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P (RTRERAL) DA ATV, SRYEE 2w L

T2 B W RRE OREN RO b D, ZDD),

BWEIZOWTITE=X Y U IEfraxtg s L
T2ONHEICIN 2. b Z%tE & L=k b
EWrih, LLAnb, BWEDHRZ TS

& LT ikl 3 B S v T Zpny, ARFZE T,

BWED S L, FROBIZBNTE=FY 7
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FYER U, fESL L 72 Wik DU T2 24 PR TA
EEMETHIELICLY, E=F ) 7 THRHES
FUT= 355 A W R B 1) U 7 3sk 7 Sk R A3 R
NHEEZ BT L2 AME Lz, 902
FE (1FE) X BWEDY H, Fl2BnT
T=H U 2 T BRERNL S S ST B ik o 4
(FLEMEDE (FLIa v %0 6 THH), Bl
Fl(RY 7SR E =) Hiarz Py L5
(EX %D 3 HE), BELAnA RRE
B (AL RA MY Y) ROVEBESRRWE (HCB
LD 151EA)) 12OWT, FOMRERSRE L
T HTE A RS U, 2 Y PRI & 520 L 72,

B. WF5E)5 1k

2B oML, A —xy PR TR
WREPEZ A LTz, FTREZRIR O MBI & R & |
RNy =77V 7Y =& AW —{k L
7

1. MESEYE

(1) FIav  RERE

O RFE - Rk

Fou X 3L R U 90.0% (Sigma-Aldrich
5

AR )= ~FH o VUBKEZFTRIY

L ZAKF V) T OKFEA DV UL U
Bl (87 A L DR EpfigEs)

T h=FVU/:LC-MS (B LEEH)
XWE : LC-MS il (B 7 A v AFnehlisisl)
UK, U UERKE Y T A B
# (BEH b5

TFLTUT I UEERE T MU A BRI
el (RHCAb sty
PE=ARUPUN-E= LR RULES
K =47 A : OasisHLB (60 mg/3 mL, Waters
&)

AT T 7 40 H— : Millex-LG (0.2 um,
MILLIPORE f)

7 T UPRARMERR (pH 4.0) : 7 = U ER— /KT
1.29g, U VEEKE T NV 7 A+ ZIKF 2.8
g KO F Lo o7 I VNEE - N U A
3.72g 81 K1000mL & N2 TN L7,
U UEETpH % 4.0 (ZFRIE LT,

U BRI (pHS.0) - VR KFEH U ¥
L5052g MO UAKFEZ Y U167 g i
D, K750 mL #Nx CHEN L%, U EET
pH % 8.0 [ZF#& L, /K& I Z CTIEAEIZ 1000 mL
Lz,

7 T UPEARTER (pH 4.0) R OYA ¥ J — /L DiR
(1 1) « 7 = UEEEENR (pH4.0) 500 mL
WA % ) —/500mL #iRA Lz,

KEOAZ 7 —Dig#HE (3 :1) 1 K 750mL M
WA %X ) —250mL #iRA Lz,

KL OFEROEE (1000 : 0.5) : 7K 1000 mL X%
OFWE 0.5 mL Z#1REG LT,

T = UK OFREORER (1000:0.5) : 7
£ h=hk U/l 1000 mL X OFEE 0.5 mL &5
L7,

FEHEIFR TV X 2 o AR HERLK) 25 mg A SRR
L. A¥ /7 —/LCEMLT 1000 mg/L EiK%



TR 72,
TSRS « TV a v SRR A X
J—VTHRL T2 mg/LimRzEif L=,
@ HE

REVFA Y —  BM-2 (H AR ERR)
Loy BERE - H-60R (=27 4 8l)

BL 5 EL (AF¥Yv~5 i)

pH & : F-72 (3857 KX R K77 #l)
LC-MSMS (HIESMF « & 1-1)

¥*OE L=V A—T)—
Triple Quad
MS SCIEX
6500+
LC Nexera X2 SR ERT
T — 2 JLEE | Analyst SCIEX
® E&E

FNIa v AR A 2 ) — )L THR
L T 0.00025, 0.0005, 0.001, 0.0025 &% X 0.005
mg/L OFEMEVIR AT L7, ZOWIK 2 ul %
LC-MS/MS IZIEAL T, oo — 7 mif%
AW CTHREREER LT, RBRIRIKE 2 ul % LC-
MS/MS IZHEA L B ERR D D et B AT &
DFLIavrOERERH L,

@  WhnEE O TR

FBF S g IZHIN ARSI (2 mg/L) 0.125mL
[ A% 7 —VERIR] ZW L7z,
® BRI O
M (K 1-1)

FN I ay BN S 7 o U EEiEE R (pH
4.0) OAZ 7 —/LOiRHKE (1 :1) THIH L,
AFY UTEES. D= AR P N-E L
vrl RUEEARI=F T A TR L%,
LC-MS/MS TE&E MK OER LT,

a.

k5 g & 250 mL FOmOEIZED B |
7 T UFRREMETR (pH 4.0) VA X J — /L DR
W (1:1) 95mL ZMx7-th, RETTAHF—
THE L, ~FH 100mL 2z, B D
BT S5 aMiEE 9 L7, 3000 t/min T 5 43l
DOYEEL 7%, TiE 10mL GREF0.5 g HHY) %
wOVEICE LTz, U BRI (pH 8.0)
30mL # Mz 7%, pH8.0 Zf#E72 L. 3000 r/min
T 5 GrfEimaO o BE L 72,
b. fEH
FEEYE= AP UN-E=LER]Y R
VHEASIKI =F 7 A [Oasis HLB (60 mg/3 mL) |
(HoEMUHAK /=L 5mL, KS5mL, Vv
Fetiiem@Erik (pH8.0) SmL CTHFL-H D) (Z
A LT, BT LEKKORAE ) —/IVOIRIK
(3:1) 10mL THFLiz%, A% /—/L9mL
THEH L, 10mL AE&ET 7 A2 T2, A
H)—=IVTERL, AVT T T 4NH—TH
WL7=bDEREBRARE LT,

® ~ bV 7 AEHEAERR O

ABt~ N v 7 ZOHERERFTHO~ K
U v 7 ARNEEMERS IR IXTRE L 72 0o 72,

@ 24 PERTAT AR

OGN Z PG FEVEMERE (50 ng/kg) T
WPERTM AR 2 S L 7=, MR A KT
A ZEE LA TED 2 BHMT) . 5 HEOBOY
DIVEBRZATVN, BYERE/NT A — & Z 3l L 7=,

(2) ANVT FERANE T Y RBRIE

O A - RE

ANT 7AW T NEHER S 99.7% (&
L7 AV AT RL)

AL )=, T =ML T BERE



Bl (87 A L A FRE i)
AKX ) —) : HPLC H (& L7 A /v AFeiisk

)
AR ) —)L X LC-MS H (&t 7 A /v AH
SRR

T 7Tae YN Y BTNV =TT
2\ : InertSep NH2 FF (500 mg/6 mL, > —=x /L
A T A

AT T 7 40 H— : Millex-LG (0.2 pum,
MILLIPORE %)

7 =RV A~k T R= ML
30mL KO 270 mL R4 L, 5 0 WiE
Lo EAToT, RER, SEEL e~ T U
ELLTE,

T h= R U, KEOFEEOIEIE (300: 100 :
3) : 7 h=FVU/A300mL, /K 100 mL &
i 3mL ZiRG Lz,

T F=RUVEKOREEORRK (100:1) : 7 &
F=F U/ 100 mL X OVFEE 1 mL ZEG L7z,
K% OBERE DIEHE (1000 : 0.1) : 7K 1000 mL %
OWERZ 100 pL 2984 L7=,

IR . AVT 7 BANHE T REHEEHK 10
mg ZREFE L., A% /—/L (HPLC /) TiafEL
T 200 mg/LiREERB LT,

WY - AV T 7 BA NK TV RN

i A % 7 —n (i) THIRLT1 mgL
e LT,
@ &

RETF AW —: BM-2 (A AR
A BERE - H-60R (=0 7 i)

LC-MS/MS (HITES:M: « £ 1-2)

*OE LTV A—T)—
Triple Quad SCIEX
MS
5500
LC Nexera X2 B ERT
T — A LB Analyst SCIEX
@ E=
ANT 7 ETANET Y ANEEFH 2 A F
—/L (Fpfk) TAIL T1 mg/LiER &R L,
6z, TER=MU L KEOFEEORRK

(300 : 100 : 3) TAVR L T 0.00025, 0.0005,
0.001, 0.0025 K% TX 0.005 mg/L DFEHEE % 74
L7, ZOWIES5 uL % LC-MS/MS IZFEA L
T, bl v — 7 mfEa A TR ERR 2 ER
L7, RBRIANE 5 uL & LC-MS/MS [ZIEA L,

B B HEXHR ERIEIC LD AL T 7 A
NETY o DEREERIE LR,

@  IINEEF O R

FUBF 10 g IZHINAHAEEHERS WK (1 mg/L) 100 uL
(A& —n (FEfR) WIR] 2L, k<R
A L=t 30 oRIfE L,
® BRI O TR
W (X 1-2)

ANT 7 EHANL T R ENLT & b
= NU L THH ERERFIZT ' b= K U LR
ANFF TR L, FBE AT, 7/ 7nm
AN Y BTNV =h T A TR L
724, LC-MS/MS TE&E K QR LT=,

a. fliH
B0 g & 250 mL 25RO AR VI & D D |



7 =KUY L8mL KT & =KV /L
~AF Y 80mL AR 2%, RETST AP —T
PP L72,3500 t/min C 5 43 iz O 00 Bl L 7214
TEZHEASE LTz, A% 100 mL A&~
T A AR, ¥ 1 mL ZMZ 7%, 7&h
= MU NVTERLE,
b. AHH

FhHR 10 mL GREF1 g#0Y) 27 1/ 7'm
LU b Y BV =H T I [InertSep
NH2 FF (500 mg/6 mL)] (HHNCHT & F=
RUJLSmL THELIZH D) 1AM L, EH
K% 20 mL BREgET7 7 A% T, ROT,
7 b= MU VROFEEORERK (100 : 1) SmL
THHL, EoeE7 7 Aalcqdbi -k, K
TERL, AVT T T4 NE—TABLIED
D % BRI & LTz,

® ~ bV v 7 AEHERERIE O
e~ MYy 7 20 RIERZERF O~ |k
U > 7 ZBHEHEES IR TR L 722 7,

@ YV EER

D % R E BIRAIREE (10 ug/kg) T
VR BR 2 Fihe U 7o, 24 MR T A R
FA AZHEV 1T H 1R 2 OFT) . 5 RO
IIVEBR ATV, FMERENT A —Z Z 3 L
7=

(3) 4-epi-Z VT FTH A7 U UKD 4-epi-
X7 NI A 7Y URBRE
O RE - Rk
d-epi-7 B VT N T A 7V R S
J 86.5% (Carbosynth )

4epi-A X T TV A T U REUES, - R
81% (Acros Organics H4)
TERr=htVU, A% /—/L:HPLC A (K
b5 8d)

TF LU T I MUER T R U U A TR
Y. HEER. WERT E=vU L U UERKE S
U T A+ ToKF - R (BRI (EEER)

7 PR - Rk (B 7 A Vv SRR
By

AF LV ARCP RS EKRI =T
2 @ InertSep PLS-2 (270 mg/6 mL, ¥ —=x /LA
@ A

1 mol/L HERET > & =7 DNIRWK WFR 7 &=
L154 ¢ ®mY | KEMZ THEN LIEMIZ 200
mL & L7,

20 mmol/L FEER T V E= T LG/ A X/ — K
OVKDOIRHE (4 :1) : 1 mol/L BEfET > =0 A
IZ 20 mL, 7K 180 mL & TY A & 7 —/L 800 mL
ZIRE LT,

10 mmol/L =F L7 I UIUEE _—F hU w7
LEA~  FNAAA AR (pH4.0) @ 7=
fie—/KF0M 129g KON VU fg/kE —F b U o 4
+ZKF 27.6g B8 . KEMA THEILIE
fElZ 1000mL & L7z, ZORBIC=T LT
S UVUEREE S R U U AT KFIM) 3.7 g R
TR LT,

KB A H ) — VDR (4:
AH ) —40mL ZIRA LT,
K% OBERE DIEHE (1000 : 1) @ 7K 1000 mL & [E
2 1 mL 215 LT,

PEAREIRUK - 4-epi-7 v VT R T YA 7 U R
FEAESLK) 269 mg (4-epi-Z v LT R TH A7)
> 25mg YY) EREFEL, A ¥ — L TIRMEL
T 1000 mg/L FiE 2 difd L7z, 4-epi-AF 7 |k
T ATV AEREK 25mg BREFEL, A X/

1) : /&K 160mL &



— LR LT 1000 mg/L %k Z2 di5 L 7=,
TN A HEY A, < 4-epi-Z VT R TH A 2 )
FEVESRIR e O 4-epi-A X7 T A 27 U 4%
YEJF R 2 20 mmol/L FEfR Y v E=TU LG H A X
J =V ROVKDIRR (4:1) TR LT Img/L
IRETRIR & FR L7z,

@

RETF AW — T 25 digital ULTRA-TURRAX
(IKA ¥ X H)

O BERE - H-107DF (=2 7 - )
LC-MSMS (HIESMF « & 1-3)

o IV A=y —
MS LCMS8050 SR ERT
LC Nexera X2 S ERT
. LabSolutions i B
T — A GLE ST
LCMS
® E&E

4-epi-7 T VT N T WA 7V REUETRHE KON
4-epi-A X7 b T A 7 U UEHEREZ 20
mmol/L FEfET E=U A GH A X J — /L KN
KO (4:1) THAI L T 0.0005,0.001,0.0015,
0.005, 0.01 & T* 0.015 mg/L DIRAFEAERIE %
PR L 7=, ZOWHE 1 pL & LC-MS/MS IZ1EA
LT, fBohi—7 mfs o CTRERZ1E
% U 7=, sk BRIAW 1 pL % LC-MS/MS (Z7EA L,
FREFR D DR EAREIZ LV 4-epi-7 LT
oA 7V KRN 4epi-FFXTT FTH A7
VrogaEEREMN LR,

@  WhNEE O TR

AEFS g ICHSINHAEYERS W (1 mg/L) 0.5 mL
[20 mmol/L FEfiE 7 o FE= LA GH AKX ) —)L
FOVKDIRIE (4:1) W] #8IML7=%. 30
Sy AE L7,

® HBREE O TR

M (M 1-3)

4-epi-7 1)V 7 T H A 7Y KN 4-epi-AF
T NI A7) EFED 10 mmol/L = F
VU7 I VU T R A EAY v X
VRS ARER (pH4.0) THItH L, AF L2
B R_RUBUVHESKRI =N T A THRR L
7=, LC-MS/MS TE&KL OB LT,
kS g & 250 mL BOJAH A U HRIZE Y B
V. 10 mmol/L =F L 7 I UFEEE 7 |
Vo LNER~ Y XA ARER (pH4.0) 100
mL Z Nz REDFTA Y —T1 oML,
3000 r/min T 5 53 fl 0oy B L 7=,
b. fEH

i 10mL GREF05g FIY) 2 A F Loy
AN B EAIRI =0 T & [nertSep
PLS-2 (270 mg/6 mL) ] (&HHMU®HA K ) —)v
S5mL K UVK SmL THEA L7 ® D) IZAM LT,
AK20mL, KEORAH J—/LOiEHK (4:1) 10
mL CIERGEE L721% . 20 mmol/L FEER T &=
ULEHAL VR OVKDER (4:1) 10mL
T LT, WHEZ 1I0mL FRET 7 A 3|2
D . 20 mmol/L FEEET  E= U AGH AKX J
— NV ROKDETKR 4:1) TERLZLDER
BRisi & LT,

® ~ MU w7 AUHIEEAERS R O FH 5

B~ MY > 7 20HIERZERFH O~ b
U 7 ARNMERERIR IR L e o 7z,

@ ZYVEFTAM SR

O 2t R EEIREE (100 pg/kg) T
TR AR 2 JEhE L7, 4 MR T A R
FAZHEN, 1 H 1E QOMT). 5 B
IPINFEBREIT, KRR/ ST A — & &5l L
7o



@ zveruexFpy (Furaxtiv
L oFn) HERE

O B - B

= = = ST i T
7 A b LFYERISEERL)
v T n YU R AR
CEEOIN b P
T h=hU, AH—)v HEEE. KEEET >
F=T L, 25%T =T K, KEEETFT Y T
Lo Bk (B 7 A L ARG

T h=hkVU/: LC-MS i (BAsbZH)
¥ LC-MS Al (8 L7 A /b AR iidEid)
ALY PR R (B bR

=R UN-E=AEr Y RUEES

AL 99.8% (BL

C A 92.3%

K =#% 2 : OasisHLB (60 mg/3mL, Waters
5

AT T 7 40 F— : Millex-LG (0.2 pum,
MILLIPORE %)

1 vol% ¥ BE &4 50 mmol/L FEEE T o & =7 AR
% 1 mol/L WERE T > & = 7 LNAHE 50 mL, 2
10 mL %8 25%7 > =7 /K 6 mL [Z/KZ Iz
CIEMEIZ 1000 mL & L7z,

1 mol/L HEFE T > & =7 MR  WiiR T v B =17
L5 77.08g % B  KZEMZ THED LIEMIZ 1000
mL & L7,

02% AKXV VBRI : AXV VB 1 g 28D,
KZEMZ THH LIEMIZ 500mL & L7z,
02% A XV KON =K VU /LOIRIK (3:
2) 1 02% A X U UEETRHE 600 mL U7 & k=
NU LV (FEfk) 400 mL ZiRE L7,

Ko AL 7 =N ROHEREOIRNK (500:500: 1) :
7K 500 mL, A% /—/L 500 mL & OMEEE 1 mL
ZRE LT,

1 mol/L KE&ftF N U o LK KB F R U
Ldg &g KEMZTHH LIEMIZ 100 mL

L7,

0.1 mol/L /KFE&{t. 7~ kU 7 AESHE : 1 mol/L /KE2
b7+ U T AR 10 mL 12K &% CIERIS
100 mL & L7-,

FEHEIR G : = n 7 a3 AR 10 mg
EREFE L, A X J — /L TR LT 100 mg/L 3K
FIELL7-, a7 a Yo R R A Y
12mg (7m7aXH 2 10 mg YY) %
FEFE L. 0.1 molV/L /KE&{bT VU & A¥SHE 1 mL
ZMAT-th, A X —/)LTHME L T 100 mg/L ¥
AT LT,

VMRS AL : = 1 7 a4 SRR
KOy 7 a7axh o AERERIRZ K, AKX )
— VR O FE OIRWE (500 : 500 : 1) CTHAFR L T
0.5 mg/L {IRATAR AT L7z,

© E

REVSA Y —  BM-2 (B AKSHERLERTHRL)
0—% U —T /XKL —&— : N-1000V (HT#
e =ey)

mL AR - H-60R (=7 3 )

LC-MS/MS (HIESRM: : & 1-4)

) A=
OB ISV
MS Triple Quad 5500 SCIEX
Nexera X2 SRRC
LC 3
i
T — X LEE | Analyst SCIEX
@ E=

Ty TvadY o U EmERR LN e T
oY ERER R A K, A Z ) — IV RO R
DOIRHE (500 : 500 : 1) THARL T, 0.00025,

0.0005, 0.001, 0.0025 & TX0.005 mg/L DIEAHE



YRR & AL LT, Z OYRIE S ul % LC-MS/MS
ICHEALT, Sohi-v—7 iz AV ChE
MRAAERC LT, SUBRIEHE 5 L % LC-MS/MS (T
HEAL, BB DHHRERIEICL Y ==
TaoXY o pNYFnvaxtyr0EE
R L,

@  WINEEOFR R

ABE 5 g ICUSINAEE#EYS R (0.5 mg/L) 0.1 mL
(K. AZ 7 — N R OEREOIRIK (500 : 500 :
D] 2L, K<EAG Lcik, 30 ofkE L
7
® REAIR O
W (14 1-4)

s = i A= s AV O A = B e e A
EREND 02%AZ Y VRO ' F=F
UNDIRRKE (3:2) THIHL, YEe=1~F¥
YN-v=rbvnrl) FRAMESGEKI =T LT
R L7, LC-MS/MS TEEL O LT,
a.

