*0.025 mg/L DAFHERS
WaE L7, Z DK S uL % LC-MS/MS |
HEALT, Bohi-—2 s ol
AR LT, SUBRIAR 5 uL % LC-MS/MS I
AL, BREMHR O R EREIC L) =
FvATV L ADEREREH L,

@  WINEEF o B
ABE 5 g IR #ER R (1 mg/L) 0.150

mL [KEOA L 7 —)LDiRHE (1: 1] Z#00



L. &<EA L%, 3047
® FBRIEEHE O
e (1 1-12)

T TRA VAT ENND 7 = TR

R L 72,

THiItH L, Y7 vnBm X & Tk, Ye=1
Ny U-N-E=btnl FUEAEI =
AN SOV A AR D N2 I ADN R N
=0T L THRE L%, LC-MS/MSTER LW
B L7z,

a. filih

S g2 250 mLADELEICEVERY ., 7
T RS0 mLE OV 7 B a A 4 25 mL
EINZ 7%, REV AP —THEL L, 3500
YHEL 714
YELL., ARy = R
25 mLA A 72, #RE DTSR E 9
THEL 7%, T
abhyr,

r/min C5%7 0% EiEA100 mLAE

=7 T A3l

L7z, 3500 r/minC5%y 0%
Z100 mLA=MA 7 7 A3l
it % 77 2 AR (
TS| A Lz,

AT, 7 o

B840 mm, GA-200,
ADVANTECH!) < A % 100
mLER®E T T A 2|
W CER LT, WS mL GUEH.25 gfl)
FRTIET T AT E L,
OAX U EEELRE,
b.

a CHROLNTEWRIZK TmL 2z, YE=

BEHATY 71

AR UN-E=Lrenrl RUOLEAEKRI =
717 2 [InertSep HLB (200 mg/6 mL) ] (& & 7>
CHAK ) —/5mL, K5mL THEFLIZHD)
AR LTz, Rt BT I AaNEKERAH

J—I)VOIRWE (7:3) 5mL TV, WikE b

LA LE, &5

K ) —)VDiRIK (7:3) SmL THlFLEZ, ¥

2. BT LEAKRERA
PR PUN-Eo v n ) R EAR
RN TLAOTFIETI ) Ty e
U7
mg)] (BHNUHAX ) —)L 5S5mL, AHX /) —

=% % . [Sep-Pak Plus NH2 (360
WROKDIEHR (4:1) 5mL THFLZS D)
R L, AKX — WV ROKORKR (4:1) 5
mL THEIH L, T 7 7 Aallx%id, @il
rm—42 1) —z /KL —%— (40C) T
ez [E L, =i CEFEHN A 2l CRA R %
brEL7c, BEMEZKRKKERA L ) — VORI
(1:1) 25mLICHEfEL, AT T 7 4K
—TABLTbLDOERBIEKE Lz,

© 24 PR
DA % KB E BRI L (30 pg/ke)
TR AR A T L 7o, 2 MEREA
A R4 00, 1T H 1R QOHMT). 5 A
DR MIVERZATV BRI A= %
M L 72

C. MRERUEE
1. ATV ROFNI ay HEBRE
O BmPWE

7T v AR E RRBIEICIE > ToHlT Lz
EZA Ju~v b TARICEREDETD
E— 7 3t &N not (K 2-1 KO 2-2),
@ EE. IMTHEROSENEE

HE, JMTHBEROCENBEOEREE 2-1
FIOE 22 1R L, BEEOHEE (70~
120%) K OEEED BIEE (BHMTREEE 15% A0,
EWNREE 20%AT) &7 LT,



@ RO EHRE

0.00025~0.005 mg/L O #i[fH THi &% 7ERK
L7z, DRERREA>0997 L7e 0 | BAF/ARE R
DELNT,
@ EERR

T R RS B & 0 L 7= ek s 5 15
NEE—ZI1XSINZ10 THh o1z,

2R B AE R . ARRBUITE O
a5 E LTz E &R 10 pg/kg TOFER AT
ELTEYTHD LM SNz,

2. Fanm LU RERE
O B

7 Z v 7 Wk RRBUEICIE > THMT LTz
LA, Ju~w NI LALEICEEREREET D
E— 7 3mi & o (K2-3 K U2-4)
@ EBE, JHMTHERO=NREE

B, PHTEE R OENRE DR R4 #2-3
M OFR2-4ITR LTz, HEOHEE (70~120%)
R ONGEED BAFAE (DM TR EE25% K. SRS
FE30% A) A lifi7e L7z,
@ RO EHRE
0.0001~0.002mg/L D #iFH CHEH#R & 1Bk L
72 DTERRE2>0.998 L 720 | BT AR ERRED
Foiz,
@ EERR

R IR R 2 RN L2 R e 515 5
NEE—ZI1XSINZ10 THh o1z,

3. VravwA v RRE
O B

7 Z v 7 Bk RRBUEICIE > THMT LTz
LA, Ju~w NI LALEICEERREET D
=7 3Rt S oo (K2-5) .
@ EEE, JMTREEE R OVE NG

B TR R OB OfE & #£2-5
(R LT, HEDREE (70~120%) KU
D BEME (PHTHE1S% A0, ENRBE30%
Aili) T LT,

Fo. NWEEWE L L THWEZY v a~vA
T V-ds DEIERITIWT IS 40%LL ETH o7,
@ RO BRI

0.00025~0.01 mg/L D#H THEAE A2 1ER L
7o RERRE2>0.998 L 720 | BAF/REAREN
Boni,

@ ERERAR

EERFIBEDO~S N v 7 ARIMEAERIR
MNHELNT-E—271XS/INZ10 TH -7,

4. APV ATV KROVE FurX L7

A v RBREE
O BmPE

7 v 7 e RRBRIEICHE > Tt Lz
LA, sravw NI A LICEREET D
E— 7 3t En ot (KR-60K2-7)
@ EBE, JHMTRE R OVENRE

B JHTBE L RN E O R % %2-6
FOFR2-TIR LT, BEOHEMHE (70~120%)
B ONEEE D BARAE (DTS EELS Yo AT . SN KE
FE20% A) AT Lz,

@ MREMROERE

0.01~0.4 mg/L D#i[H T & 1ER L7z,
RERE7>0.997 L 720 | BAFREMIEDE S
e,

@ EERR

TE R R SR 2 W0 L 72 3 nat kel s 5 15 5

NIZE—2Z71XSINZ10 Th-o T2,

5. <A oREBRE
O ERME



7T v BB AR ARRBRIEIZE S THBT LT
LA, Ju~vw M T ALBICEREELETD
V=23 S e o (K2-8)
@ EEE, JMTREEE R OVE NG

B OHMTHEE R OV NREE OFE R % #%2-8
(R L7c, BEOHEE (70~120%) KUK
FEO BAZEME (DTS %A, ENRE20%
i) AT LTz,

@ MEMROBERRNE

0.005~0.1 mg/L D TH &M A 1ER L7,
WREFRE 2>0.993 L 72 V) | BAFRERRENTE D
i,

@ EERR

ERFRED~ U v 7 ZIRIEERRIK

MHELNTEE—27XSINZ10 THh o7,

6. ANVT 7 A RS —)L, ANVT7E] R
vy, AVT77F %Y FU XL
TV ARORFT 7 = a— LVRERE

@© RN
77 27 W B a2 ARRBRIEISIE > T Lz
LA, Ju~ NI T A LRICEREET D

E— 7 i3t s vz o iz,

3)

@ EEE, JMTREEE R OVE NG

B GHMTHE R OCENREEOR R %2 %2-9

~FK2-131R Lz, EEO M (70~120%)

R ONGEED BAFAE (DM TR EE25% K. SRS

FE30%A) A7 L7z,

@ MEMROERNE

0.000125~0.0025 mg/L %[ Tk EHf % 7E

AR L7z, REFRE 2>0.998 L 7e 0 | BAF/REAR

PERE BT,

@ EERR
BRI 2 RN L 723 st 45 5

(X2-9~2-1

N2 — 271X SIN=Z10 Th o7z,

7. vuvadYyvry (e vafyov
o) RO A7 axH L RERE

O =R
7T 27 iR ARRBRIEICHE > TR LT
LA, Ju~x NI TA RICEREYEST LY

— 7 I E o7z (X2-14~16)
@ HE. JHMTHE R OENRE

BT JHTHEE R ORNREE OFER4 %2-14
~1612R LTz, BEOAEE (70~120%) &
ONEEE D BAEME (DFTHREEE15% A0, NG
20%A) AT LTz,
@ MEMOEMRE
0.00025~0.005 mg/L % [FH T EfR & 1AL
L7z, IRERRE 20997 L 720 | BAF/eEARE
DELNT,
@ ERERAR

TE B[R R A VRN L 72 a2 55 5
N7 —271LS/IN=Z10 TH-o 7=,

8. Juns v IHA 7V, XTI TY
A7V VRO RFIUHA 7Y A BRE
O BmPE

7T R e ARRBRIEI e > T LTZ 2 A,
a7 A BICEEEETOIE— 73RS
ot (X2-17~[42-23)
@ EEE, JHMTRE R OVENRE

B OHTRSEE R OB NS D R & $22-17
~F2-231R Lz, EEOHEME (70~120%)
B ONEEE D BARAE (DMTHSEELS Y%oAST . SN KE
FE20% A) AT Lz,

@  MEAR O ERRIE

0.0005~0.015 mg/L O #iFH CTH Bf A ER L7z,
TRTH ATV AT DN TIIIREFRER 17>0.998, 712



IWWTKNTH ATV deepi-Z )V T T ATV A
XTI ATV deepi-A XTIV ATV
4-epi-T " T ATV RORF LY A7) AZDNT
IXIRTEFREL 12>0.999 &720) RAFZREAMEN G L
77
@ EERR

TE IR IRE D~ M)y 7 AR IR D
BHNIZE—21X SINZ10 Th-olz,

9. 77 z=a—)RERE
O B

77 v Bk RRBRIEIZHE > T LTz
LA ruvw NI A LICEREET D
E—Z i3t s nie o7 (X2-24)
@ EPEE, OMTREEL KON

B, TR O RNREE OFES2 #2-24
R LT, BHEOHEE (70~120%) KO
FED BAEM (TR 1S % A0, ENRE20%
Aiii) AT LTz,
@ RO EHRE

0.0005~0.01 mg/L D#:i[H T &2 /ERk L
7o PRERRE2>0.999 L 720 | BAF/REARED
Foiz,
@ EERR

TERPR SR E 2 RN LR e 5155
NEE—ZI1XSINZ10 THh o1z,

10. 7TEXLV )V, TUoEVY UV RORY
INR=V Y VERBRE
O BmPUE

7 Z v 7 Bk RRBUEICIE > THMT LTz
LA suvw NI A LICEREET D
=7 It S iznois
@ EEE, JMTREEE R OVE NG

B O TRE R OENREE O R4 £2-25

(X2-25~X2-27) .

~FK22TIR Lc, EEOHEM (70~120%)
B ONEEE D BARAE (DTS EELS Yo AT . 2PN KE
FE20%A) A iTe L7z,

T, WEERE L L THWEZTEX TV
-ds, TEVY ds KON =2Y U G-dr D
FUGERIINT N H40% L ETH -T2,

@ RO EHRE

0.00005~0.001 mg/L % TH &M % /ER
L7ze DRERRE 20999 L 720 | BAF/REAE
DELNT,

@ EERR

ERBFEEZ RN LML NS5
N —271LS/IN=Z10 TH - 7=,

1. ) I ~TZA FRBRE
O  EPE

7 Z v 7 e RRBRIEICHE > Tt Lz
LA, uw NI A LRICEREETS
E— 2 3mi S hie oz (K2-28) o
@ EEE, JHMTRE R OVENRE

BT, M TR R VR NKEFE O Rk & #2-28
(R LT, HEDREE (70~120%) KU
FED BAEME (BHTREEE25% A . BNREE30%
i) AT LTz,
@ MRS ORI

0.0005~0.01 mg/L O #iPH T B & 1B/ L
7o ERE2>0.999 & 720 | BT/ EARED
Boni,
@ EERER
ERBFEEZ RN LI RMRE 55
N —271LS/IN=Z10 TH - 7=,

12. > T~A v RBRIE
O  EwERM
7T 7 il ARRBRIE I THOMT LT



LA, Tu~vw NI A LBICERELETD
v—Zi3mt s nie o7z (4 2-29),
@ EPEE, OMTREEL KON

B, TR E R ORNREE OFER4 #£2-29
R LT, BEOHEE (70~120%) KO
FED BAEM (TR 1S % A0, ENRE20%
ARiii) T LTz,
@ RO EHRE

0.00125~0.025 mg/L O #i [ THi & % 7ER
L7z, DRERRE>0.999 L 720 | BAF R
BELNT,
@ EERR

TR BR P FE 2 WSIN L 7= BEE A B 15 5
NEE—ZI1XSINZ10 THh o1z,

D. f&dm

HOHAEIRELT B WEOHLEMEYE 5y
Bk (12 Z3 0Tk, 29 A{LEW)) s, 24 PR
B Z R L7z, ZDFEE ., WTIOSHrED
BTk 5 (B, OMTREEE . S8 PG B R DN IR
PE) DAL, O A Z X G ELT TR LT
Y THDHED RSN, RUFFETHESL LT 57
FriEERWAZEIZED . BWE D 5 LHEMEWE
WIHBDOE=Z Y TEMANBRI SN SE

HIESLNCH O (ATRIAL) D%
FEhi+ 5 Z LN TE, EU ~EWPE a2 H
THERICRD N DA Z FIVEIZED HZ LD A]
HEEHEZHID,

E. Bt 9EFER
1. FR3CFER
2. FoRR
Shizuka Saito-Shida,

Seiichiro lizuka, Ayumu

Nakamura, Satoshi Isagawa, Satoru Nemoto, Hiroshi

Akiyama. Development and validation of an
analytical method for determining total florfenicol
residues as florfenicol amine in bovine muscle using
liquid chromatography-tandem mass spectrometry.
2021 AOAC INTERNATIONAL, 471 3 4 8 A
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F1-1 JESRM (XA e KT av Wik
LC &4
IRV InertSustain C18
(W 2.1 mm, £ 150 mm, B 75 5 um
A2 )

B EhFH TS (mL/min) 0.2

N (ul) 2

H 7 KiRJE (°C) 40

B @A AR KOV EE OV (1000 : 1)