S g 2 250 mL A DA VIRICE D LY |
02% A% Y VIR OT® b=k VU ILORIK (3:
2) 80mL MMz 7%, REVFA P —TCTHEL
2o 3500 r/min T 5 syl Doyt L7-#%. Bl
RO BiGEfe Al L, A% 100 mL A4
BT T AN, 02% A XY LT ' R
= MU VDIRIK (3:2) TER LT, HhiH# 10
mL GXBL0.5 g#HY) 2R FTE 7 T X =325
L, =X U —x2 K L—%— (40C) TH 3
mL F CRUERAME L7z,

b. FHH

RS =R P N-E= e r Y
FUHEAIAI =5 F 2 [Oasis HLB (60 mg/3
mL)] (HEHMHEH AL J—/L5mL, /K10 mL
THFLIZbD) ICAf LT, RyB7 T 2=
WNZKS5mL THRW. WK E T 7 HTAf LT,
AL )= 5mL THIHL, 2FTET7 7 X2l
ST, WHiREZa —2 Y —= RFR L —H —
(40°C) TiRfMEHzlE L, EIR CTER AT AZEL
AR 2 RE Lz, BREWZEK, A% —)L
T QR DIRE (500:500: 1) 10 mL (ZVAfE L,
AVT T T 4NE—TAHil LT D &R
W E LT,

® ~ MU w7 AUHIEEAERIR O FH 5

et~ bY v 7 2ORERERFHO~ b
U 7 ZARIEERIR TR L 72 o 72,

@ PR R

DA % KR E BRI (10 pg/kg) T
T PERPAmEASR & S LT, AR T A R
FA PN 1T H 1R (2 BMHT) . 5 HF O
IIIVEBRZATV, FPERENT A — 2 Z 3 L
7=

(5) 7u)7 x=a—,LREkE

O A - Hik
Ta)V T == a— ) UREEREN M 98.8% (F It
T A b INFE A R R

a7z =a—)LT I UAEREE, M 99.8%
(Sigma-Aldrich %)

7 h=hkU/L:HPLC A (Bd{bM)
FEET T/, ~FH o AZ ) —)b : FRER R
BT (BRI LR

TR b T MY U A FERE, KER(ET b



UL Rtk (B b5

g - Rk VbR )

25%7 =T K Rk (8 L7 A v LR
Py

A YUt 'TA b 545 (BR(LFR)
LA Y 7147 A : InertSep K-solute (5
mL, ¥—T/Lh A = A

A VTR VBB = AR P U N-E =L
el ROLEASAKRI =57 A @ Oasis MCX
(150 mg/6 mL, Waters %)

AT T 7 40— Millex-LG (0.2 pm,
MILLIPORE %)

6 mol/L ¥if#% : & 500 mL }% OVK 500 mL % &
ALz,

7.5 mol/L KAt T ~ U & AESIK KR T R U
TA60g mEY ., KENMZTE LIEFEIZ 200
mL & L7z,

TR ROUKDERK (1:1) : 7% F500mL
JOVK 500 mL &S L7z,

0.1 vol %o lElE : FEEZ 1 mL (Z/KZ 1%, 1000 mL
WCER LT,

0.1 vol%HEfE K N A & 7 — )V DR (1:1) : 0.1
vol % ElEE 100 mL x (XA & 7 —/L 100 mL % &
AL,

0.1 vol%HEfE K N A & 7 — )V DR (9:1) : 0.1
vol % ElA 450 mL KON A &/ —)L 50 mL & {RA
L7z,

AL )= R 25%T =T KO (99 :
1) : A% /=198 mL KR 25%7 U E=7 /K

2mL =BG L7,

KK OWERE DOIRHE (1000 : 1) : 7K 1000 mL & X
FERE 1 mL ZiR4G L7z,

7 b= UK ORRRORERKR (1000 : 1) @ 7
£ h= kUL 1000 mL K OFERE | mL 2R84 L
7=

R . 77 =a—/L7 I UERERLK
S5mg ZREFEL, A%/ —/LCIAEfE LT 100 mg/L
iR 2 LT,

NS YE R - 7 a0 7 = = 3 — LR LK
145mg (77 x2=a—1LT7 I LT 10
mg FHY) ZREFE L, A ¥/ — )V TCIEfELC 7
N7 x=a—)LT & LT 100 mg/L Rk %E
TR 7,
ISIMAEEYEIR - IR ER IR 2 A & ) — )L
TAIR LT 20 mg/L I8 2 REL L=,

© E

4 A /L NA : THERMO MINDER SH-12 (# A 7
> 77 i)

e oM EL (A¥v~7 M)
(2748

0—4 U —T/oVR L —4&—:N-1300 (HAF/ b
bR R)

LC-MS/MS (HITESAE: - £ 1-5)

O BERS - H-1000FR

i e Ay —
MS Triple Quad 6500+ | SCIEX
Nexera X2 B AR
LC B
Bl
T — A ALEL | Analyst SCIEX
@ Ef

Junl oo a— )7 I UERFKE 0.1



Vol % liEfE J OV A & 7 — )V DIRIE (9:1) THR
L T 0.0005, 0.001, 0.0025, 0.005 &% X 0.01 mg/L
DOIERERIR R L2, ZOWHR 5 uL % LC-
MS/MS (ZIEAL T b v — 7 mhia v
THEMR A ERR LTz, 3B 5 il % LC-
MS/MS (ZHEA U B &t & fseh i AT &
WZuLTdzoma— LT IVDEREEBL
7
@ WO TR

FOBF 10 g (U AR YERS R (20 mg/L) 100
pL [AZ 7 — k] L, K<EA LT
. 30 ZyfAE L,

=\
X

®  FBRIEIE O R
B (X 1-5)

REF DT v LT == a— L OMKS R
WX 7oL 7 c=a— L7 I K
BN AR IR L, 7>
z=a— LTI b Ltk XY UTHE L
Too TDW%, 2T A VYU H T BAROAL
RUBBEEME =1 -N-E=/L
U RVEEEARI =N 7 A THER L%, LC-
MS/MS TE & M OHER L7,

a. NNKGR K OVl

10 g 2 100 mL BOELEIZED LY |
6 mol/L Hil#& 20 mL Z A, &4 L T 100°C DA
A JVRAT 3 (15 3[R E & I2HEHR) Ik sy

e U7e, 30 ofimtg. EHA#R 2 200 mL %

S

ELOEICE L, 100 mL BEOELENZ K 10
mL & OAF 3 40 mL TPV, Pk & 200 mL

BOELEIZEDER, RE DTS5 2R

)

& 95 L72,3000 t/min T 5 43 fz O o0 B L7214
XY UREERE T, iRIC A YU+ [k
TA B 545] 2g MRS L. Wol Az H
WCHI R 2 A L 72, 3 ODE N R OEEY
7% b ROUKOIRRK (1:1) 20mL TH,
Wik % Al LTz, &A% 100 mL AE&ET 7
A HE DR TKTER L,
b. fEH

HONL DT R 7 A1 g LT7.5mol/L
KEE{ET R U ¥ APEHE 1 mL 20 2 72308 12
P 2.5 mL GREF 0.25 g #2Y4) % 2B LB
EIXYP—CTRALIER, 2T YT 1D
7 . [InertSep K-solute  (5mL) ] IZ#Efif L 30 43
fE Uic, sBREN 2~ /L 5 mL Tt
W R E T MAR, BT S EEE 2 [H
VIR L, 100 mL O LEIZSZ T 72, IRVWT
FEfg /L 20mL THH L, B0 LEIZZT
7o Wik A 1 — 4% V) —x /3K L —4& — (40C)
TR L. IR CEHR A A &l UL
ZhRELT,

W 7 0.1 vol Y%l e N A & 7 — )L DIRIK
(1:1) 1mLIZ¥WfR L, ALK CEBEER Y ©
=ARCBUN-E= R Y RoEESKR
=77 2 [Oasis MCX (150 mg/6 mL)] (H 5
MUDAH 7 —/L 2 mL KO0.1 vol % lElz & Y
A B )=V DOIRK(1:1)3mL THF L= D)
(B LT, EDEWNE 0.1 vol % lEiE &k N A &
J—VOIRHKR (1:1) 3mL TV, WEiRE T 7
DIZAM LT, BOENEZAZ /) —/L2mL T

Ten, Wilka 7 MR LT, A%/ =V Kk



W 25% 7 =T KOIEHE (99 :

25T e, B A e
(40°C) TR L.
FIRCERTAZ B U2 RE Lo, %
W% 0.1 vol YoMl e OV A 2 7 — )V DIRHR (9

1) 5mL T
H L. 50 mL BDm

—H ) =T NR L —F—

IR L, AT T T 4 NVH—T
Ay LT b Oz BRI & LTz,
® ~ bU v 7 AEHERERIE O
R~ b v 2AORERERFHO~ b
U w7 AR IR I
@ Z4 PR RER
ORI % R EEYEMERE (200 pgkg) T
S PR RABR 2 S L 7o, SRR T A R
1 H 1R QFHT). 5 HEORK
IIIVEBRZATV, FPERENT A —Z Z 3 L
7o 723 IIEEHZ >W T

1) 2.5 mL

LU 2o T,

T A AR,

ARBRIAE 1 mL %
S7EL L. 0.1 vol % lElE e N A & 7 — L DR (9:
1) TSmLICERLZbDOZHIE LT,

2. B

MU 7GR E Y — VERERTE
O B - HiK

NU DT RUBY — VR,
L7 AV DTG

NU 7 TGRS — v F ) R
98.6% (& 17 A )L K Fe RSk aL)

TER=R U, =)=, BEEZ=T L, A~
I FREEAGAE (B Rk

HPLC | (BAX

S HIEE 99.9% (&

g

TR r=bFUL AT
fe54)
g - Rl VN b i )

30% PR KK, KER(E T R U o A Kk (&
B @I 1 (D S0y

e - Rtk (BIREPHRY)

2NV VBB E =R P U N-E =L
trl FOREARIKI = T L @ Oasis MCX
(500 mg/6 mL, Waters i)

AT Z 7 4 V4 —: Econofltr PES (0.2 um,
Agilent Technologies )

S5mol/L KEfb 7~ b U 7 AR KIRIL T U &
L5200g 8D, KEMZTHEHL 1000 mL &
L7,

5 mol/L ¥if% : ¥ 200 mL } UVK 240 mL %R
AL,
XYY ' b= UV iERIRSHCT '
F= kU100 mL  O~FH 2 20mL & A,
SEIRE D L% T b= U VEEEL
7=

X ) =)V ROFBORK (1:1) : =% ) —)b
20 mL K% OVEEfE 20 mL %184 L7z, (KRS
1) Ml
L7z,

Wil — F )L O % o DiER (1
F L 500 mL & OAFH 2 500 mL 2RSS

AL ) =)V R OIRDIERE (7:3) : A Z ) —/L 700

mL & UVK 300 mL ZiE& L7,

AL )=V ROUKDIERE (95:5) «+ A X ) —)b
950 mL & UVK 50 mL ZR4& L7z,

T h=hUNVKROKDER (1:1): T =

kUL 500 mL & TOVK 500 mL #iEA L7,
K OWERE DRI (10000 : 1) : 7K 1000 mL &
OWERE 100 L 2R S L7=,

T -V TR = AR Y T T



R — )V A F V) RERENK) 25 mg A REFE L,

AR ) —)LTEREL T 500 mg/L VAR Z 5 L
770
MR : N 7 TR & — VSR,
125 mg ZREFE L., A X/ —)LCiEfiE LT 500
mg/L iR = LT,

AN FAREAERIR - IR & A 2 ) — )L
THARL T S mg/L iEik 2R L7z,

@ ILE
n—% U —x /R L—4&— :N-1300 (CRAH{L
ik id)

DB - H-80Ra (=27 H )
e O EL (AF¥Vv~/7 M)
fEYE/KAE : BF600 (¥~ hid)

Tuy s e—4—:DTU-IC (AT v 7 &)
LC-MS/MS (HIESM: : 321-6)

‘ A=
¥*OE TRV
MS Xevo TQ-S Waters
LC ACQUITY UPLC Waters
Vall 4% U
MassLynx Waters
#
Q@ E=E

Th-RY T TROEY AR AT &
F=F UK OUKOIERK (1:1) TAFL T 0.4,
0.8, 2, 4 N8 g/l OIEHERE & i LT,
O 1 pL & LC-MS/MS ([ZHEA LT, &5
Nv—7 miEsE O CREREER L, &)
BRVSHE 1 pL Z LC-MS/MS (ZVEA L, B
DX ERIEICLD S M- U 7 TR Z Y
— N OEEERM UL, HRARE 1.091* 2 F U
ThRIV I IRV E—VOEGEEFEH L,
* 1.091= R~V T TRUEY — )LDy T &

35966, 47 h-RNU 7GR — L DL T &
329.57

@  WwIEEO TR

B 10 g ICIRINAIEAERRHE (5 mg/L)  0.45
mL [ A% /) —/VIEIR] #iimL., K<ERA LK
%, 30 srfElhaiE L,
® HBRER O
e (X 1-6)

B2 T VT UK R LT, MR CHAME
ELThYZ IR EY— L RO ESMET
T M-NU TR — )VICEBI N DR
B 2 Wil F VT L7c, ~F ¥ /7 & b
= MU LB CRAE L7tk =4 / — L L O
BRI DV & L. I kK38 2 2 B b SO
ThRU T TRUOE T =V EDZEDOREY % 7
h-F U7 ZRHE Y — VR LT, BB LS
% ORIEH B FER = F )L K A~ F L RIE T
i U AR CERIEEAR Y B =L B -N-
t=nnl) RUVKEAKRI =N 7 L THR
L7=%. LC-MS/MS TE &M OHER LT,

a. ARGk J OVl

B 10 g 2 50 mL FElLE (RY 7re L
VED ACE Y EY | Smol/L KER{LT R U v A
R 10 mL Z %, %t LT 100°C T 3 NN
L7,
st NEWZ 250 mL BOJK AR Y BICE
L. 5 mol/L ¥il& 12 mL #Mx 7=, oo lE
N&AH J—)b 5mL THEL, WERENEY
LA, BT L 40mL &%, 10 43
&L 9 L7z, 3000 t/min T 5 2y im0 BE L 72
%, BT VEE I LT, IRV TKIBICHE
fgrF /L 40mL 2%, 5 3k & 9 L7z, 3000
r/min T 5 yHE OB L 72tk FRRRT—FVE
BT, Wi FILE%E 100 mL e



T AATHDYE, BB FILTER LI,
fti 6 mL GUEF0.6 g 1Y) Z i OE 125y
WL, =% )=z KL —%— (40°C) T
JERZIE L, IR CTER N A &8 URIFIRE 2 B
F Uiz, W E~FY > 10 mL (ML 72,
ANFH UMY F=FU L 10 mL 2%, 5
SR E O Lie, BilRehtE®R, 72 h=FU L
JE &S LT, ~FY Ul F Y Ui T
F=hU10mL Zi0x 5 oREE 5> Lz, B
RefEt:, 7 b= MU VEESELT., TF
F=FUNEERTIET 7 A2l l8bE, m—
Z Y —T KL —H— (40°C) TIRMEHLE L.
FIRCERT AL U2 RE LT,
b. MALSUG

B A 2 ) — )V K OEEBROIRIE (12 1)
10 mL (MR L7=, Z i 5mL (GREF0.3 g4
W) 2L HRBREICERDY | BER{b/AKFEK 25 uL
AN THRZ L, 90°CT 16 FiRME L 7=,
c. FEd

AERE & fn LTcte. RS Z /K 10 mL, [BE
T LR OANFH o ORKE (1:1) 15mL &
AWTELME (R e L) it L. 54
il & 9 L7=, 3000 r/min C 5 Fyfifdim 050 B L
Tk, AHRESIE 2 0B LTz, IRV TAKIEIZIH]
IR 15 mL 2 1% .5 43R & 5 L72,3000 r/min
TS o OB LT th . ARSI IS 2y EL L
oo AERIE 2= 0B ICADLE, n—4 1 —
TR L —Z— (40C) TifaszE L, =il T
EHFRI A a1l DR AR 2 bRE LT,