Bk : 7 r=hFU L

A= N i

e (53) | AW (%) | BiR(%)
0.0 80 20
10.0 40 60
10.01 5 95
15.01 5 95
15.02 80 20
20.0 80 20
MS /4
HEE—R MS/MS, JEIR A A H
A F o AbE— R ESI(+)
A F v AT VL—EEV) | 5500
b — X —iEE (°C) 700
2T TAY—HA 255 60 psi
B —7R T A 255, 60 psi
ayg s HA %
EEA AL (mfz), EVEA A (/)
SVt | Tmgon | D | LTI
AF 2 (mlz) | AA (m/z) (V) TE—
(eV)
R (E&H) 916.0 174.0 36 47
e (EMR) 916.0 772.0 36 41
FLzmas (E&EM) 869.3 696.4 81 55
) (M) 435.0 174.0 71 35
{i £ 7 (min) | s {ms 74, FALITT 55




T

| kS g

fh

| U TERRTER (pH 4.0) B A% ) — VDR (1:1)95 mL 2 M2 HREDF A X
L ~FY 100 mL A% 5 5 RS

1 3000 r/min "C 5 47 5z 057 B

| T 10 mL 57 HX

| Vo BRHEAEER (pH 8.0) 30 mL Z /N2 pH 3ABRHEC pH 8 Zf iR

1 3000 r/min "C 5 57 5z 057 B

PE= s BrN-E = Ry R B A RS = 7T A [Oasis HLB (60 mg/3 mL) ]|
| A=/ 5mL, /K 5mL KOV FREREfEK (pH 8.0) SmL Tar 7 (ia=r7
| RIGEEA

L KB OAZ )— )V DR (3:1) 10 mL CTHEH

| A% 7=V 9 mL CIEH (R Z B ED)

- =

CRER

=

X 1-1 A FOF LI as  BRREOSITEZa—F v —



# 12

HESM: (Fasay RkBriE)

LC &Mt
VAT InertSustain C18
(W 2.1 mm, £ 150 mm, B 75 5 um
=T A R )
AL H (mL/min) 0.2
HEAE (L) 2
BT LR (°C) 40
Bt A K K OV B OJRR (1000 - 1)
Btk : 7 Eh=FJL
Vavav=g N~ s
e (50) | AR (%) | B (%)

0.0 70 30

10.0 5 95

15.0 5 95

15.1 70 30

20.0 70 30

MS /4
HET—K MS/MS
A4 ALET—R ESI(+)
AF AT —EE (V) 5500
b—&—iLE (°C) 450
T TAY—ITA 255 50 psi
H—7NTTA 255, 70 psi
al)a H A =F
TEEAT (mz) . BMEAZ (m/z)
Ta I AA D TR I AA @)
e (E%FZH;VH‘/ (Eﬁf;“/‘\a‘/
gkiid M s |z | ) |
—(eV) —(eV)
O =D 1042.4 46 814.4 45 174.1 51
3'0'77?77” 958.2 11 772.1 45 173.8 45
=

- F5 R (min) | FAm 64, 3-0-TEFAZATL L 50




| #AE10g
il
L AR ODAEEDIRHE(9:1) 10 mL 2 Ok 100 mL 212 AREF AR
| %51 At
| Aigs EOREMICT 2R 50 mL Z A ARESF AR
| %51 AiE

| AEAEDETT®MNT 200 mLIZESR
=AU N-E = e Ry Rk B A RS =75 A [Oasis HLB (200 mg/6 mL) ]|
| A% /=L 10 mL, KM OAZ ) — )L DIRHE (3:2) 10 mL T 5 a=7
} AR 4 mL 2K 15 mL 2272 0% A
L K ORAZ )— )V DIRWE (3:2) 10 mL CTHEF
| A% =)L 9 mL CIFH (&R E TR
| A% =T 10 mLIZEER

122 Fanuy RBIEOGHTE T B —F ¥ — b



#1-3

HIESM (Vravas R k)

LC &Mt
VAT InertSustain C18
(W 2.1 mm, £ 150 mm, K7 7£8 5 pm
VT LA )
BEhfHEE  (mL/min) 0.2
AR (uL) 5
BT L (°C) 40
BEhtH AR K K O R DIRHR  (1000:1)
BiZ: 7 =L
Vavav=g N~ s
AR B i
e (57) (%) (%)

0.00 90 10

5.00 70 30

5.01 10 90

10.00 10 90

10.01 90 10

15.00 90 10

MS &4
HEET—R MS/MS, R A A Fik H
A AE—R ESI (+)
AT ATV —EE (V) | 5500
b—&—iREE (°C) 550
2T TA Y — A 225 60 psi
H—7NTT A 755 60 psi
YV A A EH
EBATY (mfz) . BHEATY (m/z)
Tag AL D | TeEIMAL @
(E&EH) (EMER)
7VJ—H%— | DP =) N =) N
A (V) (m/z) TRV (m/z) TRIVF
(eV) (eV)
Vyaw AL 407.1 66 126.0 33 359.1 25

Voo~ -ds 410.2 66 129.2 35 362.1 27

PREFFER (min)

|V a~wA 46




| kS g
| 5 mg/L NI NAEEYERSHE 100 pl BN
h
| AZ =50 mL A MZ 1 AT T AX
L 3000 r/min “C 5 53[0 0 B
| EEAHE 5 mL Z250 BGRUEF 0.5 g FH2Y)
DA (AR ) |
| FEREWYZ YT E TR (pH7.0) 10 mL (J¥a 7
| WiEET =T 10 gZNZ S RS
| A
ZFL e =AU ARI=2F 4 InertSep PLS-2 (500 mg/6mL) ]|
| A% /= 5mL, K 5mL & OV EEEER (pH7.0) 5 mL T2 7 4 a=r7
| EEEA
L K10 mL, KB OAY ) —)L DR (3:1) 10 mL CTHEE
| A% /—/L 10 mL TYEH
DA (AR |
| BEREWEK, TER=RNL K OFEEOIRNZ (900:100:0.9) 10 mL (ZVfF

o=

1-3 VravAvrildRiEoniE7 e —F v — b



7 1-4

HESM: (AT~ AT R OWERB AR T h~ A iR BRTE)

LC &Mt
VN TSKgel SuperODS
(£ 2.0 mm, £& 100 mm, K7 7% 2.3 um
CH—)
AL H (mL/min) 0.2
HEA R (uL) 2
BT L (°C) 40
% fH AR K OIAT 27 VA e figiig (0.5 mol/L/KIRHR) DIRHR
(1000:10)
Bi&: 7 =RV e ONT X2 7 )V A &g (£10.5 mol/L/KIE
&) DIEE (1000:10)
Varara=sa i
iR (53) | AW (%) | BiR(%)
0.0 95 5
1.0 95 5
10.0 20 80
16.0 20 80
17.0 95 5
27.0 95 5
MS /4
HEE—R MS/MS, JEIRA A H
AAALET—R ESI(+)
AF AT —EE (V) 5000
b—&—iRFE (°C) 450
T TAY—ITA 2553 55 psi
S —7R8TTA 2553, 70 psi
alyal HA ESE
EEAL Y (m/z) . BMEAZ Y (m/z)
Fa AT | T I A Q)
® (EMEA)
7VJ—H%— | DP (E&H)
A (V) algay algy
(m/z) | =X | (mfz) | =R/LF
—(eV) —(eV)
NIRRT AN 582 120 | 263 45 246 45
CERBAR T Rw AT 584 120 | 263 43 246 43
{5 F# B 4] (min) | AbL 7R A v 57, PERRARL b= AL 57




| kS g
i
| N7 onERIRK 45 mL N2 AT AR
| Zeadr 100 mL 200z 5 2 EEED
L 3500 r/min "C 5 5y [0 0 B
| EJE 20 mL 53 He
1 0.1, 1 &Y 6 mol/L AKE2{bF R L/KEEHE S O 1/15 UV BBk 2 Nz pH 7.0 (230
RETABET N~ T LT BT 2
 [AT U2 NSN, KIZEREL 3 mL 28207, NEE 1 em]
| AHRAETEA
| 7K 20 mL Ty
|
!

=

3% LT P LEHE 20 mL TEAH (SR R ZER IR
1 mol/L ~FH 2 2OV T MY LEHE 1 mL e OF
1 0.05 molV/L ~FH o Z/VARUWEF N N5 A Y FEFEET#R (pH 2.0) 10 mL 2 MZ IR &
87 L UM U H S VI =H1F L [Sep-Pak C18 Classic (360 mg) ]|
| A% /—10mL, /K 10 mL &}
1 0.05 molV/L ~F o 2R T MY N5 A Y FEFEETR (pH 2.0) 5 mL T2 7 4=
=7
| ERTHELNIEIEEEAN
| VR D pH A3 4~4.5 fHT 1272 5 F TR THEG
L AKBEOAZ /=L O (1:1) 10 mL TR H (B AR
DA (AR )|

| R ZE K ONANT X7 VA afig g (7 0.5 mol/L KVEIR) ORI (1000:10) 10mL (2

i




1-4 AR TIAT U OV EROAR T M AT R BRIED 5 HTE 7 v —F v — b



F1-5 WESM (W ~A v ilBrik)
LC &Mt
TT I TSKgel SuperODS
(N£E 2.0 mm, £ 100 mm, K7 1£& 2.3 pm
D — 1)
@ FHEH (mL/min) 0.2
& (L) 10
BT LG (°C) 40
BEhH AW : K OIAT 27 v A e il (590.5 mol/L/KIANR) DIRHKR
(1000:10)
Biti : 7B h=RIL e ONANT 27 )L afig ik (£70.5 mol/LK i
7)) DIRHE (1000:10)
75 T N
FE (53) | AR (%) | B (%)
0.0 95 5
1.0 95 5
10.0 20 80
16.0 20 80
17.0 95 5
27.0 95 5
MS &1
HEET—R MS/MS, R A A Fik H
AAALET—R ESI(+)
AF L AT —EBE (V) 5000
b—4—IiiE (°C) 450
T TAW—TTA 2558 55 psi
S —7R8TTA 2553, 70 psi
aYJarHA ER
EBALY (m/z) 485.3—163.2[DP:106 (V) , 2V V3 = R/LX —:35(eV) ]
EMEAA L (m/z) 485.3—324.1[DP:106 (V) , 2V Va3 /L¥—:23(eV) ]
PRFFIRFR (min) 6.1




| kS g
il
| NZooEEERIR 45 mL 2 N2 ATV AR
L 3500 r/min "C 5 5y iz 00 0 B
| At
| ~FH U 50mL 2R 5 S HifRED

1 3500 r/min "C 5 47 5z 057 B
PR BERE MY E =N B N-E =L aY R R A RS = 717 4 [Oasis MCX (150

| A% /=L 5mL, K 5SmL CTars(a=>7

} K& 10 mL Z¥EA

| 7K 10 mL Ty

| AZJ—/L 5 mL Uk

LK AZ )=V R 25% 7 B =T KOIEHR (6:3:1) 10 mL TEaH (BFA R Z ST
DA (AR )|

1 R ZE K OANT X7 VA afig g (7 0.5 mol/L KIEIR) ORI (1000:10) 10 mL (2

et

1-5 W~ A v rBBREOSE7e—F v —



#£ 1-6 HESME RALTFANEY Y —)L AV T 7R AN AT X U R
ANTI LR NFT o7 x=a— LikEhiE)

LC 414
I ACQUITY UPLC BEH C18
(WL 2.1 mm, £ 100 mm, K. 7£E 1.7 um
: Waters i)
B @A iiE (mL/min) 0.35
EA & (L) 5
H17 LIRJE (°C) 40
B A& :0.5 mmol/LEERR T > & =7 LA
Bifi : A% /— /L (LC-MSH)
VAN s
IKFfH (47) AR (%) | BiR (%)
0.0 95 5
1.9 70 30
5.71 10 90
8.60 10 90
8.61 95 5
11.0 95 5
MS 1
HEE—R MS/MS, EIRA A4 H
AFALE—F ESI(+ i3 —)
AF VAT L —EE (V) 5500 X 1%-4500
b—&—iRJE (°C) 650
T TAY—ITA 255 60 psi
S —7R8TTA 2553, 70 psi
aVal A EHR
EmAA Y (mfz) . EVEAA Y (m/z)
A= &4 oA () PA=T 4 A O)
7UN—Y— | DP (Eifi“}a‘/ (E'@}f;‘ya\/
gkid W (m/z) s s (m/z) T RILF
— (eV) — (eV)
AT 7 AR — L 254.0 81 92.1 37 108.1 33
AIVT 7 ) AR 280.9 81 156.0 23 108.0 33
AT 73 )Y 301.1 96 156.1 25 92.0 45
RIARNTY 2 291.0 101 123.0 33 230.0 33
FT T r=a—) 354.0 -45 185.0 -28 289.9 -18
PRAFIFH] (min) ANT 7 A RFH =L 31, ALT7E) A MFT 34,
ANT 77X X%H V40, FUARNTU L4,
FT7T o7 z=a—)L 33




L #k10g
i
I 7ER=RIL 80 mL X O Er=R v fafi~FH 2 80 mL MR ARETF AKX
L 3500 r/min "C 5 5y iz 00 0 B
| FlExfiie A
} KW (%) 1 mL 22 C7 b=k T 100 mL [ZEZ
77 e L UMV 47 V2= A5 A InertSep NH2 FF (500 mg/6 mL) J|
| 7Eh=RUV 5 mL T b
| I 5 mL 27 (B KA B
| 7ER=RILVEOSEE (100: 1) EHE 5 mL CEE HH (R R A B
| KT20mLIZER

=

1-6 AT FANEAY =)L AT 7E /AN AT 7R YU NIANT YL
OFT 7 == VRO L 7 11— — |



#1-7 WESRE (mvovaxdyy 7ar7axdo o) KON/ v 7o%
P ikBRiE)
LC &Mt
VN Mightysil RP-18GP
(NEE 2.1 mm, £ 150 mm, K F£E 5 um
B bR
B EhFH T E (mL/min) 0.2
ENG AN D) 2
J17 IEFE(°C) 40
Bt Al 1 1 vol% ¥ 5 A 50 mmol/LEERE 7L & =1 AR
BiR: 7 Er=R)/L
Vavav=g N~ s
IR (43) ATR(%) | BikE(%)
0.0 90 10
8.0 50 50
12.0 10 90
18.0 10 90
18.01 90 10
25.0 90 10
MS &1
HEET—R MS/MS, R A A Fik H
A AE—R ESI(+)
AF AT —EBENV) 5500
b—&—RE(C) 300
2T TA Y — A 225, 50 psi
H—TR T A 255 80 psi
aYVarHA EH
EEAT (i), EVEAA 2 (n/z)
Tag I AL D | TeEIMA L@
Y h—t— | DP (mifl))yay (m‘fﬁf;yay
AV | 2w | e |z
—(eV) —(eV)
B VA= % 360.1 46 316.1 27 245.1 37
D A=A=t = A 332.2 9 314.2 31 231.1 49
v TadH 320.0 66 302.0 23 276.0 23
PR EFEFH (min) Trr7uafxthrr 56, R T7aXHt 052,
Jv7axti 50