PR A 2 ) — )V K OUKDIEH (7:3) 4mL
IR L. ALK VBB B =R
N-E=tol) FRr:E\EAKI =TT A
[Oasis MCX (500 mg/6 mL)]) (H 502 LC A
X )=V 5mL, A%/ —/VKOKDIEK (7 :
3) SmL THEHL7=b D) ICAM Lz, EOE

N % [RIIRIK 4 mL CUEW YEIK & 71 7 LA,
Vel 28EZ 2[R VIR LTz, A% 7 — VK&
OVKDIENE (95 :5) 20mL TIRH L, & LEIC
=, WhikEr —4% ) — N KL — X —
(40°C) TIRMEHzE L, SR CERIT AL E L
PRAFE I 2 bR % LTz,
BEWEZT Y b=F UL ROUKOER (1:1)
3mLICIEMEL AT T 7 4V Z—TAilL
7= bDERBRER E LTz,
® ~ Vv 7 ARIMEAERHE O R

At~ N v 7 Z0OHERZERFTHO~ K
Uy 7 ARNIMERERS IR IR L 72 0o 72,
@ Y PEREAT AR

PO % R EIRE (225 pg/kg) T
ZY PR R 2 S U7, MRS A K
FAZHEW, 1A LA 2 OMT) . 5 Aok
SIIIVEBR AT, SMERE/ ST A — X Z3F L
oo 728, TWIRREHZOWTIIEEME T & b
= MUV OUKOIRNK (1:1) 15mL (2L,
AVT T U T ANE—TAHBLEDDEHIE
L7,

3. fiar v vy AKIRBRE

(1) Y )<LV ROER v VRBRIE
O I - KR

TV )~ YU LOKTIAEAE S - A
93.2% (Sigma-Aldrich #)

EXR T MY T AKFIREAE S
85.2% (Sigma-Aldrich f)

7 b= b UV R REEGAER (BA R bR
A K J—) L HPLC Hl (B bZ5)

FEfE T e = b Rk (BB LA
b= AR PUNE=AERr ) RULES
KX =77 L : Oasis HLB (200 mg/6 mL, Waters
)



T h=FU NV KROKDERK (9:1) : Tk M=
Y1900 mL & 7K 100 mL ZIE& L7z,
IKEOAZ 7 =)Dk (1:1) : /K 100mL &
A X 7 —/ 100 mL #i{RA LTz,
1 mol/L HEFET > & =7 MR WiiR T v e =17
L1544 g HED | KEMZ TEHEH LIEMIZ 200
mL & L7,
2 mmol/L F¥fiE 7 > & = AVAWK : 1 mol/L FEE
T U= AR 2 mL K OVK 1000 mL & RS
L7z,
ARG - ) <~ A ) R U T Aokt
YLK 257 mg (U /<A 2> 25 mg YY)
R L, A X J — VTR LT 500 mg/L ik
ERE LU, v b U LK EEYE
ShA#) 20.6mg (BRI A20mg AHY) Ak
L, A¥ 7 — /L CHEL T 1000 mg/L VK %
EiL Oy
WMAEERTR : Y )~ A ¥ U EREFIR L O
TRV A FERKE A X ) — L THERL
T 0.1 mg/L AWK Z R LT,
@ HE
REVF A — . T25 digital ULTRA-TURRAX
(IKA ¥y /N )

Ly B © H-107DF (=2 7 4 8d)

BE oM EL (A¥Yv~r &)
LC-MS/MS  (RITESA: « £1-7)

: ) A—77
% @ T
Triple Quad 5500+
MS SCIEX
QTRAP
LC ExionLC AD SCIEX
T — K AL Analyst SCIEX
@ EE
YU )~ AV UOBRERE ARV A

TRAER & A % 7 — /L CTA IR LT 0.05,0.1,0.25,
0.5 KON pg/L OIEERK 2R LIz, Z Ok
W4 uL % LC-MS/MS IZIHEA LT, ozt
— 7w E O TRER AR LTz, SRR
4 uL % LC-MS/MS IZiEA L, BEMRD D Hoxt
BMEMRIEICL VYY) VA VU RER
YADOERER LI,

@  WwhnEEO TR

FUBF 10 g (U AR MERS IR (0.1 mg/L) 0.2 mL
[A % 7 —NVEIR] 2L,
® BB O
e (X 1-7)

PV =AU HOER T A BB
57 h=FUNLKOKDOER (9:1) THi
L.VE=R_RoBUN-E=venl) Ro4hE
BRI =H T A THR L%, LC-MS/MS TiE
BROMER LT,

a. filit

10 g &2 250 mL B JA AR U HIZE Y B
D, 7 r=brUAKOKDOEIK (9:1) 60mL
EIMZTI-#, REDT AV —T 30 BRHHEL
72, 3000 r/min T 5 ZyfE Do L 72, LG
kA Lz, FEEMICTE h=F U L KD
RO (9:1) 60mL 2z 5 R E 5 L,
3000 r/min C 5 Syl O BEL 7ok, RIE A
AL, A% 200 mL BEET T A2l
HHE T, 7 =M VEKUUKOERR (9:1)
TEALT,

b. fEH

R 10mL GRUEF0.5 g #H2) (27K 15mL
Z.VE=ARCBUN-E= L r Y R E
BRI =% 7 & [Oasis HLB (200 mg/6 mL) | (&
HPLDT7ER=F) L 5mL LUVK 5 mL T
T L=t o) ICAM LT, KEORAHX ) —)L
DOIRHE (1 :1) 10mL THE L%, A¥ ) —



b 10mL T L7z, A 10mL Ae®EY
TAEY, AX )=V TERLELOER
BRIAIR & LTz,
® ~ Vv 7 ARIEAERRHE O R

WEt~ MY w7 ZOWERLEBRFHO~ R
Uy 7 AR ER IR L 22 o 72,
@ Y PEREATL SR

DN % R EEMIRE (2 pgkg) TR
WPERTMRRER 2 FE0E L7, 4RI A K
A NTHEN, T H LR Q2 BT 5 BROESy
DIVEBRZIT, KRR N T A — & &3l L 7=,

(2) bV RT XY VEREREE

O B - MK

VR T R Y VAR CRERE S M 98.7% (&
7 A L L FEHIEERL)

T = MUV R REEE (B R
T hr=hUsb, AZ/—)L:HPLC | (B
(s

HERE T v & =7 & : Rk (BId b5
FIEFTINT YA Y DIV =T A
InertSep C18 (1000 mg/6 mL, ¥ —=T /LA =2
)

1 mol/L HEfET &= LRI WElE T o E=1U
L154 g 8D KEMZ THH LIEMIZ 200
mL & L7z,

2 mmol/L FEfET > & =7 AVEK : 1 mol/L FERR
T =T AR 2 mL &L OVK 1000 mL & IRA
L7z,

FEYEIFR : bV b T R UL ALK U REHE LK) 10
mg ZRERE L, A X ) —/LCEME LT 100 mg/L
Wik AT LT,
TR : bV b T XY VALK o fE
Fik% 7 b= F U L THIRL T 1 mg/L ®IK
i LT,

@ &

ARETFA W — . T25 digital ULTRA-TURRAX
(IKA ¥ v /3 )

2—% U —T VKL —&— : N-1300 (Hni#t

==re )
LC-MS/MS  (HIEZA: « % 1-8)
¥*OE LTIV A—Tp—
Triple Quad 5500+
MS SCIEX
QTRAP
LC ExionLC AD SCIEX
T — 2 JLEE | Analyst SCIEX
@ EiE

FV b T XU NZNVRAFEEREKZ T & b
= hULTAHIR LT 0.00025, 0.0005, 0.0025,
0.005 K& 1Y 0.01 mg/L OIEEHERR AT L7-, =
DR 2 uL % LC-MS/MS IZHEA LT, 560
lov— 7 mii e O THRER 2 ERK LTz, 3R
R 2 pL % LC-MS/MS IZVEA L, HER S
MR EAREIZ LD MV R T XY LR LR
DEEERERHB LR,

@ ISR O R

ES g ICHSINAIEREYS R (1 mg/L) 0.5 mL
[T b= MU K] ML, K<EAL
Tot%. 30 SrfEiE L7,
©® BRI DT
WEEE (14 1-8)

VT XU NVANVKR BN T
=hUATHIL, 7 %7 Uik Y
ATV =0T LTHELZ%, LC-MS/MS T
i B M OERS LT,

a. fifith

B 5 g & 250 mL AOJAH R Y I E Y B
D, 7 r=HFU L 100 mL 2% 7, HEY
FA W —T 30 MM L2k, AR (B 60



mm, GFP, W[LEMERTHR) &2 H Tl A L
oo AR EDOEEMZT7TE F=1K UL 50mL T
Ve L, A% 200 mL BE®ET 7 A2UTHED
T 7' b= R VTER Lz, il 10mL
G025 g #HHY) 27T 7 7 A =2 HL L,
n—x 1 —x /KL —&— (40°C) TH 0.5mL
PR % ClRfME L7z,
b. fEH

BMERIZ 72 h=F UL 3mL K UVK 7mL %
mz., A7 27V fbs UV h7F N =
Z 2 [InertSep C18 (1000 mg/6 mL) ] (& 52>
7' RF=FUL5mL KUUK 5 mL THHFL
7=bo) ALz, 7TEh=K UL 5mL T
WL, SmL &2 2. Tk b
= MU AVTERLELOEREBRIERE LTz,
® ~ bV v APRIEHERIR 0O FR
RE~ MY v 7 2OREEERFHO~ R
U w7 ARERERRITHE Lo Tz,
@ Y PEREATL SR

D A % ST BB L (100 pg/kg) T
ZYVERT M ARBR 2 JEhE L7, 4R T A R
TAZHE 1T R 1A 2 OHT). 5 RO
TIVEBRZAT, BVERE/NT A — & 5 L
77

B Aa|C

4. L RuA FRER

~OV A N CRBREE

O I - Rk

cis-~ L A U ARG M 99.8% (B L7 A

Jb DS A
trans-~L A R U U REAHES, - Wi 98.3% (& 7
A IV TSRS L)

TEhr=hr U, TEI VEFNLZ—T )L,

~FH o AR RGBT (BIR i)

HbF U UL Rtk (BSR(EFRY)
HEKBERT R U 7 L PCB 4547 A (B s L 4)
NoLruavw T T7 4 —HERTA B~ T
F 27 I (R 150~250 um) : Florisil PR (%%
MRS, 8L 7 A L ARG
~FH ot h=rU v TR R=FU L
500 mL &~F > 100 mL ZEA L, 5 2R
EOBBELTTE =Y AVEESTLT,
NV R RV = F LT —T L DIRIE (85 :
15) : ~F %2 850 mL KUY =F Lz —7 /b
150 mL ZiE& L7z,

FEAEJFE « Cis-~L A b ) =Y
FEFF L. 7& b o TR LT 500 mg/L ¥R % 7

mnA) 25 mg &

L7, trans -~ A MU EEHESLK 25 mg &
FEFEL. 7 & b o Tl LT 500 mg/L 5 % i
ML,
IO AR HEVRIR ¢« cis-~L A b U AR &
O trans -~V A MU AR A 12 1 TRG
TERMSTHIRL TV A R ELT OS5
mg/L IR ATAIR 2R L 7=,
@ &
REVFA Y —
(IKA ¥ /8 fil)

w0 BER © H-107DF (=27 o))
REHBE : EL (AXYv~5 i)

72— —T /UK L—&— :N-1300 CRIEik
AL

: T 25 digital ULTRA-TURRAX

GC (AESRM - %1-9)
*OE LTV A=) —
Agilent
GC Agilent 6890N
Technologies




T = H L Agilent
ChemStation
i ) Technologies

® &
Cis-~L A U AEEEHE K TN trans -~ /L A

]

MU IR Z 1:1 TRA, ~F o THIR
LTCoULA R Y >k LT 0.005, 0.01, 0.02, 0.04
J O 0.06 mg/L DIRAEHERIRZRBM LT-, =
DO 1 uL % GC - ECD IZIEA LT, B bz
Cis-~ LA MU KON trans -~ LA MU DY
— 7 EEOARE AV TREREER L, &
BRVAIE 1 uL % GC - ECD IZVEA L, BRI S
MR ERIEIC LD LA N v OERER
L7,

@ e

B S g ICIRIMASEHERSIR (~ LA Y vk
LT05mg/L) 0.5mL [7& bRl 2N
L. KRG L7z, 30 SrfIAE L,
® REAIR O
2L (X41-9)

LA NY UEREID ST ' R THIH L,
ANEYUTHRE LT, ~F /T =L
SELCHAE L., BT A B~ 7R D LT A
THR L7-#%., GC-ECDCER LT,

a. i

B g2250 mLAA AR VIRICE D LY |
7 F100 mLEMX 72, AETTA P —T
1oy R LT,
Ltk Lz il L, BEmICT & b
50 mLENZ, #]RE D HE AW TsSoRiIRE o

2500 r/min C5%y[HE L5y Bl

L. 2500 t/min T5oyflE OB L7-%. EiE%

ke AiE LT, AIZE200 mLASEY 7 A2
HHET, 7 MOTER L, fHR20 mL
GUB0.S ghf2) Z ik F 2B L, b
U 7 A10 g, 7K200 mL&Z OMFH 2100 mL
BNz IREOMERAVTSORIEE 5 Lz, &
REfCE S, ~F U EE I LTz, KEITIEA~
FH 50 mLz Mz, FERICHIE 5 L. ~F
VEE T DEAF MR IR LT, Ak
JE 2 BEKEE T U U AR50 gh DE T Al
ZHWTHKAE L, Alfids L2 ~FH 20 m
LCUWH LTc, RARERTET 7 A THDE,
n—4% J—x /R L —%— (40C) TKS mLE
TIME LT, 2 OWIRE 2RI S LTz,
AFY N5 mLEOANF Y 7T h=hY
N30 mLzE A, #R& I BEE VTSRS 9
L7, ERE®%, 72 = VEE T
7T AW LT, ~FH UEITIEAF T
fafnr - h=hrVU 30 mLEMZ, [FRICHE S
5L, 7= NI AEEGET DEELRD
WL, 7= DNV VEELORTET T A
2ZHFbE, r—Z ) — /KL —&—(40C)
TIEMRRE L, IR CER N A &8 UL
ZRE LT, B Z~F 5 5 mLICEM LT,
b. i

a CHROLNTRERE I T LIa~ NTT7 4
—HERT AW~ 7R T LI T A (BHEML
DNEE 1S5 ecm D27 v~ k7T LT Florisil PR
5g T AREIETCHREL, REBICHE
KIEET R U A1 g 2/ LIZH D) IR

MLz, ~XV o Ao F Lo—7 )LDIR



% (85:15) 70 mL THH L, &Rtik% 7
B7 T Aallfkole, B—F J—xNKRL—H
— (40°C) TiEfEzE L, BIRCTER T A L@
CIRAFR It 2 RE L, Bz ~F%H 2 25
mL IZIAfR L= b D2 RBRisik & Lz,

® ~ FU v 7 AU AEER O

WE~ MYy 7 ZORERERFM O~ b
U v 7 AWIMEEREGSIRITT R L 2270 o 72,
@ 2R R

OB & REGUTFEEEIR B (50 pg/kg) T
WA 2 FEh U 7o, M MERE Y A KT
A eV, 1 H 1D 2 BT 5 HORSy
IAIVFEBRAZATV, BHERE/ ST A — & %3l L 72,

5. FHERRWE

(1) HCB RE&¥

O RF - Rk

HCB FEYES - FiE 99.9% (Dr.ehrenstorfer H4)
T Mo TV REEERBRA (BEb
FH)

HALT N T A Rk (BIRA LR
HEKBREET R U 7 A PCB /# A (B s L2 H)
NThrmav NI T7 4 —HERTA B~ T
F 27 (Kigg 150~250 um) : Florisil PR (7%
WERIGBA, &L 7 A L AFeHiER)
FEVENFR « HCB ALK 25 mg ZREFE L, ~F
P TR LT 500 mg/L ¥R &2 i U7,
INAAE RS - HCB AEYEUE &2 7 & b o Ty

RLTO01 mg/Limikafifl L7,
© #%E

RETF AW —: T 25 digital ULTRA-TURRAX
(IKA ¥ /3 H)
w5y BiER « H-107DF (=27 4 H)

L OB EL (AF¥v~7 M)

n—% U —T VKL —#— :N-1300 (HA# b
bR

GC (MIEZM: - % 1-10)

oy
K Ry
V-V A =T —
B
Agilent
GC Agilent 6890N
Technologies
7 -
Agilent
4 L | ChemStation
Technologies
#
@ TEH
HCB FEHEJR & ~F o TAB L T 0.0005,

0.001, 0.005, 0.01 K& T*0.02 mg/L DFEAEGE %
THELL 72, Z O 1 ul % GC - ECD IZVEA L
T, Bohev—7 A O TRERZ (FRL

L7, sBAYA 1 uL % GC - ECD [ZJEA L, B
B DR EAEIZ LY HCB OF &% R
HL7,

@  IINEEFOFH R

BE 10 g ITHII AR #ERS#E (0.1 mg/L) 0.5 mL
(72 brwiR] 2, K<EEG L&,
30 oy fRTRE L7z,
® REEIR O
MEEL (41-10)