T Y

| kS
o

1 02% ARV K YT h =RV DIRIE (3:2)80 mL Z M HRETF AR
3000 r/min T 5 43 fiiz O 50 e
e Al
A% 0.2% AZV B J O T2 =RV ORI (3:2)T 100 mL [ZE A
fh % 10 mL 53 He

iﬁ(‘ﬂ R

f A

=

— — o

I 93 mL ECHEME
=By N-E = Ry Ryt E ARSI =77 A [Oasis HLB(60 mg/3 mL) ]|
| A=l SmL, A 10 mL TavFqa=2”
| IR ZTEA
| K 5mL T
| A% =V 5 mL T H (G iR 2 H )
l
AR AR )
| BRWEIK, AZ ) — VK O EEDIRHE(500:500: 1)10 mL (VA f#

1-7 Trurvuxti v (‘.‘/701:!7133?"%:\/:/k@$[]) ) OB A=E = IS
BRiEDHTE 7 B —F % — b



F1-8 WESRE urs v A2 )0, X T "IV A 7V U KR RFZIYA
7 REREE)
LC &1tk
L-column2 ODS (A% /L 7Y —)
717 2 (£ 2.0 mm, £ 150 mm, $77-£% 5 um
AL E AT ST A L)
A it (mL/min) 0.2
HEAE (L) 1
517 LEE (°C) 30
AR 7K N ONBERE DR (1000:1)
BoH Bif: 7 k=1L
BE (40) | AR (%) | Bik (%)
0.00 95 5
NN 10.00 0 100
eaads s 12.00 0 100
12.01 95 5
16.00 95 5
MS &
HEE—R MS/MS., E&RA A H
AF AE—R ESI(+)
A B —T A REFE(kV) | 4.0
AL H—T 2 ARRE(°C) | 300
PP A LR (°C) 250
b—h 7oy 78 (°C) 400
T TAP—H A %3, 3 L/hr
RIAAL T T A 23 .10 L/hr
b—F 4TI A 7245, 10 L/hr
=) NENS IS T
EmA A (i), EMEA 2 (m/pz)
a4 D VA=Y A A 0)
(EEH) GEVER)
aUgy aUogy
me) | T Gy | T
(eV) (eV)
VT N7 AT
o AT 479.0 4441 21 154.1 28
V=Sl e s £74) Vg
R T 461.0 426.2 21 4432 14
T A7V
PPN ESC TS 445.0 410.2 20 4272 15
RSP A2 445.0 4282 20 154.1 30
LREFRER (min) I)VT KT A 7Y 5.0, d-epi-7 VT NI A7V 4.4,




FXTITY ATV 4.3, b-epi-AF T ITH ATV 4.0,
T IV ATV 44, 4-epi-T FT Y A7V 3.9, FFTH ATV 5.0

| kS g
10 mmol/L =F Lo 7 I MUEREE —F R D LB~ w3 LA AR (pH 4.0)

| 10 mmol/L =F LoV 7 IUMUEEE —F N U LE G~ v¥ /LA R R (pH 4.0) 100
mL Z1Z.

| 1 MFRES AR

1 3000 r/min “C 5 53[0 0 B
ZFLL e =B ARI=%F A InertSep PLS-2 (270 mg) ]

| A=V ROKE SmL Tarsrq4va=r7

| Al 10 mL Z27FEA

| 7K 20 mL Ty

L K OAS ) — )V DIEHE (4:1) 10 mL CHEH

1 20 mmol/L BFliR T > &= NG A ) — )V K UVKDIRIE (4:1) 10 mL TR (&8 H
TR

| 20 mmol/L BEfRT > E=0 LEAG AX ) —)V L UUKOIRNRE (4:1) T 10 mL [ZER

M 1.8 ZBAFRIHA 2V, AFLT RIHFA 2 YL RORFLHA 2 ) L3k
BRIEDSHIE T B —F v — k



F1-9 WERME (7 z==a— LilBRiE)

LC &Mt
VI Ascentis Express F5
(N£E 2.1 mm, £ 100 mm, K7F£E 2.7 pm
:Supelco )
+ Ascentis Express F5 Guard Column
(W& 21 mm, £ 5mm, B 7% 2.7 pm
:Supelco %)
BEhiE)iE (mL/min) 0.2
& (uL) 5
7 LG (°C) 40
BHEhtH AR 2 7K S OVEERE DIRIE (1000 1)
Bif: 7 2=V R OVEERE DR (1000: 1)
etlads s B | AW(%) | BIE(%)
0.0 100 0
5.0 60 40
7.0 5 95
17.0 5 95
17.1 100 0
MS &1
HEET—R MS/MS, R A A Fik H
A AE—R ESI(+)
AF AL —BJE (V) 5500
b—&—iE (°C) 400
2T TA Y — A 225 40 psi
S—7NTTA 255 60 psi
YV A A EE
EBAA L (m/z) 248.0—91.0 [DP:46(V), 2UVar = x/L¥—:63(eV) ]
TEMEAA Y (m/z) 248.0—131.0 [DP:46(V), a¥a = x/LF—:29(eV) ]
{RFFRER (min) 4.4




L #k10g
VA i F OVt
| 6 mol/L #if% 20 mL # /N AL, 100°C DA AL/ SAT 3 RERRINK I3 f# (15 43T i &
(ZHEER)
L 30 3[R
K 10 mL }g O"~FH>2 40 mL 2%, 5 3 RHEED
3000 r/min T 5 43 fiiz 0o e
N R
HHRIZ T AYD L [BF Ak 54512 g A IRE
51 Al
TR KR UOUKOIER (1:1) 20 mL THE4
| AEEADETKT 100 mL IZER
&AL A 155 LlnertSep K-solute (5 mL) ]|
L HhHE 2.5 mL iz, (bR T A 1T g KON 7.5 mol/L KER(L TR AR 1 mL &z
i
| IRABWAETEN, 30 47 [ E
| HEfETF L 30 mL TYAH (2 R E D
DA (AR )|
1 W% 0.1 vol Y% lEfE K N AKX /— )L DR (1:1) 1 mL (2R
PR BB B =L PN = e ) Ry 3R B A RS = 717 4 [ Oasis MCX (150
| A% =L 2mL, 0.1 vol %Wz} ONAZ ) — /)L DR (1:1)3 mL Tav T4 a=r7
| WSFRRATEN
1 0.1 vol%WERE Mo ONAZ ) — /L DR (1:1) 3 mL THEE
| AZJ—/L 2 mL CTUEH
| A=V R 25% T =T KOIRHE(99: 1) 5 mL T H (s R Z BB
DA (AR )|
| EEWE 0.1 vol % lERE K A% ) — /L DIRIE (9:1) 2.5 mL [ZIRfiF

e e




l

X199 7ol 7z=a— Ll BRiEosiriE7 v —F ¥ — bk



#1-10

HESME (TEXI IV TSI RN A_R=V Y R B TE)

LC &Mt
VN ZORBAX RRHD Eclipse Plus C18
(N£E 2.1 mm, £ 100 mm, F7F£E 1.8 pm
: Agilent Technologies #%)
% B FE it (mL/min) 0.4
N (ul) 5
BT LG (°C) 40
I AR 7K B OVEERE DR (1000 1)
Bk : A% ) — /v J O'WERE DR #E (1000: 1)
TS5 T N
Reff (53) | AR (%) | BiR (%)
0.0 100 0
5.0 85 15
10.0 5 95
12.0 5 95
12.01 100 0
16.0 100 0
MS 544
HEE—R MS/MS, JEIRA A K
AF AE—R ESI(+)
AF AT —FEE (V) 5500
b—X—iEE (°C) 350
2T TA Y — A 2553, 70 psi
H—7NTT A 2553, 50 psi
alyal HA EH
TEEAL Y (m/z) . BEAZ Y (m/z)
a4 D PA=Z A )
Syh—t— | Dp (FE & :;:/“E,\/ (E‘fi);ﬁg‘ya\/
AV Gy x| e |z
—(eV) —(eV)
TEXRVY 366.0 16 113.9 25 349.0 11
TEXT TV -dy 370.0 21 353.0 13 - -
T 350.0 26 105.9 21 114.0 41
T -ds 355.0 26 110.9 23 - -
Ry Nr2= 334.9 36 160.0 15 176.0 17
_=2V G-dy 342.0 41 183.0 19 - -

PRFFFHA] (min)

| 7TEXRL UL 35, TUEIUL 72, NUUAR=DTL 9.0




LB S g

1 0.17 mol/L ffif& 5 mL X O\ 5% X > 7 AT U EEF N T AEHE 5 mL &2 N2 A/ R—F )L C
i

| 5 mg/L PAEHEA#RZ 0.125 mL %S0
Y

| TR ROV ER R ER (pH 6.0) @ DIRHK (1:1)40 mL ZHIXHETF AR

1 3500 r/min "C 5 47 5z 057 B

| AHE (B 125 mm, No. SA. ADVANTEC $) T4

| A% 2 mL 47 E

1 0.1 mol/L fRIE7T > E=0 LK 20 mL A2 pH 8.0 Z
praniL s

| Zeadv s 20 mL #00% 5 Sy EiEED
1 3500 r/min "C 5 47 5 057 B
| EJE 53 ER
| BEHA TRV LEE S
= Br-N-E = e Ry Rk E A RS =77 AlnertSep HLB (200 mg/6 mL) ]|

| 7EF=RFL 10 mL, 7K 10 mL, 0.1 mol/L fRFE7 > E=0 L%HK 10 mL Ta 74 a=
N

| ERECHELNIEIRAE A

1 0.1 mol/L [REET > &= LAWK 5 mL C 3 [Al P61

L 7ER=RIV R OVK ORI (1:1) 5 mL TR (B AR
DA (AR )|

| 50 mmol/L FFlET > &= LIHE 4 mL (CVEfR

| 2mL 3L, 50 mmol/L HFf2 T > E=7 AEHE T 5 mL IZER




1-10 TEXFIIVUL  TUrEI I BORC D NAR=U YR B EO ST E 7 v —F »
—k



#Fz1-11 WESM (Vo ~TZARBRE)

LC &4
Mightysil RP-18 GP
K7 2 (MR 4.6 mm, FX 150 mm, KL 728 5 pm
B R S
Fi H 5 R R % (FL)
& BN AT (mL/min) 1.0
HEAE (L) 20
BT LIEFE (°C) 40
B E)FH AL ) — v KK ONHERR DIRR (65:35:1)
JEhiC I & (nm) 365
G R (nm) 515
PREFERR 9.0
| #AE10g
fh
L 5%PEERE 20 mL & N7 2R 100 mL 2012 1 53R AR
L B Al
| AilEgs Lo MICT 'R S0 mL 2Nz 1 0 BARET AR
L 1A

| AilAEAHETT 2T 200 mL ICES

257 2 U VA AR =5 T AInertSep C18 (1,000 mg/6 mL) ]|

| A% /7—v 5mL, 5%[EE% 5 mL Tar T qa=rs

| R 10 mL (27K 50 mL K& OVEERE 0.5 mL 22 CEfif

L K AR =V BCOEEREOIRNHR (50:50: 1) 10 mL "CHEH

L AF I —)v KR OWERRDIRHE (95:5:1) 5 mL TIAH] (VA IR A

1-11 T IARRBRIED pHTiE 7 v —F v — b




*1-12 WERM (=2 T~A B

LC &Mt
VAN ACQUITY UPLC BEH C8
(N£E 2.1 mm, & 100 mm, R 7-£8 1.7 um
: Waters )
@ FHEH (mL/min) 0.4
EAE (uL) 5
BT LG (°C) 40
BEhH AR 7K L OEERR DR (1000: 1)
Bii% : 7 & b =RV} OVWEBR DRI (1000: 1)
TS5 T N
Reff (53) | AR (%) | BiR (%)
0.0 95 5
1.0 95 5
6.0 40 60
6.01 95 5
10.0 95 5
MS /4
HEE—R MS/MS,, JEIR A A H
AAALET—R ESI(+)
AF L AT —EBE (V) 4500
b—X—iEE (°C) 500
T TAY—TTA 2553, 30 psi
S —78TTA 2553, 70 psi
U A ER
EBAA (m/z) 785.9—1089.2 [DP:91(V), 2Vvarzx/L¥—:35(eV) |
EVEAT Y (m/z) 785.9—179.1 [DP:91 (V). a)¥gmx/LF¥—:35(eV) ]
PREFIER (min) 3.7




| kS g
i
7RI 50 mL e OV rma A% 25 mL NIRRT AR
3500 r/min C 5 47 50057 B
FIE5ER
PR\ o = R 25 mL 202 5 3R ED
3500 r/min T 5 43 fiiz 0o
FIEEGOEATTAAM (B 40 mm, GA-200, ADVANTEC ) T 5| At
A7z 7 AR T 100 mL IZE R
5 mL 57 H
| BEIATYIunrAZ R E

= Br-N-E = e Ry Rk E A RS =77 AlnertSep HLB (200 mg/6 mL) ]|

=

e e

| A% /= 5mL, KSmL Cars ra=r7
| EFETHELNIZEIRIZAK 7 mL 2 M EA
L KR ORAZ )=V DIRHE (7:3) 5 mL T 2 [BIEH
77 aE AL A A= 01F I[ Sep-Pak Plus NH2 (360 mg) ||
L AZ 7= 5mL, A% — VR OVKOIRIR (4:1)5 mL Cars4a=r7
| VE=ARCBUN-E A RIN L ESIRI= T A0 TICHR
L AZ =V R OVKOIRNE (4:1) 5 mL TIEH (&7 iRz 8 1)
s (AR 20|
| BRI OAZ ) — L DIRHE (1:1) 2.5 mL (2SR