HCBZ BN 7 b THI, ~FHuic
IR L. BT A~ R T AH T A TR
L7z, GC - ECDCER L7,

a. fliH

B0 gZ250 mLAA N AR VRICE D LY |

7 h50 mLENZ 72t RET T A P —TI



SRR L7z, 2500 r/min G54y oy HfE L
. BiEEMRAIE L, BEMICT 2
0 mLAENZ 55 MHEE 5 L. 2500 r/minT547H]
HOSEEL7-%, BIEER Al LTe, AiRE]
00 MLAELR 7 7 A3 |Z/hbE T, 7k b T
ER LT, 10 mL GRUEH ghi4) 20K
g2y, HiAk Y 7 A10 g, /K200 mL
KOS FH 100 mLa iz, #RE D2 VT
SHMIRE O LTz, BRFhER ., ~FY @y
B U7z, KIBITIE~FH 250 mLAEIN 2, [FEk
IZIRE D L, ~F P U Ba ol 28EL#Y
W LT, BT Uz B ARRET N Y U LK
50 g&= DR AigsrE HOTHKRAE L, A1
i LAAFY 20 mLTHE LI, BRAKER
TIT7 I Aallhdbd, n—4% Y —x /R L —
4 — (40°C) THI5S mLFE THM L 7=,
b. fEi

a CHROLNTRKEI T LIa~ NI T7 4
—HERT AW~ T AT LT N (HHL
DA 1S5 em D27 v~ 77 L8 Florisil PR
10g ZA~FHNRE S ECHRE L, R
KT RV U A2 g 2B LIZH D) IR
L7215, ~F V2 90mL TIRH L, &R HRE
EIRTIET 7 AT, iz —42Y
—T /R L—F— (40C) TK 2 mL F TR
L. SmLAEEET 7 AIIAN, ~FH U TE
KLIbOER Bk s L,

® ~ U v 7 AUIIEHERR O R

BB~ b Uy 7 2ROHEREBRFH O~ b

U > 7 AR ISR L 72 o 7=,

@D 2GR R

PO A G IEEEIREE (5 pg/kg) TH
MR AER 2 I U 7o, U MR A R T
A AZHEV 1T H LIED (2 §fT) . 5 B OGSy
IIVEBREATV, BHERE/ ST A — & 23l L7z,

(2) DDT, 7TV KV =2 R FTA4VFR
Do ANFERIaN NTFEIaVTRFY R,
a-HCH, B-HCH X Y y-HCH RER{E
O I - RiK
0,p’-DDT &M « #EE 98% (Dr.Ehrenstorfer £)
p,p'-DDE FEHE§, - M 99.7% (& L7 A /L AFn
L)

p,p'-DDD FEHAE S, - HiE 99.5% (& 7 A /L 2%
AL

p,p'-DDT #EHE & i EE 99.4% (Dr.Ehrenstorfer H4)
7w R AR
%)

T o4 KU R

(Dr.Ehrenstorfer £)

T R U REYENR, IR 99.8% (AccuStandard #)

: $i % 98.0% (Dr.Ehrenstorfer

99.9%

~ T 7 om v iR R L 99.3%
(Dr.Ehrenstorfer )

cis-~7' X 7 a LR v REEHES - i 100%
(AccuStandard %)

trans-~7" % 7 1 )L TR X 3 RAEAE R, ¢
99.1% (Dr.Ehrenstorfer f)

o-HCH FEYESL « M 99.5% (AccuStandard )
B-HCH FEYEM, : #iEE 97.7% (Dr.Ehrenstorfer £)
y-HCH FEYE « HiEE 98.8% (Dr.Ehrenstorfer f4)
TEr=FINV TEIS VZFLT—T )
Y PR RG] (B bR
WAL N Y T A Rk (BEAY bR
HEKRREE T R U w7 A PCB o#r H (B b5Y)



NI7LIu~w b NTT77 4 —HERTAWB~ T
F > A (K 150~250 um) : Florisil PR (%%
IR | E T A L AT )

~FYofgmT e =0 v TER=FY
L. 5%
BELTTE =KV LVEE I

JL 500 mL & ~FH 2 100 mL ZRA
iR & 9 1
L7z,
AFH RNV ZFLEZ—T VORI (85 :
15) : ~FH 2 850 mL KO =F)Lz—TF )L
150 mL ZiE& L7,

PEAEIRUHE - 0,p-DDT #9 25 mg Z¥EFE L., 7k
k> TER LT 500 mg/L IRk AZ TR L 7=,
[AERIC p,p'-DDE £ 4E N p,p'-DDD £ #Edn . p,p'-
DDT fE¥ESL, TV R UAEHESR . 7oV R Y
AR, = R U AEHES AT X T b U
Hein, B-HCH AEYESL KUY y-HCH FEHEMK) 25
mg ZEFE L, 7 2 CHEL T 500 mg/L
WiRERBL LU=, cis-~T X 7 n)oRFy R
FEAHESL | trans-~T ¥ 7 1 LIRS U REEUE R,
KON o-HCH AZH#E LK) 10 mg 245 L, 7 & b
VO LT 200 mg/L AR A R L 72,
WRINFAREHEVANR < 0,p-DDT HE#EUE, p,p'-DDE
FEYERUK, p,p'-DDD HEHEF#L, p,p-DDT A3 H4E
JFHE, 7V R U AAERERH, 7 v U ARYE
Jii, =2 R AFHERIR, ~T % 7 v VAR TE
JEHE. cis-~T7" % 7 o )L TR o RAEUEEE .
trans-~7 % 7 v )L TR ¥ 3 FEEFK. o-
HCH fF4E R . B-HCH FE YRR J O y-HCH £%
YRR 2 72 R TAR LT 0.1 mg/L IRET
AR LT,
@ HE

HRETF AW — T 25 digital ULTRA-TURRAX
(IKA ¥ /X )

w5y e - H-107DF (=27 4 4d)
eI EL (RA¥v~/F M)

n—X% 1) —x N RL—H— : N-
aet )
GC (HIEZRLE - F&1-11)

1300 CHURCERE

At
t N,
iV A—T)—
B
Agilent
GC Agilent 6890N
Technologies
Valles
Agilent
4 AL | ChemStation
Technologies
B
@ E=

0,p-DDT £ #EJZ , p,p'-DDE £ #EJ5iZ . p,p'-DDD
IRYMERUR, p,p'-DDT FRHEITHE, 7V B U AR
JFie, 74V R AAEEERHR, = B AR
JFHE, ~7" %2 7 v VARHERE, cis-~T7' % 7\ L
TR REYERUK  trans-~7 % 7 1 )L TR %
¥ FEEYEIFE . o-HCH FEYEE . B-HCH FE YR
% % O y-HCH BEHEFUK 2 1R G L ~F 3 TR
L C 0.00025, 0.0005, 0.001, 0.0025 }TX 0.005
mg/L DIRE AR 2R U=, Z O 2 uL
Z GC-ECDIZIEALT, ot —7r &3
ERAWTRERZER L, RBRAK 2 uL %
GC - ECD (Z¥EA L, MEMD b i EfE
\[ZX Y o,p'-DDT, p,p'-DDE, p,p'-DDD, p,p'-DDT,
TR, T4 RV, = R, ~T
27 v, Cis-~TH 7T ARF YR,
~TEZ )T RF Y R o-HCH, B-HCH KT}
y-HCH O & &4 R L7z,
@  WINEE O TR

FOBF S g IZHINAAE R (0.1 mg/L) 0.5mL
[T b R] 2L, X <EA LK,
Sy RE LT,
©® AR O
M (M 1-11)

trans-



0,p'-DDT. p,p'-DDE. p,p'-DDD. p,p'-DDT. 7~
WRY Y T4V Ry = R ~TFH
7 ajb, Cis-~T XY a)LTRE Y R trans-~
7H 7T R¥ Y N a-HCH, B-HCH KT y-
HCH % &k D 7 & b o Tt~ Tiig
Wllc, ~X /7' b=V LOETHE L.
BT AW~ TR T NN T LT L%,
GC - ECD TE®& L 7=,

a. filit

#EH5 g 2 250 mL A 0 AR U RICE D D |
7t b2 100 mL ZINZ 7215, RETTA H—
T 1 oME#E L, 2500 t/min T 5 43RO
SEEL7-%, REARRAE LT, REmICT
t F50mL ANz 5 3R E 5 L.2500 r/min
TS5 pfiE OB L7tz G 2k Al L7,
AHifik 200 mL FEET 7 A2 Z/hbE T, 7
T FTER LT, itk 20mL (BUEE0.5 g 4H
M) &R HC B L LT R Y T A 10 g,
7K 200mL & OMFH2 100mL 21z, #RE D
Wa AT S fiIRE 5 Uiz, EREER, ~
I BRI LTC, KEIZIEA~F Y50 mL
EMZ, FERICIEE 5 L, ~F U@z o
LENEZHEV IR LT, B0 U8 & MK R
FRU T LK 50 g 2OV Al E VT
KAHEL, Aigs Ea2~F P 20mL THE L
oo BARERTET T AT, v—2 Y
—T /R L —H— (40°C) TH 5 mL F CHEfE
L7z, T OWIRE SIRIRHCE Licth, ~F
Y 15 mL KONFHfafnry & b=k Y 30
mL 2z, KE OBEAEHNT S SEiEE 5 L
7=, ERERER, T2 = NUNVEERTIEY
T AR LT, ~FH U Elicidoe o
7 h=kUL30mL ZMA, FERICIRE S
L. 7 b= MU VEE ST D E0EE 2 Bl
WiRL7=, 7 =R NI LVEESLORTET Z

2 alZE b,
(40C) TK 1 mL £ TiRMEL., EIRTEHRY
A% URBRAFRIE 2 bR E LT, B E ~F
Y S mL SRR LT,
b. fEH

a CHRONTEKREI T L a~ NI T 74
—HERT A~ T X T BTN (BHIL
DN 1S em O 7 v~ k77 LT Florisil PR
S5g AnFHhUICBRESECRBL, I
KEEEEFT MY U LK1 g #FEE L2 b D) 1T
Wi Lizth, ~F VP RN =TT —T VDR
#% (85:15) 70 mL THM L, EEHREZ 2+
BT7 7 Aalliol, n—F ) —=NKRL—X
— (40C) TR 1mL ETRMEL, BB TEHR
A %8 UBRAFRIE & bR2E UTe, R 2~
210 mL MR L7726 O &2 RBRIRIK & LT,
® ~ MU w7 AUHIEEAERS IR O FH 5

B~ MY > 7 20HIERZERFH O~ b
U 7 ARNMMERERIR TR L e o 7z,

@ ZYVERTAM SR

FDOFHN 2 R E RRFERE (10 pg/kg)
T Y PERHAMRRER & e U7z, 24 MR A
RZ A4 2%, 1 H 1A 2 OHT), 5 BRI
I VEBRZATO BMERE/ ST A — & %3
L7z,

g—XJ)—x= NKRL—H—

(3) cis-Z )5 v, trans-Z7 )57 2, cis-/
F 7 u )Lk trans-/ F 7 v VR R

O A - RE

cis-7 |\ L7 AEESL L 99.6% (AccuStandard

%)

trans- 7 =@ b 7 o FE YA 0 HE 99.7%
(AccuStandard %)

cis-/ 7 v UREHE R, - MiE 100% (AccuStandard

)



trans- / J 7w oL AR UE S H B 99%
(AccuStandard $)

TER=FIL TEIS VEFLZ—T L,

AT R EEGABRA (B bR

Wb FU oL Rk (B LT

HEKHREE T R U 7 2 PCB 23T A (B SR L2 8)

ATLrm~ I 7 4 —HERTAB~ T

F > A (Rifg 150~250 um) : Florisil PR (%%

R EEERH  E T A L AT )

~FY o7 =ML TER=FU L

500 mL & ~F 42 100 mL 24 L, 5 0 MiR
EOBBEBLTCTE b= NI VEESELTZ,

ANFH RN F L —F L OIRKE (85 :

15) : ~FH 850 mL & P =F /L —TF /L 150

mL ZiEA L7,

PRI« cis-27 v /LT AEHERL) 10 mg & K

FEL, 7 b CIEfiE LT 200 mg/L imiK% il

U 7=, [FARIC trans-7 LT AEHES | cis- /

T 7 a VAERE S KON trans- /7 v U YE LY

10mg Z¥EFE L., 7 b > TR L T200 mg/L

TR 2 U7,

PRI FAE HEVAL < cis- 7 v LT R YEJRUE , trans-

7 )T AERERGKR, cis- /T 7 a VEEHERUK

KO trans-/ 7 a VAR HERR &2 7 & B Ty

ML TO01 mgLiRaEREZmRE LT,

@ &

ARET TS A H— : T 25 digital ULTRA-TURRAX
(IKA ¥+ /N Hl)

w5y BiER% © H-107DF (=27 4 Hd)

e oM EL (A¥v~/s M)

n—% U —x /R L —4&— :N-1300 (CHRAH{L

et )
GC (HIEZRME - F£1-12)
oOE m K A —F—

Agilent
GC Agilent 6890N
Technologies
T — A AL Agilent
ChemStation
pii:! Technologies
@ E=

cis-7 m LT CAEHEREE, trans-7 w1 LT AR YE
JRHR, cis-/ F 7 v VEERERE M O trans- ./ T
mOVEERRIRZIREG, ~F U THRL T
0.00025, 0.0005, 0.001, 0.0025 }T* 0.005 mg/L
DIRAREERIR AR LTz, ZOWIK 2 L %
GC - ECD [ZIEAL T, bt —r &S %
AW THREREER Lz, BB 2 uL %
GC - ECD (Z{EA L, BRERRD DM R R IL
[Z& D cis-Z v LT trans-7 1 VT cis- /
FT I a KO trans-/ T L OEEERMTL
7
@  WEE O TR

B 5 g ICHMI AR HERS R (0.1 mg/L) 0.5 mL

[T b oR] 2L, X<EA LR,
30 FyMiE Lz,
® RO
W (X1-12)

cis-7 @ )L7 | trans-7 L7 v cis-/ T
a L L Otrans-/ F 7 a V2R REN L7 & v
THIH, ~FH T Lz, ~FH /7 b
= hUNAGETHIEL., AT A~ 722D
LA T LTHRL72#%, GC - ECDTE&R L7z,
a. filit

LS g2250 mLAA AR U IZE D BLY |

7t h100 mLEMZ 2%, RETTAH—T



1R LT,
2500 r/min 54y Ly BE L 7=, Higa 43

A UT-, BRI T & 50 mLENZ55)

IR L 9 L. 2500 r/minT5%y 0B L7-1% .

FIEEME A LTz, AKA200 mLARRET 7
AIHEDET, T N TER L, ik
0 mL GBS ghfi™) % 40iils F o/ Ee L, 3
b7~ U 7 A10 g, K200 mLEZ OMF 42100
mLZ M, HRE 5 HEE VTSRS 5 L,
W E . ~F Y U@ E R LT, KEIZIE
ANFH 50 mLaE iz, FBRICHIRE 5 L, ~F
Y UfEE R DBEERDIK LT, BFY
Vg EOKIEE T R U U AR50 gh DR Al
gz TR A L, Ailgs B2~ 420

ML LT, ROIRERTTET T A 2R

n—% ) —T/NRL—%— (40°C) THIS mLFE
TWAME LT, 2 O % 53RN 28 LT,
AFH 1S mLEOIANFH iy b= KU
V30 mLENMZ, RE DA AWTSaRIIRE 9
Uiz, BIRshkER, 72 b= ) VEERTE
7T AT LTz, ~FY U T
ffn 7 £ =1~ U330 mLEMZ, FERICEL
5 L. 7 = U VB A ET D ERE A 20
DIRLTze &7 F=FINVEEFEDORTIET

MR e OF
WE 4

ID Number
2,4,4’-trichlorobiphenyl PCB28, #28
2,2,5,5 -tetrachlorobiphenyl PCB52, #52
2,2°,4,5,5’-pentachlorobiphenyl PCBI101., #101
2,2°,3,4,4°,5’-hexachlorobiphenyl PCB138, #138
2,2°,4,4’,5,5’-hexachlorobiphenyl PCB153, #153
2,2°,3,4,4°,5,5-heptachlorobiphenyl PCB180, #180

30

FAAZHEPE, =% —=x
NARL—%— (40°C) THI1 mLE THRML.
FRCERT Azl UBRIFRH 2 RE L, 7%
W~ 5 mLICIEfE L T2,
b. i

a THRLNERKENT LI~ NTT7 4
—HERT AW~ T XU BT A (HHIT
DN 1.5 em D7 n~ k7 F LT Florisil PR
5g XY BB IECHREL, EMICE
KT RV a1 g 2B LIZb D) 12/
i L72te, ~FH U KOV =F L —T VDR
#% (85:15) 70 mL THMH L, &Rz 2
77 Aailligolz, n—F Y —x /KL —X
— (40C) TK 1 mL £ TEML, EIRTEHR
T A %8 UIRA AR A bR LT, IR &~
210 mL M L2 b O &2 RBRIRIR & LT,
® ~ Vw7 AEIEEERIR O PR

At~ bV v 7 20REREBRFH O~ b
U v 7 ZGNIEAERS I TR L 7227 o T,
@ MV RER

LD Z B E ERFYERE (10 pg/kg)
TEYMEFMBER 2 FE i U7, S MR T A
RIAAZEv, 1 B 1E Q2 O/HT). 5 AfO
By inV SR A AT B PERE/ ST A — 2 25
L7z,

(4) PCB #RBri:
O HegbEY
PCB28. PCB52. PCB101., PCB138. PCB153

K ONPCB180 Dfafn



@ ekt
FOFHWIE, A o Z—xy MRl CAEEE

A LT, Ale 2RV ENIE 2 FRrE, nAR s

—7 7V 7Y —% HO eI —{k L7z,
mB. BEE Y v 7 A v—HiEIC X0 HE

L7k Z A, 16.8g/100g Th o7z,

@ I - WK

BP-D7 fE#EysiR (PCB28, PCB52, PCBI01,

PCB138, PCB153 & U} PCBI80 %+ 10 pg/mL,

WELLINGTON LABORATORIES #)

MBP-D7 #E#E A ([°C1o] PCB28, [*C1,] PCB52,
[C1]PCB101, [*C1,] PCB138, [*C1,] PCB153

K& OMC1,]PCB180 4 5 pug/mL, WELLINGTON

LABORATORIES %)

MBP-19 FE#EVAHE (50 pg/mL, WELLINGTON

LABORATORIES )

MBP-70 fZ#Eyi% (50 ug/mL, WELLINGTON

LABORATORIES )