1-12 =2 I= AV RBIEO L7 o —F v — b



(1) #A4 v EOFLI oy RERiE

#2-1 XA v rOEE, GHTRE R NENEE
= il sy | ook | =W
(ng/kg) | 4T | 1HH | 2HEB | 3HH | 4HA | 5HE | &Y (%) (%) (%)
1= 8 | 60.07 | 63.47 | 66.58 | 74.92 | 66. 03
70 65. 52 93.6 5.1 6.5
21 H | 65.37 | 64.29 | 66.23 | 67.78 | 60. 50
22 FNAIaVIUOEE, HTHEE R OCENEEE
N e IR
\ W fiE
(ng/ke) | 347 | 1AH | 208 | 30B | 488 | 558 | &2y | %) %)
1=H [ 75.93 | 77.52 | 81.55 | 77.14 | 77.02
70 76.90 ] 109.9 3.2 3.2
218 | 77.20 | 76.70 | 74.96 | 77.76 | 73. 26
(2) Fam RERE
F2-3 TN DOERE, TREE R RN E
g@ B (1 g/ke) gﬁ; gg gﬁ
(1 g/kg) #17 | 1AB | 2AE | 38E | 4B | 58 | 2%y %) ) (%)
1[5 H 9. 88 10. 26 9.19 9.19 8. 65
10 9. 25 92.5 7.0 7.0
2l01 B 9. 29 8.43 9.35 9. 86 8. 40
#2-4 3-O0-THFNAEA T DEE DR VRPN
g@ B 1 (e g/ke) 5@% gg gﬁ
(u g/kg) #17 | 1AB | 2HE | 38E |48 B | 5AE | &%y %) (%) (%)
1[5 H 9. 65 9.19 8. 76 8. 40 7.79
10 8. 82 88. 2 5.6 7.1
2l71 H 9. 58 8. 06 9.17 8.89 8.67

(3) Vra<a v RBRE

#2-5

Vya<A v raiE HMTE R ONENREE




W N 22 DFAT ey
- HEME (n g/ke) By % K K1
(ug/kg) AT IHE | 2AE | 3B | 408 | 5HEB | &Y %) (%) (%)
1A E |105.76 | 98.96 | 97.04 | 98.04 | 93.72
100 98. 91 98.9 2.6 3.3
2@ B | 100.44 | 98.12 | 96.80 | 101.52 | 98.72
(4) AN T AL L ROV ERRRRN oA RERTE
#2-6 ARNVT h~A T DOEE, GHTHEE R ONENEEE
fgjﬂ I g/ke) Eﬁfgg ﬁ}; ﬁ;’;ﬂ
(u g/kg) #1T | 1HB | 2HH | 3HH | 4HEH | 5EHH | &% (%) (%) (%)
18] | 99 87 102 108 100
100 95 94. 9 9.3 9.3
20a] H 90 92 97 96 78
#2717 Ve RoRA LT AT UDOEE, HTREERONENEE
gﬁ B (1 g/ke) @ﬁfgg ﬁ}; ﬁ;’;ﬂ
(u g/kg) #1T | 1HB | 2HH | 3HH | 4HEH | 5EHH | 2% (%) (%) (%)
G 86 94 111 108 84
100 95 95. 1 5.5 14.2
20a] H 95 89 109 104 72
(5) TF~Av RBRE
#2-8 NIF~A T UOEE, JHTHE K ONENREE
gﬁﬂ B (1 g/ke) @ﬁ@_ fjg ﬁ;’;ﬂ
(ug/kg) AT I1HE | 2AE | 3B | 408 | 5HEB | &Y %) (%) (%)
1[H H 109 107 108 124 120
100 116 115. 7 3.2 7.2
AEINE| 108 114 115 127 126

6) ANVTFAPIFY Y =)L, ANVTFEIRAIEYV Y, RANVT7rH XYY

FIRARFY BROFT V7 = =a— LVRBRIE

#29 ATy A NFH Y — VOB TR EE R OV N R




womn Sl e NI PEAT EAN

- HEME (n g/ke) By % K K1

(ug/kg) AT IHE | 2AE | 3B | 408 | 5HEB | &Y (%) (%) (%)
ENRE 10.5 8.9 8.4 8.7 7.9

10 8.9 88. 7 3.7 11.0
2[E B 10.2 9.1 7.6 9.1 8.3

— 73




#2110 AAVT7E) A NI OB TR K VSN

womn g RIS PEAT EAN

- HEME (e g/kg) By % K K 1

(ug/kg) WAT I1HE | 2AE | 3HA | 408 | 5HEB | &Y %) (%) (%)
IEIRE 10.5 8.8 8.5 8.0 9.1

10 9.0 89.5 6.0 8.1
2[E B 9.5 8.2 8.6 9.3 9.0

F#2-11 AT 7% )XW U L OBERE . PHTREEEK O PN

womn g R PEAT EN
- HEME (n g/ke) By % K kI
(ug/kg) AT IHE | 2AE | 3HA | 408 | 5HE | &Y %) (%) (%)
1A H 9.7 8.7 8.3 8.5 8. 4
10 8.6 86. 4 4.6 6.2
PAGIRE| 8.9 8.7 7.8 8.4 9.2
#2-12 FU A NTV LAOEE, JHMTREE L OENEE
W — RIS PEAT EAN
- HEME (e g/ke) B % K s
(ug/kg) AT IHE | 2AE | 3B | 408 | 5HEB | &Y (%) (%) (%)
ERE 8.9 8.1 8.1 8.3 8.7
10 8.5 84.7 4.7 4.7
2[a A 8.5 9.2 8.0 8.4 8.4
#2-13 FT 7 z=a—)LOEE HTHEE N OENIEE
womn g RIS PEAT EAN
i HEME (n g/ke) B % K K 1
(ug/kg) AT IHE | 2AE | 3HA | 408 | 5HEB | &Y (%) (%) (%)
ENE 9.2 9.3 9.9 9.7 8.5
10 9.1 91.1 7.3 7.3
2[E B 9.1 7.8 8.7 9.7 9.1

(7)) mvezuxyyy (FuezaFh o) RO v7uaxdy R
%

#2-14 zruvuxHhroORE, MTREKROENEE



womn il NI PEAT EAN

- HEME (n g/ke) By % K K1

(ug/kg) AT IHE | 2AE | 3B | 408 | 5HEB | &Y (%) (%) (%)
ENRE 8.5 9.7 9.4 9.5 11.2

10 9.7 97.2 7.6 7.6
2[E B 10.2 9.9 9.5 9.9 9.6

#£2-15 /A7 uxV o UEE . HMTRE K OSSN E

womn g R PEAT EN
- HEME (n g/ke) By % K kI
(ug/kg) AT IHE | 2AE | 3HA | 408 | 5HE | &Y %) (%) (%)
1@ B 7.8 8.2 8.2 7.9 9.5
10 8.2 82.5 5.1 7.5
2[5] H 8.7 8.0 7.5 7.8 8.9
#2-16 /7 xV o U OBEE . JHMTRE R OENKEE
W — RIS PEAT EAN
- HEME (e g/ke) B % K s
(ug/kg) AT IHE | 2AE | 3B | 408 | 5HEB | &Y (%) (%) (%)
ERE 8.9 8.6 9.4 8.5 9.3
10 8.7 87.2 8.0 8.0
2[5 H 9.7 8.9 7.8 8.2 8.1

Q) Z7unT bV A7V, XTIV A TV ROERFIY A7) U RBR
%

F2-17 7vunT v IHA 27U DR, HMTRE M OENRE

W Wl f RIS PEAT =N

o HIEE (n g/ke) i 5 ¥ e oy

(ug/kg) WAT IHE | 2B [ 3B | 4R B | 5HE | &% (%) %) (%)
1EE | 50.2 54.0 50. 4 47.7 51.0

50 51.1 102.2 2.0 5.4
2Bl H | 51.5 55.9 52.5 47.5 50. 2

F2-18 d-epi-Z7 A NVT NIV A7V OB TR R OCENKEE



R S &) PHAT e
i HIEE (u g/ke) Y ¥ ¥
(ug/kg) #AT IHE | 288 [ 3B | 4R B | 5HE | &¥H (%) %) (%)
1|l g | 47.2 49.5 45. 8 43. 7 45. 1
50 46. 6 93.2 3.2 4.8
2 H | 49.3 47.5 48. 6 45. 7 43.7
£2-19 AXTTFT NIV A 27U OBEREE . PHTRE R NSNS
wm S VA PHAT e
g BEME (u g/ke) iy 22 ¥ i pral
(ug/kg) WAT IHE | 288 [ 3B | 4R B | 5HE | &¥% (%) (%) (%)
1|l g | 55.7 56. 6 54.8 50.9 53. 1
50 54.8 109.5 2.5 4.4
2161 H | 57.5 55.5 58.0 52. 8 52. 7
220 4-epi-AXTT NIV A7V UDEE, HTRE R OENKE
R . VS| PHAT e
o HIEE (e g/ke) i 5 ¥ e oy
(ug/kg) WAT IHE | 2B [ 3B | 4R B | 5HE | &% %) %) (%)
1EE | 53.4 55. 8 53.3 49. 6 53.5
50 54. 1 108. 1 2.8 5.1
216 H | 56.7 57.5 56. 3 50. 1 54.5
221 T hIH A7V DEE, GHTRE N OENKEE
wm . A PHAT e
- HIEE (e g/ke) Y ¥ ¥
(ug/kg) AT IBEH | 28HB | 3HEH | 4BH | 5HAE | &% %) %) (%)
1EHE | 55.7 57.3 53.6 52.0 53.0
50 54.5 109. 1 2.3 5.0
2[@H | 58.6 56. 6 55. 6 50. 8 52.2
#2202 4eepi-T NIV A IV DEEE, TR M OB
wm S VA PHAT e
e HIEME (n g/ke) Y ¥ ¥
(ug/kg) 2T I1HE | 288 [ 3B | 40 B | 5HE | %% %) %) (%)
1|l B | 49.3 51.8 50. 1 46.9 49.5
50 50. 7 101. 4 3.6 4.6
26 H | 51.8 53.2 54.4 | 48.5 51.6
#2233 REFoH A7 U DEE, GHTRE N OCENIEE




s e Sy PHAT £SO
1] 7 i
i HE fE (u g/kg) Y ¥ ¥
(ug/kg) #AT IHE | 288 [ 3B | 4R B | 5HE | &¥H (%) (%) (%)
1E B | 46.5 49,2 45. 0 43.2 45.5
50 46. 3 92. 6 2.6 5.9
26 H | 48.3 50. 1 48.0 42.2 45. 2
(9) 7unr7z=a—LRBRIE
224 TunlTxz=a—)LOBEE, (HTHEELOENEE
whn St e %) BEAT =N
i BEME (ug/ke) g 5 ¥ i i i
(ug/kg) AT IHE | 2AH | 3FA | 4R B | 5HE | &% %) (%) (%)
1[[] B 95 98 94 86 87
100 92 91.5 2.2 4.6
2[7] H 91 93 95 88 89
(10) TEFTVY v, TrEYV Y VRUORVIAR=V ) VERBRTE
#2225 TEXVVI UCOEE, JHMTEELOENEE
L il 1 fF4T e
. HEME (e g/ke) B % K K 1
(ug/kg) AT IHE | 2AE | 3HA | 408 | 5HE | &Y %) (%) (%)
18 B 19.5 19.5 19.6 20.5 20. 6
20 19.9 99.6 1.8 2.4
2[8] H 19. 4 20. 3 19.7 19.7 20. 4
#2206 TUoEVIUCOEE, JHMTHE R CENEE
whn W NIAS) BE4T EHN
g BEM (u g/ke) 5 K i gt
(u g/kg) W4T | 1HB | 2HH | 3HH | 4HEH | 5EHH | 2% (%) (%) (%)
1Elg | 18.4 17.8 18.7 19. 4 18.7
20 18.6 92.9 3.2 4.8
2l H | 17.7 18.6 18.4 20.5 17.5

#2227 RUUNAR=VY OB TR K OV NS EE




VI il 1) BT =P
o HEME (u g/kg) a1y %2 ¥ e ¥ e
(u g/kg) #1T | 1HB | 2HH | 3HH | 4BEH | 5EH | &% (%) (%) (%)
1EE | 18.7 19.5 18.9 | 20.7 | 20.9
20 19.7 98.5 2.4 4.4
2B H | 18.7 19.3 | 20.1 | 20.1 | 20.2
(11) 7 ¥ ~THA RilBri:
3228 AT HA ROEE, HTHEROENEE
TN e 1 DT =N
g HEME (n g/ke) Y % ¥ ¥t
(ug/kg) BAT IHE | 2AE | 3BA | 4B A | 5HE | %% %) (%) (%)
1 E | 10.31 | 9.01 | 9.68 | 10.14 | 8.45
10 9. 67 96. 7 4.7 7.3
2 A | 10.77 | 9.18 | 10.08 | 9.51 9. 59
(12) v T~<A T U HABRIE
#0229 TUTVAVUDEE, HTHEE R OENEEE
o il -5 BFfT e
i e BEME (1 g/ke) Y 5 K i K i
(ug/kg) #AT IBEH | 28E | 3BH | 4BH | 5AE | &£%¥% (%) (%) (%)
1| e | 21.6 | 22.0 | 26.2 | 21.2 | 21.4
30 23.2 77.3 7.6 8.2
2 | 23.4 | 21.7 | 24.9 | 25.6 | 23.9
75 v Bk
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22 FNAIadrDODSRM 7 ua~ 7T A
(m/z 869.3—696.4)



IR EE 70 pg/kg
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%] 2-3 FANOLLDSRMZ o~ k75 A
(m/z 1042.4—814.4)
WINREE 10 png/kg
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2-4 3-0-TEFNLEZ A DOSRM YV au~ b7 7 A
(m/z 958.2—772.1)
WINPREE @ 10 pg/kg

AT/ v 77 BB ONEEEYE  (0.005 mg/L)

Mass:407.1/126.0 Mass:410.2/129.2
Area:N/A Area:672736
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X2-5)>ya~vA4> 2 OSRMZua~ ~7 3 A
(m/z 407.1—126.0)
AP 100 pg/kg
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AR (0.02 mg/L)
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26 ARLTRh~AT L DSRM 7~ 7 F A
(m/z 582.2—263.0)
WINEEFE - 100 pg/kg
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FEYERIR (0.01 mg/L)

X 2-8 HF~AT2ADSRMZ a~ ~7J A
(m/z 485.3—163.2)
ISINPREE 100 pg/kg
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X 2-12 RUVARZFYULOSRMZ a~ 7 A
(m/z 291.0—123.0)
WINEEEE @ 10 ug/kg
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2-13 F 77 x=a— )LOSRM 7 ua~ s/ J A
(m/z 354.0—185.0)
IPREE 10 pg/kg
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2-14 =>u7uaXx% D SRM 7a~vh7J A
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TINYREE 110 pg/kg

7T R
8/20/2021 2:31:46 AM

332.2/314.2
5.0e4

4504
4.0e4
35e4
30e4

25e4

Intensity

2.0e4

1.5e4

1.0e4
5.0e3 L

0.0e0

30 40 50 6.0 70
Time, min

tori DAY1 NEGA
CPFX1

NI S



8/20/2021 2:57:19 AM
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2-15 > 7u7ax¥ O SRM Z7ua~<xhr A
(m/z 332.2—314.2)
TINYREE 110 pg/kg

7T R



8/20/2021 2:31:46 AM
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(m/z 320.0—302.0)




TINYREE 110 pg/kg
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8P N=1_66.cd
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