MBP-111 FE#EYRE (50 pg/mL, WELLINGTON

LABORATORIES %)

MBP-159 fEH#EHE (50 ng/mL, WELLINGTON

LABORATORIES )

MBP-170 fZH#EVRHE (50 ug/mL, WELLINGTON

LABORATORIES )

TH )= NFY U A A FR T ST
(87 A L AFEHigEER)

T R (BR bR

KERIEH U w7 A Rk (BIR L)

HEKHREET B U 7 2 PCB 434 A (B s L 5280)

— 31

NoLruavw T T7 4 —HERT A~ T
F 7 A (kifg 150~250 um)  : Florisil PR (7%
)3 S N e WAV 1 i B &)
Imol/L /KE&{b 1V 7 LD B ) — )VEEHE - KR
bV T L5611 g &Y, =& ) — L&z
TIRD LIEREIZ 1000 mL & L7=,

FRYEK « BP-D7 ARYEAIK 1| mL 2 &0 IV |
F I TEME LT 500 pg/l WIRATRELL -,
WA HERR : MBP-D7 £EYEVAIR 1 mL % & Y B
0. THTEHEMRLTS500 pg/LiRikz gL
77

WIEHE (L) > P A8, 7)) JFK : MBP-19 fZ#E
Wi 1 mL Z®VIRY . 74 THRL T 500
ng/L YA % 3% L 72, MBP-70, MBP-111, MBP-
159 J2 X MBP-170 {22\ T b [RIERIZ 500 pg/L
WA LT,

ISR HEVAK - BP-D7 YR & 7 7 o CAy
RLUTI10 pg/L iR ON20 g/l ik % s
L7z,

TSN N YEVAT - MBP-D7 EEHERUE % 5 7
TAHAR LT 100 pg/L Wik A 5 L7,
TOMANEERE () P 234 7)) ¥RIK - MBP-
19 #EHEFHE, MBP-70 A2 4E[HZ, MBP-111 A5 #E
JR#E. MBP-159 RHEUE M OF MBP-170 #E %)
a7 THIRLT 10 pg/L IRATEIRZ T
"L,

BEITIEE  GA-13S (W3 S RERTHRY

WL OB EL (A¥v~7 M)

0—4 U —T/VR L — 4 —:R-200 (42 HEFHR)



GC-MS (IESMH: : & 1-13)

O LTV A —T)—

Agilent

MS Agilent 5973N
Technologies
Agilent

GC Agilent 6890N
Technologies

7 — X 4L | GC/MSD Agilent

# ChemStation Technologies

® E&E (X¥1-13)
BP-D7 {Z#EJ5iZ . MBP-D7 WAZ#EJFiZ, MBP-19
WIEHE (U A1 7)) JRHR. MBP-70 NEE
¥ (U PRNA ) 5, MBP-111 PNEETE
(U AL 7)) R MBP-159 PEETE (3
U DAL ) JFHE K% N MBP-170 AR HE (3
U PANRA ) Rk ET I THRL, 0, 2,
10, 20 LV 50 pg/L [ PNAZHEVR IR IR B M OV AZE
W () D RNA ) BSHRIREE 10 pg/L] WAE
EIROGITERR 2R L7c, ZO8HR 1 L %
GC-MS IZEAL T G bNT-NEEED V' — 7 H
X 2 BHEDOE— 7 HREOkE AW
THEMZER LTz, BB | uL % GC-MS

WZHEA L, MER DN FEREEIZ LD PCB28,

PCB52, PCB101, PCB138, PCB153 & Ut PCB180
OEEAETIH LTz, SR EITSIET 2 PR
HEVEIIRDOEY

X WA HEN)

PCB28 ["*C1.] PCB28
PCB52 ["*Ci] PCBS52
PCBI101 [*C1.] PCBI01

PCB138 [3C1»] PCB138
PCB153 [3C1.] PCB153
PCB180 [3C1.] PCB180

© WIECEO TR

0.6 pg/kg #sH (6 # PCB A5t & LT 20 ng/g

fat FH24)  B0BF 1 g IZHIN AR AE A (10 pg/L)
60 uL [T k] 2L, K<ERA LK

%, 30 FrREfkiE L7z,

1.2 ug/kg #shn (6 & PCB &5t & L T 40 ng/g fat
) - BB 1 g ([N ERERRE (20 pg/L)
60 uL  [FHh ER] ZlmL, K<RAELE
%, 30 rRiE Lz,

1.8 png/kg WshN (6 fE PCB &7t & L C 60 ng/g fat
FAX) : BBE 1 g ICHMAE SRR (20 pg/L)
90 uL [FHUwKR] ZdmL, K<EALE

N

. 30 S E LT,
FRBR AR DR L

@ S0

RS

Bt 1mol/L KEgfb UV U LD X ) —)v
R Tl Ak L 7= #% . PCB28, PCB52, PCB101,
PCB138, PCB153 }2 () PCB180 %~ ¥ > Tl
ML, h72ara~ 7o 7 4 —HEKRT A8
~ 7% Chifk 150~250 pm) TR L,
GC-MS TEZEK O LT,
a. fi

B g %2 300 mL BHORTIET 7 A2 |l&
DELY |

(BRI PE 10 ug/L) L7-%%. 1mol/L /KEg{t7

100 pg/L WEEHERHE A 25 uL N

U LhDxX ) —))LIEHE 100 mL =z, &



90 ‘COKIRT 1 FERIMBGRFE LIz, 7edIE~
7 AR ZERICH LI, ~F P 100 mL &
Mz 7z, #FEAHilE%E L Th Ho LORERIK 100
mL Z A# 7z 500 mL 3R HCRE L, IRE O
T 10 fIRE 5 Lic, ~FH U Eaniilic
%R < KVEH L, BKEREET R Y U A TRKA
WL, Az —F2 ) —NKL —HF—
(40 C) THISmL F CTRUEREME L7-,
b. FHH

BRI AT L2 a~x 757 40— AR
TAW~ TR T LT 5 (DB TCDHNE2.0
cm D2 1~ k275 LT Florisil PR 20 g %~
XU TCBARELZH0) [CAM Lz, 727
BT T AaNzE~FH 242 mL T 3 [EBED,
Vellk % 71 7 MZART LTz, ~F 3 200 mL T
WHIL, 297 7 A212%0 -, WHiR%En
—ZJ—T/URL—4%— (40 C) THI5SmL £
THERME L, 10 mL A&7 7 2 alldbt
ANEYUTERLZ, HH0 LD 10 pg/L R
e (U VAL 7)) BREWWK 50 uL 2 Ad
T2 Ay IR 2 mL 2B L, EET
ZWHF N A %@L TS50 ul £ THEME L. sBRIRIK
L7,
® ~ FU v 7 AUHEHEEIR O PR

R~ b v 7 2OHERERFTHO~ b
U v 7 AWIMEERERSIRITT R L 2270 o 72,
© MM

B 2RI D 0.5 5, 1 fHELDT
1.5 f5F8Y (4% 0.6, 1.2 208 1.8 pg/kg) THY
PR AR 2 %k L7z, 1 B 1 18] (6 fif1T). 3

AMOBADNFREFT, AIEIE ST A —
e R L7

C. WRRUVOEE
1. fiEtEmE

(1) FAayvrRABRE
O ERE

7T v e ARRBRIEIZHE > T T LTz
LA, s NI A LCEREGET LY
—Z3m S e otz (K2-1),
@ HE., HMTHEROENKEE

BHJE, JHMTBE R OVSNEEOR 2% 2-1
(O LTc, BEEOHEEE (70~120%) KOS
O BAFAE (BHMTREE 15% K0, SR 20% 4
Ti) 7o L7z,
@ B~ N v 7 AORE~DFE
REb~ NV v 7 ZDOWESDOEEIZONT
TERE L 722 o 72,
@ FREMROERRNE
0.00025~0.005 mg/L D%l TR & 1ERK
L7z, RERRE12>0.992 L 720 | BAF7eEARE
NELNTZ,
©® EERR

TEREIR R 2 RN L2 e 5455
N —271XS/N=10 Th-o Tz,
ZIHDFER G | AT DR N & %5
& LT ERIRAR 10 pg/kg TOREREE AT E LTH
BTh b LR s T,

(2) ANVTFEANET Y RBRIE
O R

7T v Bk ARRBRIEICHE > T T LTz
LZA vua~v NI A RIIEREET LY



— 7 Im SN (K2-2)
@ FHE., PHMTREKXROENEE

B OHMTRE R OSENIEE OfE R 2 #£2-21C
R LUTe, HEOBEHE (70~120%) & UEED
FARAE (B TREEE25 Yo A . 28 PNAH 30 % ATif)
itz Lz,
@ HE~ N v 7 ZAOWE~DFE

REF~ MY v 7 ZAOWE~DOEBEIZON T
A Lo Tz,
@ HEROERRNE
0.00025~0.005 mg/L il Tk EHE % 1B
L7z, DRERER 70999 L7201 | Bhif 7t
BIEFEHNT,
® EERR

TR & VRN L 7 RN A5 5
Nz —271LSIN=10 ThoTz,
INHDFRERNG | ARRBRIT DR & x5

L L7 EEIRS 10 pg/kg TOEREE AT E LT

WCTh D LR Sz,

[ZE k]

BAICFRE T 2 B3E, fESI O3E
EH GO TH L ME ORBRIE (R 17 4F
RZ2%H 0124001 ) THPLC |2 X % @hig i = 36
i EO—FRBRIE T (BAKED) |

(3) 4-epi-Z LT R TV A7 U UKD 4-epi-
TxTT P74 7 U URERE
O /N

7 Z v 7 BB ARRBRIEICHE > THMT LTz
LA, Iav N T A RICEREYETLE
— 73 EN o (K2-3 RO 2-4),
@ EE, PHMTRE R O=SENRE

B JHTHEROBNREEOMEE2 £ 2-3
MO 2-4 1R Lz, BEE D HERE (70~120%)

N OHEE D AARE (BT 15% K, =R
JE 20%A0) Ziwi7- L7z,
@ Bt~ MU v 7 ZOWE~DFE
At~ F Y > 7 ZORPE~D
ITHAE L o7z,
@ R OERRE
0.0005~0.015 mg/L O#i[H THiE#R % /ER L
oo RTEFREL 12>0.998 & 70 0 BAT 7o EARME D
bz,
® EERS
BRFIREDO~ b v 7 ZWINEEHERS K
MO LNTEE—7IZS/INZ10 Th-o T,
IHBDRERN S ARBRITFOFHA Z x5
L LTz depi-7 T R T YA 7 Y AT DONT
ILE &R 30 pg/kg, 4-epi-A X7 TV A~
U AZDWTHIE &R SR 20 pg/kg TOFERRE 54T
ELTHYTHD s,
[ 3CHK]
BRI 2 R SR 3B IE
WO Th H2WEORRE AXv7 b
THA 7V, 7arT 8T A 7 U ROT
NTZHA 7 U RBREE (BAKED)

DEEIZDNT

@ xzvuervaxrr (e
& ofn) HERIE
O R

7T vk e RRBE IS THaT LT
LA, Vav N T A RIIEERET Y
—Z 3 S rorz (]2-5 KO 2-6),
© HE., fMTHEMNOENEE
BHE, MTREROCENRKBEOR R ZR 2-5 &
U 2-6 IR LTz, BEOBFIEE (70~120%)
N OEEE D BARAE (BHMTREE 25% K, =R
FE 30% Am) Zimi7e L7z,
@ B~ b v 7 ZOHIE~DRE



At~ bV > 7 ZORE~DEEIZDONT
ITERE Lo 72,
@ AR O E R
0.00025~0.005 mg/L D&l Tk EHE 2 1EAL
L7z, IRERER 17>0.995 L7220 | BAF/eE e
DELIT,
® ERERR

TE & PR & W U 72 B el sl 2 5 45 5
N —Z71ZSINZ10 Th -1z,
INHDFRERNG | ARBIT O A % %5
L L7 EEIRS 10 pg/kg TOREREE AT E LT
MThD LM,

[ ik ]
BIICEEE T 2 IR, SRR X BN =
LD ThH AWEORERE CEK 17 8
LHEHE 0124001 5) TmrmrafHh o 4%
V) =w I AvuxYrr e TeXk
Yo, T vaY . Yyaxt
gy zuaxHhr FUTT AR, JvT7ad
P U R ONT VA X RERE (BKEY) |

(5) 7rNT x=a—LREREE:
O @R

7T v R ARRBRIEICHE o THMT LT
LA, sTuw NI A RICEREET LY
— 73t S o (K2-7) .
@ EEE., PDMTRE R OVENFEE

BT TR R ORISR 4 #2-71C
R LT, HEORIEE (70~120%) K OFREE D
B AR (DFTREEE10% AT, E VRS L 15 % AH)
i 7= L7,
@ Rkt~ RV v 7 ADORE~DFE

Bt~ Y v 7 ZDORE~DEEIZ DN TIT
HEL 2o T,
@ FREHROERME

0.0005~0.01 mg/L O #i[H TH &R A 1ER L
Too DRTERRER r>0.998 L7220 | B/
HBoii,
® ERERRR

TE BRI 2 R L2 s 545 5
N —Z71ZSINZ10 Th -7z,

INDHDFRERNG . KRBT O N & %5
E LT ERIRAR 10 pgkg TOEREE AT E LT%
WBThDHEFHT ST,

(5% 3k ]
BRI, fEHRINY 3T
EISDORG THLIWEORRE 7L
= =a— iRk (BKED)

2. BEHA

NY 7 IRUE Y —VRERE
O ERM

7T 7B A ARRBRIEICE S T LTS
LA ruv NI A RCEREGET LY
—Z 3 SN o7 (K2-8),
© HE, fMTHEMOENEE

BE, JMTHEROCENRBEORK LR 2-8
(R Uiz, BERED BERE (70~120%) M OVF§EE
O BAEE (DHMTREEE 10% A0, FBAREEE 15% 7
lif) 2wtz L7z,
@ Rt~ R~ v 7 ZOWE~DFE
Bt~ Y v 7 ZOHE~DEEIZHONT
WA LZe o 7,
@ FREMOERRNE

0.4~8 pg/L OFIPH TR 2 1Epk L7z, IRiE
I r>0.996 L 72 0 | BAFZREHIENRSG DT,
©® EERRR
EEBRFIREDO~ MY v 7 ZIRIEEAEE IR
MHGLNTE—271XS/INZ10 ThoTz,
IO DORERNS | ARERIT O A % k5



L L7 EEIBA 10 pg/kg TORHREGHTE L TR
BThHD LI,

(2% 3CHK]

RO D R, SR ST B E
KO THLWEORRIE FY 7 I
B —ikBRE (REW)

3. Hiarz vV rKIRERE

(1) $V )~V ROER v CRBRE
O B|IRE

7 Z v 7 BB ARBRBIEICHE > THMT LTz
LA, rav NI A RICEREET LY
— 73 EN o7 (K2-9 KT 2-10),
@ EE, PHMTRE R O=ENREE

B JMTHEROENBE O REEZ £ 2-9
MOV 2-10 1278 Lz, BEEE O HARfE (70~120%)
B ONEE D BASAE (DR TREEE 25% A0, NG
FE 30%Am) A ii7e L7z,
@ HEt~ U v 7 ZAOWE~DFE
RE~ MY v 7 ZORE~DEEIZHONT
ITRE Lol
@ MEAOERME

0.05~1 pg/L OHiFH CREME Rk Lz, T~
TEAREL r7>0.994 L 720 | BAFREARMENSE G
77
® EERER

TR & VRN L 7 RN A5 5
Nz —271XSIN=10 ThoTz,
INOOFRERNG | ARRERIT DA 2 x5
L L ERIBR 2 ng/kg TOEREOHTE L%
WBTho L ST,

(2) b TRV NVERRE
@O IR
77 27 i B e ARBRIEISE > T LTz

LA, suavx NI A LCEREGET LY
— 73 SN oT (K 2-11),
© HE., fMTHEMOENEE

B P TREE R OVRNRE OfE R % 2 2-11
(R LTe, BEEOHEEE (70~120%) MUK
O BAEE (DHMTREEE 15% A0, FBNREEE 20% 74
i) 7o L7z,
@ RE~FY v 7 ZAORE~DFE
Bt~ R w7 ZOHRIE~D S
TERE L 722 o 72,
@ FREMOERRNE

0.00025~0.01 mg/L o> #iPH TH R 2 ERk L
72o REFREL 2>0.999 L7210 | BAFIRERRED
Bz,
® EERRR
EERFIREDO~ Y v 7 ZARMEHEE IR
NHEELNTZE—Z1XSIN=10 TH-oT=,
ZIHDFER G | AT DR & %5
E LT ERIRAR 10 pgkg TOERE AT E LT
YTh DL SN,

I

IE

[Zo>WT

4. L Ao RREK

N RA Y CERBREE
O EPRE

7T 7B e ARRBRIEICE o Tt LT
LA ruw NI A RCEREGET LY
— 73t S henoiz (IK2-12),
@ EE, fHMTHREMOENEE

B JMTRE R OCENBE O R4 % 2-12
(CR LT, BEOBEEE (70~120%) K OHSE
O FAEE (BHTREEE 15% K0, BAREEE 20% A
W) 27z L7z,

@ e~ FU v T ZAOWEE~D L



AEt~ FU v 7 ZADOHEE~DEEIZ SN T

ITIAAE Lo T,

@  BrEMR O IR
0.005~0.06 mg/L O#iJH CTREMR & 1B L7,
RIEAREL 17>0.993 & 720 | BAFREARMERSE D
iz,

® EERR

E R IR FURE 2 W0 L 72 Bma e 5145 6
NcE—271ESIN=10 Th o7,

IO DRERNE . ARBRIT T DA 2 x5
& L7 EEIRA 50 pg/kg TORREE AT E LT%
BThHDH LS N7,

5. FBERRDE

(1) HCB RBRiE
O /N

7 Z v 7 BB ARBRBIEICHE > THMT Lz
LA, I/u~v NI T A RCEREYETLHY
—Z IR EN o7 (K2-13),
@ EE, PHMTHE R O=ENRE

B TR R OB OfE R4 % 2-13
(R Uiz, BEEOBEE (70~120%) M O
O BAEME (PHTREEE 25% A0, BRI 30% 4
i) &7 Lz,
@ Rkt~ R v 7 ADORE~DFE
Bt~ N > 7 ZDOWE DB DN T
ITHRE Lol
@ MEAROERME
0.0005~0.02 mg/L D #iPH CTHEMR & 1ERk L
T2 DRTERER >0.996 L7220 | BAF 72 EARES

SR 2 SN L 72 a0 645 5

N —71ESINZ10 Th Tz,

IS DFERN D AR O A & 5 5
ELTZEEIRS 5 pgkg TOREDATE LT
BTHD LTSI,

(2) DDT, TV RY ¥ = RV T4V
Vo ANFRIZO) ANFRITa)TREY R,
o-HCH. B-HCH KO y-HCH REri:

O ERME

7T 7 B a2 KRBRIEIZIE - Tt LTz
LA vuv NI A RIIERRETAE
— 7 Im ST (42-14),
© HE., HMTHEXROENEE

B JHTREROENKEEORKRZER 2-14
~3 2-26 |ZR LT, HE O A EEE (70~120%)
N OHEEE D AARAE (BHTHREEE 25% KR, =G
£ 30% Am) A imife L7z,
@ Bt~ MU v 7 ZOWE~DFE

e~ MU > 7 2OHIE
TR L 72 o 72,
@ R OERRE

0.00025~0.005 mg/L D #ilH Tk Eft & 1AL
L7z, RIEMREL r7>0.994 L7200 | BAF7e B
BT,
® EERS

ERPRSRE 2 IR L7 BB 615 5
NeeE—271EZSIN=Z10 ThoTz,

THBDRERN S ARBRITF O Az x5
E LT ERIRAR 10 pg/kg TOREREE AT E LT%
BThDH LS N7,

(3) cis-Z v /L7 trans-Z BT V| cis-/
F 7 a VRO trans-/ F 7 v ViRBREE
O BRE

77 v 7R B e ARRERIEICHE - T LT



LA ux NI A RCEREETLE
— 7 I En o7 (K2-15)
@ EEE. PMTRE R OVENFEE

BT MR K OV NFEFE OfE B & #£2-27
~K2-3012" Lz, EEO B (70~120%)
B OREEED BAEAE  (DHTREEE25 %A, SENFS
FE30%Am) A lifi7e L7,
@ e~ R v 7 2OWE~DFKE

Bt~ Y w7 ZDORIE~DFEEIZ DN TIT
HEL 2o T,
@ HERROERNME
0.00025~0.005 mg/L &l Tk BHE 2 1EAL
L7z, REMREL r>0.991 L7020 | BAF7eE MR E
Y= YSY dWia
® ERERR

TE BRI L 2 W U 72 Bnal el o 545 5
Nze—271LS/N=10 ThHoTz,
INOOFRERNG | RRERIT DA 2 5t 5
EL7ZERERA 10 ugkg TOERE ST E L TR

Y ThD LRSI,

(4) PCB RBRIE
O IR

7T v B R ARRBRIE I > THMT LT
LA ux NI A RCEREETLE
— 7 Imt En o7t (M 2-16~[% 2-20),
@ EE, JHMTREKRO=ENEE

BT HTREEE e OVENFEEE O ft A& 2 2-31
~3 2-36 |ZR LTz, FLE O B (70~120%)
JOKEEE D BAZEAE (0.6 png/kg W : DHATHSEE
30% A, FEPAGEE 35% A, 1.2 2 O 1.8 pg/kg
BN BHTHEEE 25% A0, SRS EE 30% i)
Ziits LTz,

T NIEEE & L CHWZ[*C] PCB28,

[PC12]PCB52, [°C12] PCB101, [°C12] PCB138,
[°Cio] PCB153 JU¥ [PCi2] PCB180 DAL
TWFHLEH 50%LL 1 120% A0 T > 72,

@ REt= LU v 7 ZORE~DZE

At~ b U v 7 ZORE~DEEIZHONT
ITIRE Lo T,

@ MEROERME

0~50 ng/L OFEFH CTHEMR 2 ER LTz, iE
PRI r*>0.999 & 720 | BAFRERIESFF DT,
® EERA

TE B PRAR B 2 I U 72 ionalBl e 515 5
NI — 71X SIN=10 Th o7,

NS DORERN D ARRERITAF DA 2 %5
ELT=ERIRR 0.5 pgkg TORE/HTE LT
R THD LAl Sz,

(25 3CHK]

1) AAFZRm MEABRiE - ) 2010
2) COMMISION REGULATION (EU) No
589/2014 of 2 June 2014 laying down methods of
sampling and analysis for the control of levels of
dioxins, dioxin-like PCBs and non-dioxin-like PCBs
in certain foodstuffs and repealing Regulation (EU)
No 252/2012

vt 2
D. fEm

O RZEXGEL T B WEOHTE (13 Z041E)
TRENL L, YRR 2 S L7, & DAk 5
WO SHTED BAFRAE S (B, DM IS,
SRS K ONEIRME) BEDAL, 2RO A Z x5
ELTEHTIEEL TR Y THLI LD RSN, K
MR CHENL LT S HriEE WA Z &L B ME
BWEOE=ZY v TEMP BRI SN 5GE
(2 H LMD (PR O % 5
fid % Z &N TE, EU ~EWMER G245
BRIZRDON DAL FIBIZHED DN AT RES



E2bb,

E. BF5E3%

1. UK

Saito-Shida S., Kashiwabara N., Nemoto S.,
Akiyama H. Determination of 8a-hydroxymutilin as
a marker residue for tiamulin in swine tissue by
liquid chromatography—tandem mass spectrometry.

Food Analytical Methods (Fl1ill )

2. FRER

EH ) #E. MR Rk BA T, Ml
. SEMTOFT L) URBIEORS. 5§57
Ml Eg A LA s s A 2 4 11 H
9 H~aF24 11 A 10 H

F. ZNRORF BEME D HRE - B &R
L



F1-1 WESEM (Fr v R BRE)
LC &A%
7 A ZORBAX RRHD Eclipse Plus C18

(WL 2.1 mm, £& 100 mm, K% 1.8 um
: Agilent Technologies i)

BEfAiiE (mL/min) 0.3
HEARE (L) 2
717 NRE (C) 40
IR A K OVEEEORE (1000 : 0.5)

B : 7 b= MU LK OFEOEK (1000 : 0.5)

77T MM

wi o | 4| BE
(%) (%)
0.0 95 5
2.0 95 5
2.01 80 20
8.0 50 50
8.01 10 90
11.0 10 90
11.01 95 5
20.0 95 5
MS /4
HEE— K SRM (ERJSE=H 1V )
A X AbE—F ESI (+)
A F AT L—EE (V) | 5500
b—%—iRE (C) 500
X T TA P —HA 725 60 psi
B —RITA 7558, 70 psi
aY g U HA ER

EEA A (mlz)

4354—1742 [DP: 71 (V). 2 ¥ gz xL¥—:35 (eV)]

EMA A (mlz)

4354—143.0 [DP: 71 (V), 2V ¥ a = x/LF¥—:27 (eV)]

LREFEFRE  (min)

4.8




=
b

L ks g

=

ih

EE

| 7 UkEER (pH4.0) MOA X ) —)LoiRik (1:1) 95SmL ZMAZARETF A X
Lo ~FH o 100mL 200z 5 fiEE 9
L3000 r/min T 5 4y 5E Oy B
' T 10 mL 5y He
LU AR (pH 8.0) 30 mL Z /il % pH 8.0 % fifeid
L3000 r/min T 5 4y [i5E Oy B
PE=A~rPUN-E=AE R FUEAKI =47 A [Oasis HLB (60 mg/3 mL)] |

I A% /—n5mL, K5mL, VU UEREREEKR (pH8.0) SmL CarvFsra=7
| EEEEA

L KEOAZ 7 —/VOiRKE (3:1) 10 mL THH

L A% —9mL CEH (SR Z B

L A=A TI10mLIZER

B 1-1 FIavrdBiEonttiE7e—F v —h



#F 12 WESRNE (AVTrE2ANE T U RERE)

LC &1
AT RN ACQUITY UPLC BEH C18
(NEE 2.1 mm, & 100 mm, K75 1.7 um
: Waters i)
BEhtEH (mL/min) 0.35
HEARE (ub) 5
717 NRE (C) 40
Bt AR @ K& OFERR DR (1000 : 0.1)

Bik : A% /) — (LC-MSH)

VA A=A N i

wi o | 4| BE
(%) (%)
0.0 95 5
1.9 70 30
5.71 10 90
7.60 10 90
7.61 95 5
10.0 95 5
MS S:AF
HEE—F SRM
A I ApE'— K ESI (+)
A A AT L—EJE (V) | 5500
b—X—iRE (C) 650
X T TA P —HA 2255, 60 psi
B —TRNH A 725 70 psi
aVg A 6

EEA A (mlz)

328.1—108.2 [DP:56 (V), 22U Y3 v R/LF¥—

:29 (eV) ]

EMEA A (mlz)

328.1—80.2 [DP:56 (V), 2 ¥ a =¥ —:71 (eV)]

PREFFER  (min)

3.0




£ HY
I #B10g
Al H
I 7ERF=FUABOmML KOT & b=k U AEIFI~FH 2 80mL AR ARET TS A X
L 3500 r/min T 5 43 O 4y B
L FlEERE Ak
| FE1mLZMxT7E h=hkVJ/LTI100mL IZER
T 7u e by U BV I =H 5 A [InertSep NH2 FF - (500 mg/6 mL) ] |
I 7 bh=FVU5mL THkES
L HhEE 10 mL 29 (A ik 2 £ )
I 7ERF=FIAKOFE (100 : 1) JBHK S mL CHH (8K 2 ERED
I KT20mL IZER

B 12 AT 7 EA KTV VRBRIEOHHET B —F ¢ — b



# 13 HWESRM G-epi-Z oL T b TV A7V kD 4epi-AF>T b TV A7 U iBRIE)
LC &1
I L-column2 ODS (AZ/L7U—_ W 2.0 mm, £ 150 mm, kit
& 5 um ALTFWE AT FeRE S )

FEENFH T3 (mL/min) 0.2

A& (uL) 1

H5 MIEEE(C) 30

— A {iﬁi K M ONEERR DIRHR(1000: 1)

Bik: 7 =NV
IRFREI(97) A (%) | BiE(%)

0.00 95 5

RS 10.00 0 100
12.00 0 100
12.01 95 5
16.00 95 5

MS G

HEE—K SRM

AT AT —F ESI(+)

Ao B—T A REEKV) | 4.0

S B —T A ZIRFE(CC) | 300

A IS IR EE(C) 250

b—h7 ey 7 E(C) 400

T TAYP—TA 3. 3 L/hr

RIZAAL T FTA %23, 10 L/hr

b—T AT TTA 785 10 L/hr

alar A V%=V

EEA A (mlz), EMEA A (mlz)

PA=Z A a0 PA=Z A L)
%Eﬂq Hﬂli
S (E= )\ (E? FH)\
aUay alogy
— A . \ . \
(mlz) | =x/L% (m/z) | =FRLF
—(eV) —(eV)
4-epi-Z LT NI I ATV 479.0 444.1 21 154.1 21
4-epi-A X T hTHA 7Y 4610 426.2 28 4432 14
5 .
{RFFIREfH] (min) 4-epi-Z VT KT YAV A5, 4-epi-A XTI A2V 4.0

— 44 —




£
v S

fill
I 10 mmol/L =F L7 I MUEERE - D W3 A7~ w3 /LA AR (pH 4.0) 100 mL Z /1.
L1 5EsEDF AR

L3000 r/min T 5 438z 45 B

ZFL e =B A RI=AF AInertSep PLS-2 (270 mg/6 mL) ]|

L AR =V R OUKE SmL CTavsa=rs

R 10 mL 27 A

7K 20 mL TYE

K OAR ) — )V DI (4:1) THei

20 mmol/L FEfET L E=0 NG AF AX ) —/V R OUKOIEHE (4:1) 10 mL TEEH (B KA D)
L 20 mmol/L FFfET 2 E=7 A& AL ) — /L L OUKDIRIE (4:1) T 10 mL IZER

— o

1-34-epi-7 /b7 b TH A7 U kD depi-AFT FTHA 7 ) RBIEDITET 0 —F v
—h



F1-4 WESRM (mra7oxd o i Bk

LC %Mt

IRV ACQUITY UPLC HSS C18
(WL 2.1 mm, & 100 mm, K72 1.8 um : Waters )

BEFAEE  (mL/min) 0.35

HEAE (ub) 5
7 LEE (C) 40
B EtH A¥E ;1 vol%XBEE A 50 mmol/LEEEE T o & = 7 LRHE

Bk : 7t h=FrU L

77T MM

wi o | 4| BE
(%) (%)
0.0 90 10
1.9 80 20
3.8 50 50
3.81 10 90
5.7 10 90
5.71 90 10
9.5 90 10
MS /4
HEE— R SRM
A FAbE—F ESI (+)
AF AT L—EE (V) | 5500
b—%—iRE (C) 600
X T TA P —HA 225, 60 psi
B —RITA 755 70 psi
alYva s HA =25

EsmA Ay (mlz)., EVEA AL (mlz)

Tagy hAF O | TaLT vAF D
) (E&H) (FEMER)
7 — - -
DP = al g
(V) m/ =S m/ N Y
pury (m/z) ‘Z (m/z) ‘7
¥ — ¥ —
(eV) (eV)
Tzru7axi 316.1 24 245.1 37
) 360.1 84
Vv
a7 adxy 314.2 25 231.1 49
) 3322 86
NV




LREFEFR (min) zruvaxtir 34, YTuvaxPor 31

T I
L ks g

il
L 02% A2V Uk OTE R=RFULDIRIKE 3:2) 80mL #MAKREIF A X
L 3500 r/min C 5 5[ O o0 B
| e A
L AiEE02% A%V VKT h=F U LORIK (3:2) T100mL IZER
L HhH % 10 mL 43 HL

VL
K3 mL F I
=AU PrN-E=AEr ) RULEAKI =% F 2 [Oasis HLB (60 mg/3 mL)]

| A% /—5mL, K10mL Carvs4va=v7
| RHER A N
L K 5mL TUE
L A% 7= 5mL THH (S KA B IR)
l
iR EERE) |
L BEEWEK, AZ = KOHERBEOIRKK (500 : 500 : 1) 10 mL (ZEiF

X 1-4 = 7axtys  mlBEoSiE7a—F v — b



#1-5

BESME (Z7ar7 = =a— LikBRiE)
LC &t
VIRV Ascentis Express F5
(W£E 21 mm, £ 100 mm, K7 7£8 2.7 um
: Supelco )
+ Ascentis Express F5 Guard Column
(NEE 210mm, £ S5mm, K £& 2.7 um
: Supelco HY)
BEHTE (mL/min) 0.2
HEAR (uL) 5
N7 LR (C) 40
2L AR 2 KM OBFRROIRHE (1000 : 1)
Bi#Z : 7 b=k UL ROWEERROERE (1000 : 1)
VSRS T
Wi o | AT BE
(%) (%)
0.0 100 0
5.0 60 40
7.0 5 95
17.0 5 95
17.1 100 0
24.0 100 0
MS &1
WEE—F SRM
A A AEE—F ESI (+)
A F AT L—&ERE (V) | 5500
bE—&—iE (C) 400
2T TA P —HA 785, 40 psi
2 —RITA 725, 60 psi
aYyarHA EHR

EEA A (mlz)

248.0—91.0 [DP:46 (V), a2V g x)L¥—:63 (eV)]

EMEA A (mlz)

248.0—131.0 [DP: 46 (V), 2V Y g T x/LF¥—:29 (eV)]

PREFEER]  (min)

4.4




Ty

I #BH10g
Ik 4> i B OVl )

L 6 mol/L i 20 mL 2N %% L. 100°C DA A L N2 T 3 Bk R (15 Sy fiE & (o
)

30 Sy fEken
AK10mL KOANFH 2 40mL 2%, 55MIRE 5
3000 r/min T 5 47 iz 050 e
A~ U ERRE
HHRIC A4 Y 7+ (274 b 545] 2 g MZIRE
W51 A i
T b ROVKOER (1:1) 20 mL THEA
AR %A TR T 100 mL IZER
B A A Y 7+ 5 A [InertSep K-solute  (5mL) ] |
| i 2.5 mL iz, HEFT RYU U A1 g KOVT7.5 mol/L AKEE{EF b U 7 AYRIE 1 mL Z 00 25

PAN
=

— e = e

L RAWREZEA, 30 SfEAkiE
| EEEB—F /L 30 mL THEH (S8R A £
D (RS |
L BEWE 0.1 vol %R K A % 7 — /L DIRIE (1:1) 1 mL IZVf#

[OLR VBIIER Y E =R P U N-Eo e R Y RUdEEARI =5 T A [Oasis MCX |

[ (150 mg/6 mL) 7 |
L A% /= 2mL, 0.1vol%EEEM, XA % /—/VOiRHk (1:1) 3mL Cars sva=y7
| RIRZEN
L 0.1 vol% R Ky (N A & 7 — /)L DRHE (1 :1) 3mL Tl
| AXJ—)L2mL T

L A2 = RO25% 7 =T KDIERK (99 : 1) 5mL THEH (SRR AR

A AR ) |

15 717 = =3 — LERBRIEO 5L T 0 —F ¢ — |



#F1-6 WESME (M7 IR Ey — L ilBhik)
LC 14
7T A ACQUITY UPLC BEH C18
(N 2.1 mm, £ 100 mm, H7 £ 1.7 um
: Waters )
BEFAE#  (mL/min) 0.35
HEARE (ub) 1
717 MR (C) 40
S AR KL OEEEE OIRHE (10000 : 1)
BiZ : A% /) —)
VA=A N Ji
i o | AT | BE
(%) (%)
0.0 30 70
3.5 30 70
MS /4
WEE—FK SRM
AFAbE—F ESI (—)
Xy 7 UEE (V) -500
Y — AR (C) 150
AR (°C) 500

a—2H A %23% . 150 L/hr
i A it 7 A ZE# . 1000 L/hr

alTg A

V%= %

A A (mlz)

327.0—1820 [Z—2FEFE 40 (V). 2 U Vg T RLEF—:
225 (eV)]

EMEA A (mlz)

327.0—146.0 [2—2FEE 40 (V), a2 Ya rympx)L¥F—;
235 (eV)]

PREFFFR (min)

2.3




L #B10g
ok 53 i F OMliEH
5 mol/L KE&{bT ~ U & LYK 10 mL %12 100°CC 3 REfE N2
Smol/L ¥t 12mL, A% /—/L 5mL K OFE=F /L 40mL 2% 10 75f#EE 5
3000 r/min T 5 7yfFiE.O5 . BER—F VE 2R D
KB IZHERE = F /L 40 mL 1% 5 45RiE & 9
3000 r/min T 5 yfHiE 0o . BER—F VE 2R D
Fefg—F Vg2 o, Fi#—F /L C 100 mL I[ZEA
| HhH# 6 mL 43 H
iR (AR |
l
YT =Y LS
L FEREWICA~FY 2 10 mL &2 THfE
| ~FH o7 h=hU L 10mL 0% 5 FIEE 9
| 7Er=bINVEBERED
I ~F Va7 h=1rUL10mL 2% 5 oRIRE 9
I 7ERF=FINEEZEY, BOTEF=F I VEEEDED
R (AR ) |
| BEWET 2 ) — VR OEEORR (1:1) 10 mL ([ZEfR
AL SO
I 5SmL Z4EL, @ER{b/AKFEK 25 uL Zh1 % 90°C T 16 el
FERR = F /L B O3 L RIRIA TR
| K10mL, Fi—F LR OANFTH oK (1:1) 15mL 212 5 H/EE 5
| ARRERIEE 2 B %
L KBICHEE =T VO U ORI (1:1) 15mL Z200% 5 2fEE 9
| AW E Ry | ROEHRELE L &b D
D (AR |
| BBWE A S ) — VR OUKOIRIE (7:3) 4mL IZ¥EfiE
AR CBEEHY E= AR B N-E= A n Y FULESIKI =55 A [Oasis MCX (500
I A= 5mL, A%/ —/VEKUOKDIEK (7:3) 5SmLTCarsqra=>7
I EEEA
L AZ =)V ROUKDEMKR (7:3) 8 mL THe
L A% 7=V ROUKOER (95:5) 20 mL T (RIEHIKEZHD)

— = =




B GRERT) |
| mEmETE b= U AROKORE (1:1) 3mL (AR

1-6 NU 27 FRUE S — VREBRIEDSHE T B —F v — K



£ 17 WESERE (V) ~A 2 HOEX T Rl BRE)

LC &A1t
L-column2 ODS(A# /L 71 —)
717 I (N 2.0 mm, B 150 mm, F7 148 5 pm
AL E T e R A )
@ FH it 1 (mL/min) 0.2
HEAE(uL) 4
H7 LIBJE(CC) 40
A % :2 mmol/L FERE T &= NRHR
B HEhrE .
B & : A% ) —I)
RER (5) A (%) B % (%)
0.00 40 60
o 6.00 5 95
75T N
15.00 5 95
15.01 40 60
18.00 40 60
MS &4t
HEE—K SRM
AF AT —NR ESI(+)
A F AT L —EFEN) | 4500
b — & —{EECC) 500
2T TA P —HA 72, 70 psi
B —RITA 755 70 psi
alg A S
EEA A (mlz), EMA A (mlz)
, N ayar=x
FUh—H— | Frxss | DP T
FIVF—
A7 (mlz) A7 (mlz) V)
(eV)
(E&EH) 768.3 733.4 1 27
P )~ A
(EMHA) 773.4 4313 1 67
. (E&=H) 688.3 635.5 1 27
FRVY A
(EMHA) 693.3 675.3 1 51
PRFFEFE] (min) YU )~A2 97, FXRT A9.0




T

I #E10g
il Hy
L 7=V OVKOIRIE9: D60 mL Z /1% 30 P RIAETF AR
L3000 r/min C 5 4yl 050 B
| ki
L BT ER=RIV R OUKOIRHE(9:1)60 mL % 5 57 [FHRED
L3000 r/min T 5 4y [l Oy B
| kst
| AikEGDE, 7ER=RIL R OVKOIRRKO: 1) T 200 mL (ZER

e =P N-E = m) R E A RS =45 2 [ Oasis HLB(200 mg/6 mL)]|
I TER=NIVKROUKE SmL Tavs4va=ry
L R 10 mL 12K 15 mL Z12 CTHEA
L KB ORAZ ) — )V OEHR(1:1)10 mL CTHEY
I A% /=) 10 mL CEEH (SRR AR D)
| A% =T 10 mL IZER

X 1-7 %V ) ~A L ROER LV RRIEOSITE T 0 —F v — b



F1-8 HESME (hv 7 XV LiRkEREE)
LC 14
InertSustain C18
RN (NEE 2.0 mm, £ 150 mm, F77£5 5 um

T LA A )

BEFEGEE  (mL/min) 0.2
HEAE (ub) 2
BT LRE (C) 40

AW 2 mmol/L WEE T & =7 AIRIK

B B : 7k kr=hrVUL
wi op | 4| BE
P (%) (%)
0.0 40 60
7.0 40 60
MS 44
HEE—F SRM
A FAE—F ESI (—)
A X AT V—HEE -4500
(V)
b—%—iRE (C) 500
RTTAYP—HA 225 70 psi
B —RITA 7558, 70 psi
alYva s HA 25

EREA A (mlz)

456.0—42.0 [DP: -120 (V). =20 Vg p)LF¥—: .62
(eV)]

EMEA A (mlz)

456.0—399.0 [DP : -120 (V). =2V ¥ a T x/LF—:-14
(eV) ]

PREFFFR (min)

3.9




I #Etsg

I 7 Rr=HFU100mL 2% 30 AT FA X
L W5 A

| EEWAETE F= KU/ 50mL THHE

| Axabd, 78 b= kU /LT200mL ER

| HhHE 10 mL 43 He

L K 0.5mL * CEfE
7 2 F N UMby Y 5V =55 2 [nertSep C18 (1000 mg/6 mL)] |
| TEF=FIAKEOKESML T T 4a=rs
| BEEwEICTE b=h Y 3mL ROVK 7mL Z01% THEA
' 7EF=bFUVSmL THEH (BEHIREZERD)
| 7 br=bU A TSmLIZER

1-8 "V F 7 XY NARERIED pHTE7 2 —F v — |k



HESME (~Uv A b aBRIE)
et ECD
DB-1701
17 2 (NEE 0.25 mm, B 30 m, BE/E 0.25 um
: Agilent Technologies )
J17 R E(CC) 80°C (2 min) —30°C/min— 190°C —3.6°C/min—280°C (5 min)
HEARIRECC) 250
B HHERRE(C) 300
XyUv—HA VLN
Ty — AR 5 s
(mL/min)
A ATV R Al
HEAE (L) 1
{47 RF ] (min) Cis-~L AR 23.8, trans -~V AR 24.4




I ks g
il Hy
7' 100 mL 2% 1 3 HRESFAX
L2500 r/min T 5 755050 B
| ks
L BEWICT R 50 mL ZNZ 5 S RHIRED
L2500 r/min T 5 4y 055 Bl
| kst
| AiEEDLETT T 200 mL ITER

| R 20 mL 53 He
L BT R A 10 g, 7K 200 mL & OS2 100 mL Z200% 5 23RS
L~V UEERD
L ~FYr50mL Nz 5 RS
| ~FYUEERRD
L~ E S TR T R Y A TR A
R
LK 5 mL ECHRAE
T =RV S
L ~FPr 15 mL
L~ a7 v h=kv% 30 mL iz 5 S fIEES
l 7TEr=RIVEEERD
L ~F a7 v b=k V% 30 mL Iiz 5 MRS
I 7TER=NIVEZRY, D07 ER=NVEEEDED

A A R 22
| B AE T 5 mL VAR
(e AW~ 7 3 272

I [Florisil PRCKIfE 150~250 pum),

I sga~FYocimFeE, EEICEOKAEE RTS8 1 g fiE, WA 1.5 cm]

U3 (L ZEIN

| ~FH ROV T LT —T L OIRIK(85:15)70 mL THH (BE KA D)
A AR )

| BRI E A~ 2.5 mL SRR




1-9 ~L A MY VRBRIEOSHET n—F v — b



# 1-10 JESRM (HCB #BriE)

2 ECD
DB-1701
H17 I (NEE 0.25 mm, BX 30 m, EE 0.25 um
: Agilent Technologies f%)
BT LIBE(CC) 70°C(2 min) —20°C/min—280°C(10 min)
HEARECC) 250
i IR (CC) 300
Xy —HA VAN
¥ Vv — A& ) s
(mL/min) '
EANIE A7V b Al
A E(uL) 1
LRFFEFRE] (min) 9.4




ﬂ
-
=

k10 g
il Hy
l 7E&br 50 mL 200% 1 AT AR
L2500 r/min T 5 53[50 B
| ki
L BEWICT R 20 mL Z00Z 5 RS
L2500 r/min T 5 4y 055 Bl
| kst
| AiEEDLETT T 100 mL ITER
L R 10 mL 43
L BT R A 10 g, 7K 200 mL & OS2 100 mL Z200% 5 23RS
YU EEERD

L ~FYr50mL Nz 5 RS
| ~FYUEERRD
L~ E S TR T R Y A TR A
i
L K5 mL U
(BT A~ T KT BT L
| [Florisil PR (hi£& 150~250 pm)
10 g 2~ el AR, B mKARER R A 2 g flfE . AR 1.5 om]
U3 T IN
L ~F % 90 mL CUE (I HIEE2)

I #92mL ECHHE
| ~AFH TS mLICER

[ 1-10 HCB #BRIED ik 7 v —F v — |



F1-11 HESLEHE ODT. VRV, = RV T4 RD Yy AT EITaL, ~TH7al
T/RFT K, «-HCH. B-HCH & Oty -HCH #Exri%)

o ECD
DB-1701
BT A (W# 025 mm, & 30m, [EE 0.25 um
: Agilent Technologies %)
7 KRE (C) 80°C (2min) —30°C/min—190°C —3.6°C/min—280°C (5 min)
HEADRE (C) 250
EEE (°C) 300
Xy Vv —TA ~U L
Xy VY —HAE 5 s
(mL/min)
AL A7V v h L RE
HEAR (uL) 2
8.0 (a-HCH)
8.8 (y-HCH)
92 (T H )
9.8 (FT/VFVU V)
10.5 (B-HCH)
11.6 (Cis=~7F# 7 )L =RF R)
PREFFERT (min) 11.7 (trans-~7"% 7 )L TRF T R)
13.1 (p,p'-DDE)
136 (F4 /LR V)
143 (= KVJ V)
14.7 (o,p'-DDT)
15.9 (p,p-DDD)
16.5 (p,p-DDT)




T I

I #ktsg
Al H
7 R 100mL 2% 1 5EAETFA X
2500 r/min T 5 47 iz 0055 e
e A
FEWMIZTEZ N 50mL ZMRE 5
2500 r/min T 5 47 iz 0050 i
ke A
A EHFDETT & 2 T200 mL ICER
Fl 7 20 mL 4y Ht
| H{EF FY A 10g, K200 mL KO 100 mL 2% 5 iR & 9
| ~E YV UEERD
L ~F P 50mL Nz s R E 9
l
l

l
!
!
l
l
!
l
!

XY UEERD
XY UfEE A DY AT U DA THAK AR
L K5 mL F T
o7 R =R U L
I ~FH e 15mL
ANFY T b= YL 30mL Mz 5 REIRE 9
TER=NIVEEERD
ANV U7 b=V L& 30mL X 5 SRR E 9
TER=bNUAVEEHD
~FY T =YL& 30mL Mz 5 REIRE 9
I 7ERF=MINEERY, ZOTE =N VEEEDED
i (EEtRE) |
| W E XY 5 mL ZEF
[T AW~ 7 T BT T A
I [Florisil PR (K& 150~250 um) .
L Sgxax oo, EMICEKAREE ST R Y 7 A8 1 g B, R 1.5 cm]
| IRMER 2 TEA
L ~"FH RO F =T VOIRIR (85 :15) 70 mL TR (BEHiEZEk5)

— = =




D AR |
L BEYE~FY 2 10 mL ICIRfE

X 1-11DDT, 7V KU >, =2 KU, T4 R AT HE T, ~NTZ7a)Lmiyy R,
a-HCH., B-HCH MYy -HCH iRBRiEDOSHTET7 0 —F v — b



#1-12

HESE (TanTy KO raL k)
R i ECD
DB-1701
BT A (W# 025 mm, & 30m, [EE 0.25 um

: Agilent Technologies %)

77 HiE (C)

80°C (2min) —30°C/min—190°C —3.6°C/min—280°C (5 min)

EARIRE (C)

250

MHEZHEE (CC) 300
X U Y —7 A ~Y T2
Xy ¥Y—HAWME

2.5

(mL/min)

HEAE A7 w AL
HEAE (ub) 2
12.6 (trans-Z7 a2 /L5 )
12.8 (cis-Z L7 )
I8 i
PRFFISTH (min) 12.9 (trans-/ F+ 7 ma /)
16.1 (cis-/ F 27 r )




- s g

| 7, 100mL 2002 1 AT FA X
L 2500 r/min T 5 43 O 4y B
L A
| BEWCTE R S50mL RS D
L 2500 r/min T 5 45 [HE Oy B
L kA
| AHEEDLETT® b T200mL IZER
| HhHE 20 mL 43 HR
| H{EF FY A 10g, K200 mL KO 100 mL 2% 5 iR & 9
X UEERD
~FH L 50mL IR 5 IR E
XY UEERD
YU RS D TR R Y U A TRK AR
L K5 mL F T
~EH T =Y LS
I ~F¥ > 15mL
ANFY T b= YL 30mL Mz 5 REIRE 9
TER=NIVEEERD
ANV U7 b=V L& 30mL X 5 SRR E 9
TEr= NI AVEEERD
~FY T =YL& 30mL Mz 5 REIRE 9
I 7ERF=MINEERY, ZOTE =N VEEEDED
i (EEtRE) |
I BEEWEA~XY 2 5mL AR
[T AW~ 7 T BT T A
I [Florisil PR (Kif% 150~250 pm) .
L Sgxax oo, EMICEKAREE ST R Y 7 A8 1 g B, R 1.5 cm]
| IRMER 2 TEA
L ~"FH RO F =T VOIRIR (85 :15) 70 mL TR (BEHiEZEk5)

!
!
!
l

— = =




B EGRS |

1-12 Z7a LT o EON F 7 a Vi B0 SiiE 7 —F v — k



# 1-13  HESM (PCB #RiE)

GC 4%
VRN Fused Silica HT8-PCB
(NfE 0.25mm, & 60m, FEE 0.25 um : BIH(LS
Ly
o 100°C (1 min) —20°C/min—180°C (0 min) —5°C/min—
717 KEE (C) ,
300°C (0 min)
EADEE (°C) 250
A H =T 2—RRFE (C) 300
Xy Vv —ATXA ~U L
X¥ VY — I AE |
(mL/min)
HENE A7y b AE
HEARE (uL) 1
MS /4
HEE— K SIM
A F oAbk EI (+)
A A AR X — (eV) 70
EM & (V) F— b Fa—= VS TOREM
A FPRIEE (CC) 230
VU EMIEE (°C) 150
E'EA A (M), EMA A (nlz2)
EEA A TEMEA A
(m/z) (m/z)
PCB28 256.0 258.0
[*Ci,] PCB28 268.0 270.0
MBP-19 268.0 270.0
PCB52 289.9 291.9
['*Ci.] PCBS52 302.0 304.0
MBP-70 302.0 304.0
PCBI101 325.9 327.9
[3Ci,] PCBI101 337.9 339.9
MBP-111 337.9 339.9
PCB138 & O PCB153 359.8 361.8
[3C1,] PCBI138 & TX [13Cy,] 371.9 373.9
PCB153
MBP-159 371.9 373.9
PCB180 393.8 395.8
['*Ci,] PCBI180 405.8 407.8




MBP-170 405.8 407.8

PREFEFR (min) PCB28 15.3. PCB52 16.3. PCB101 19.5. PCB138 23.8.
PCB153 22.7. PCB180 26.3

£ 1
L kb1 g
L 100 pg/L NEEAEE IR A 25 pL N

L Imol/L KEE(L A U 7 ADxTH 7 — LI 100 mL 201 %, K90 “COKE T 1 BRI IIEGE i
L ~FH o 100mL 200 %, fife Sz LT Ho LDIFRIK 100 mL % Atu7z 500 mL 43K i
ST
L 105 HERE 9
L~ U E R L R < KT
o BOKEEEE T R Y U A THIK Al
L K95 mL % TR
BRI AT~ 7% T LT b
I [Florisil PR (K& 150~250 um)
20 g 2 Y o CIATEE, NEE 2.0 cm]
TR 2 A fr
AFH R 2mL TRTET 7 A aNE 3 Bk, WTika 17 LI AL
~F 200 mL TEH (A ik 2 BRI

— e o

# 5 mL £ CIEHE
AFH T I0mL IZER
10 pg/L NAEH#E (2 ) AR 7)) IBETAHE 50 uL 2 A2 A B W FITHIHIE 2 mL %

22

WHEH A% L TS50 L £ TN

4 1-13 PCB iBRIE D /3T 7 v —F ¥ — |k



1) FAIav  RERE

F2-1 FAIaVCOEE, JHMTHEE N NENKE
wn S N35] P17 EN
g HIEM (n g/ke) I K i K i
(ug/kg) #1T | 1HB | 2HHB | 3HH | 4HH | bHE | &£¥% (%) (%) (%)
1EH | 54.1 | 57.8 | 55.6 | 57.8 | 55.1
50 56.3 112. 6 1.3 3.1
oml B | 55.1 | 57.2 | 54.9 | 59.2 | 56.2
Q) AT FEBANE T Y VRBRY:
#22 ANTFEANK T OEE TR K OSBRI
T - FH BFFT =
i WE A (u g/kg) 1 e e Py
(ug/kg) AT IHH | 2HE | 3HH | 4HH | bHE | &£¥Y %) (%) (%)
1= H 9.3 8.4 7.8 8. 4 8.3
10 8.4 84.2 3.0 8.1
2l H 9.6 8.1 7.5 8.9 8.0
(3) 4-epi-Z VT b TV A7 U UK -epi-A X T b TV A 7 U URBREE
F2-3 4-epi-Z VTR ATV DB BT K OV RS
IR N LA 1T =
o B2 0 (e g/ke) I ol
(ug/kg) #1T | 1HB | 2HB | 3HHE | 4HHE | bHAE | &% (%) (%) (%)
1= H 92 87 84 92 82
100 89 88. 7 3.3 4.1
2H B 91 91 92 90 86
F2-4 4-epi-A XTIV ATV DEJE | PHTHE K OB NRE
Jk . e S/ A M 4 ==
%Q B (1 g/ke) éﬁ; gg Eﬁ
(u g/kg) W17 | 1HB | 2HB | 3HHE | 4HB | BHAE | &2F% (%) (%) (%)
1=l H 111 101 93 116 117
100 109 109. 1 3.4 7.9
2l H 110 108 102 117 116




@) =ruzuxhiy FazaIFHi oo RBE

#2-5 TrmyuxY U UOBERE, FHTRE LK OENREE

whn e 15 BrAT =
e i HEM (1 g/ke) I 2 ¥ K i
(ug/kg) wRAT IHE | 2B | 3B | 4R B | 5HE | &% %) %) (%)
1A B 9.0 8.1 8.1 7.3 9.0
10 8.1 81.2 6.0 9.5
2[a] © 7.7 7.4 8.0 7.3 9.2
F£2-6 vZVurvuxHh T UoOHE, HMTEEMOENEE
whn . DA BFAT Ea
e i I EfE (1 g/ke) 0y ¥ K i
(ug/kg) AT IEE | 288 | 3BH | 488 | 5HE | &¥Y %) %) (%)
1| H 8.9 8.7 9.3 8.2 9.1
10 8.7 86.5 5.5 6.6
2[A] B 8.0 7.9 8.6 8.3 9.5
(5) 7L T x=a—LRERE
#£2-7 7unrTvo=a—LOEE, HUTHRELONENEE
W Al - E DF(T P
g HEM (pg/ke) Iy - ¥E e
(ug/kg) #17 | 1AE | 208 | 3HA | 4HE | 5HE | 2%y %) %) %)
NERE 192 189 191 153 194
200 185 92.3 7.5 7.8
2[a] H 199 178 168 188 194
6) NY 7 SRUEY—LRBREE
#2-8 MU IRUEY—)IVOERE, HHTHE M VSN E
whn —— DA Or47 e
e i B EE (1 g/ke) Y 5 e i i
(ug/kg) AT I1HE | 28 B | 3B | 4B B | 5HE | &% (%) (%) (%)
18 B 168 195 206 166 188
225 184 81.6 2.4 8.2
2[8] H 171 189 200 172 180

— 71




(7) Y )=V RBER YV UVRRE

K29 YU/ ~AL DB, TR L OENIEE

W . -5 BT P
i HIEM (u g/ke) i e e Py
(ug/kg) RAT IHE | 2HE | 3HH | 4HH | bHE | &£¥Y %) (%) (%)
1[5 B 1.94 2.02 1.93 2.00 1.91
2 1.98 99.0 5.7 6.6
2I01 B 1.70 2.05 1. 96 2.18 2.10
#2-10 ERVVUADESE | GHTREE K OV NI EE
wshn . S BT EHN
i WEfE (u g/kg) Y 25 s i
(ug/kg) AT IEA | 288 | 3BHE | 48 E | 5HAE | &¥Y %) (%) (%)
1EA | 1.95 | 1.92 1.74 | 1.73 1.70
2 1.75 87.5 6.9 9.0
2@ B | 1.69 | 1.97 1.48 1.69 1.63
(8) R FTF XY NHABREE
2 2-11 MVRTFRUNLZIVARL DOELJE | GHTRSEE K O IS
wn S e S PR1T EN
e HIEME (u g/kg) 0y i K
(ug/kg) AT IHE | 2B | 3BA | 408 | 5HB | &¥Y (%) (%) (%)
1= A 94 106 103 97 100
100 100 100. 0 1.1 4.9
2[5 H 95 107 104 97 98
9) ~v X B U RBREE
F2-12 ~ULVA NY OB JHMTRE X ONENEE
wn . S iz e
N Il EfE k
(1 g/kg) #iT | 1HH | 2BH | 3B | 4588 | 5HA | &%y (%) (%) (%)
1EIH | 50.7 | 50.7 | 49.5 | 46.0 | 53.4
50 49.9 99.9 6. 4 8.1
o[E1H | 55.3 | 42.7 | 53.0 | 46.0 | 51.9




(10) HCB RBriE

#2-13 HCBOEJE | GHTHE FE K VBN K

7w - Sy ikns =N
H
e HIEM (1 g/ke) Y K K
(u g/kg) WIT | IHE | 2088 [ 3HE | 40H | 5HA | 2%y (%) (%) (%)
1[5 H 4. 71 3. 77 4,17 4. 40 4. 60
5 4.41 88. 1 6.8 10. 7
AEINE] 4. 68 3.93 4. 68 3.91 5.21
(11) DDT, 7TV KRV, = RU ., TANVRI U ANTF T, ANTE TV REy
K. o-HCH, B-HCH K y-HCH HBRiE
# 2-14 0,p-DDT DR, HHTIE K O EWNIFE
wmn - Sy PR1T E%
i
e HIEM (n g/ke) I K K
(u g/kg) WIT | IHE | 288 [ 3HE |40 H | 5HA | 2%y (%) (%) (%)
1[5 H 9.0 8.3 8.8 10.0 13.1
10 9.9 98. 6 10. 8 17.6
AEINE| 10. 2 7.9 8.7 12.0 10. 7
# 2-15 p,p-DDE OEFEE, OHTRE K OVE N RS E
7w - S PEIT =N
i
e HIEM (n g/ke) 0 i i
(u g/kg) WIT | IHE | 288 [ 3HE |40 H | 5HA | 2%y (%) (%) (%)
1[5 H 8.4 8.9 8.1 9.2 8.8
10 9.0 89.9 6.8 8.5
AEINE| 9.3 8.6 8.2 10.5 9.9
# 2-16 p,p'-DDD OEFEE FHTHE K O N K
T = 1 2z DFAT =1
i WEfE (u g/kg) R ¥ e Py
(ug/kg) RAT IHE | 2HE | 3HH | 4HH | bHE | &£¥Y (%) (%) (%)
1[5 B 9.6 9.4 8.4 9.1 9.0
10 9.4 93.9 8.6 10. 8
2[a] B 10. 5 9.3 7.7 11.2 9.8

— 73




#2-17 p,p-DDT OEEE, PHTRE K V=N RS E

whn . NIAS) BE1T E
i HIEM (n g/ke) 0y i i
(ug/kg) 1T | 1HB | 2HB | 3HHE | 4HB | BHAE | &2F% (%) (%) (%)
1@ B 10.0 9.4 9.1 10. 4 8.6
10 9.8 97.7 7.8 11.0
217 H 10. 8 8.7 8.7 11.8 10.2
#£2-18 TNARYCOEE, GHTHEE R ONENEE
whn — NS BE4T EXD
i WEAE (u g/kg) i e e Py
(ug/kg) #®1T | 1BE | 208 (3B | 488 | 5EA | 2%y (%) (%) %)
1A B 7.6 7.4 7.2 8.0 7.2
10 7.8 77.9 6.8 8.4
2[5 H 8.7 7.2 7.4 9.0 8.0
#£2-19 T4 NRUCOEE, JHMTHRE R NENEE
wan . 1) i EN
e i HEM (1 g/ke) ] i i i i
(ug/kg) AT IEA | 2B | 3BHE | 4B E | 5HAE | &¥Y %) (%) (%)
1[4 B 8.9 10.0 8.9 9.8 8.8
10 9.5 95. 2 7.2 7.7
2[a] B 10.0 9.0 9.0 11.0 9.8
#7220 = RUCOEE, HMTRENRONENKEE
wan . 1) i EN
e i HEM (1 g/keg) ] i i i i
(ug/kg) AT IEA | 288 | 3BHE | 48 E | 5HAE | &¥Y %) (%) (%)
1[4 B 10. 1 10.0 9.1 9.4 8.1
10 9.6 95. 7 6. 4 9.0
2[6] H 10. 2 9.8 9.0 11.1 9.1
#2221 ~TEIuLVOEE, HMTRE R NENKEE
whn S 1) iEE =N
e i BEM (u g/ke) % K i K i
(ug/kg) AT IHE | 28 B | 3B | 40 B | 5HE | &Y %) (%) (%)
18 B 8.3 8.8 7.9 8.0 8.3
10 8.6 85.9 8.7 8.7
2[8] H 9.7 8.1 7.9 9.5 9.4




222 ciss~TH T a)LTIRFL ROBEE | JHMTREE K OENEE

whn - S PR1T EN
A
i HIEM (n g/ke) 0y i i
(u g/kg) 1T | 1HB | 2HB | 3HHE | 4HB | BHAE | &2F% (%) (%) (%)
18] B 9.1 9.5 8.6 9.1 7.6
10 9.1 90. 6 6.9 7.7
28] H 9.8 8.8 9.1 10. 1 8.9
223 trans-~TF X 7 )L TIRF L ROEFE . TR K OVE RS BE
S e o H DT e
i WEfE (u g/kg) i e e Py
(ug/kg) RAT IHE | 2HE | 3HH | 4HH | bHE | &£¥Y %) %) (%)
1 H 8.5 9.1 8.6 9.4 9.0
10 9.1 91.2 6.6 7.8
2[F A 9.3 8.2 8.9 10. 6 9.8
7% 2-24 o-HCH OEFE GHTREEE K NSNS EE
wshn . S BT EHN
i HEM (1 g/kg) I i s
(ug/kg) w7 IEA | 2B | 3BHE | 4B E | 5HAE | &¥Y %) %) (%)
G 9.2 9.2 9.2 8.9 8.7
10 9.2 92.2 5.8 5.8
PAEIRE! 9.7 8.7 9.3 10.3 9.1
#2-25 B-HCH OEEE, HHTHE K O=NKEEE
wshn . S BT EHN
g HEM (1 g/kg) I i s
(ug/kg) w7 IEA | 288 | 3BHE | 48 E | 5HAE | &¥Y %) %) (%)
G 8.2 9.6 9.4 8.8 8.1
10 9.1 91.3 8.3 8.3
PAEIRE! 9.3 9.0 9.2 10.3 9.4
#2-26 y-HCHOEJL | JHTHE K OENFEE
wn . N4) Gin EN
g HIEM (n g/ke) 1Y - Y& e
(ug/kg) AT IHE | 28 B | 3B | 40 B | 5HE | &Y (%) (%) (%)
1@ H 8.3 9.6 9.5 8.7 8.5
10 9.1 90. 6 5.5 5.5
EIRE| 8.7 9.0 9.3 9.7 9.3
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(12) cis-Z a7 trans-Z @ )LVF o, cis-/ 27 vk N trans-/ F 27 v VR BRIE

#2-27 cis/wLT U DR, PHTHEE M O E IS

wan S &S| P17 EHN
i E A (u g/kg) i % ¥ i o
(ug/kg) AT I1HE | 28H | 38A | 488 | 5HE | &¥Y% %) (%) %)
1= H | 10.5 8.2 8.3 9.3 9.3
10 9.3 92.5 3.0 8.7
2|IH | 10.2 8.6 8.9 9.6 9.5
#2-28 trans—7 LT L DOEFE | GHTREE K OV N E
wan —— &S| P17 EHN
i E A (u g/kg) i % ¥ i o
(ug/kg) AT IHE | 28H | 38A | 488 | 5HE | %Y (%) (%) %)
1E H 9.6 8.3 8.3 10.3 | 10.3
10 9.4 94. 0 3.4 8.8
20H B 9.7 8.9 8.8 9.7 10. 2
#2-29 cis-/ TV OEEE | TR M ONENREE
T T, NG P
i HIEM (n g/ke) A % £k i oy
(ug/kg) AT IHH | 2HB | 3HH | 4HH | 5HEB | &¥¥ %) (%) %)
1EH | 10.0 8.2 8.8 9.4 9.5
10 9.3 92.8 5.1 8.2
20H H 9.7 9.1 8.1 9.9 10.3
#2-30 trans—/F 7oV DEJE | GH TR EE K OV NKS EE
wshn . &S] P17 =W
e HIEME (n g/kg) Y ¥ ¥
(ug/kg) W17 | 1HB | 2HHB | 3HH | 4HH | 5HHE | &% (%) (%) (%)
15 B 9.3 8.1 8.5 8.6 8.3
10 8.4 83.8 5.1 5.7
2 H 8.7 8. 4 8.0 7.6 8.5




(13) PCB RBE

3$2-31 PCB28DEFE, PHTHEEE L VNI

ggﬂ HEAE (1 g/kg) EIIH;% f%g ég

(pg/kg) | 7 | 1EIB | 2518 | 38 | 48 | 5B | 6EA | &Y %) (%) %)
1HH [0.541 ]0.522 [0.566 |0.569 |0.567 |0.555

0.6 2HH 10.589 [0.590 [0.555 |0.538 |0.600 [0.619 |0.587 97.8 4.6 7.1
3HH 10.612 [0.653 |0.597 |0.663 [0.587 ]0.639
1HH [1.110 |1.147 [1.115 |1.156 |1.093 |1.106

1.2 2HH |1.101 |1.127 |1.183 |1.096 |1.100 |1.118 [1.126 93.8 2.3 2.3
3HH |1.168 |1.121 |1.133 |1.155 [1.120 |1.137
1HH [1.621 |1.526 [1.553 |1.642 |1.633 |1.615

1.8 2HH |1.638 [1.639 [1.576 |1.713 [1.626 [1.629 |1.630 90. 6 2.7 3.0
3HH |1.684 |1.675 |1.647 |1.674 |1.669 |1.581

7$2-32 PCBS2DOEFE, PHTHEEE K VNG

o BN (s ¢/ke) SR B Bt

(pg/kg) | 37 | 1BIE | 2518 | 3B | 408 | 5EBE | 6FIA | &Y (%) %) %)
1HH |0.614 [0.561 |0.578 [0.590 ]0.593 [0.518

0.6 |2HH |0.635 [0.620 |0.620 [0.572 |0.646 [0.643 |0.605 | 100.8 [ 5.0 6.0
3HH [0.590 ]0.589 [0.652 |0.653 [0.616 |0.598
IHH |1.085 [1.171 |1.190 [1.093 |1.102 [1.137

1.2 280 H [1.104 |1.138 [1.205 |1.175 [1.149 J1.072 [1.145 | 95.4 | 3.4 3.5
3HH [1.148 |1.146 [1.171 |1.204 [1.152 |1.163
1B H |1.727 [1.594 |1.738 [1.769 |1.719 [1.694

1.8 |28 H [1.698 |1.634 [1.896 |1.775 [1.742 |1.801 [1.741 | 96.7 | 3.8 3.8
3HHE [1.718 |1.763 [1.777 |1.776 [1.719 |1.799

7 2-33 PCBI101 OEFE, TR K OV NFEE

o BIFENE (s g/ke) TG B Bt

(pg/kg) | 37 | 1BIB | 2518 | 3B | 458 | 5EE | 6FIA | &Y (%) %) %)
1HH 10.619 [0.625 |0.604 [0.569 ]0.616 [0.623

0.6 |2HH |0.635 [0.617 |0.574 [0.612 |0.598 [0.632 |0.610 [ 101.7 [ 3.7 3.7
3HH [0.587 10.586 [0.612 |0.639 [0.589 |0.635
1B HE |1.129 [1.081 |1.057 [1.115 |1.162 [1.173

1.2 280 H [1.186 |1.194 [1.209 |1.217 [1.227 J1.167 [1.157 | 96.4 | 3.4 4.5
3AHHE [1.170 J1.171 [1.192 |1.151 [1.160 |1.064
1B H |1.616 [1.636 |1.739 [1.716 |1.714 [1.618

1.8 |28 H [1.690 |1.677 [1.780 |1.793 [1.790 |1.721 [1.700 | 94.4 | 4.0 4.2
3HHE [1.581 |1.692 [1.578 |1.806 [1.706 |1.746




#2-34 PCBI38DELE, OHTHEE K O NKEE

Q&E B (1 g/ke) @I&% ég g;’;

(pg/kg) | #47 | 1B | 28 | 3B | 4|E | 5EE | 6mB | &5 %) (%) (%)
1HH [0.621 |0.645 [0.642 10.612 [0.618 |0.626

0.6 2H B [0.555 [0.532 ]0.569 [0.563 |0.551 [0.644 [0.609 101.5 4.1 6.5
3HH [0.623 [0.615 |0.628 [0.624 ]0.648 |0.642
1HH |1.152 |1.283 [1.119 |1.237 [1.233 |1.139

1.2 2HH |1.144 [1.077 |1.220 [1.125 |1.105 [1.051 |1.161 96. 8 4.7 5.3
3HH [1.191 [1.103 |1.176 [1.193 |1.174 |1.169
1HH |1.646 |1.675 [1.656 |1.645 [1.637 |1.633

1.8 2HH 11.678 [1.690 |1.707 |1.729 [1.708 |1.686 |1.691 93.9 1.7 2.6
SHH [1.746 |1.738 |1.648 |[1.757 |1.702 |[1.755

#2-35 PCBIS3DHEE, DT M =N

e B g/ke) o | e |

(pg/kg) | #47 | 1B | 28 | 3B | 4|E | 5EE | 6mB | &5 (%) (%) (%)
1HH [0.632 |0.619 [0.621 |0.640 [0.635 |0.574

0.6 2HH 10.599 [0.623 10.639 [0.631 |0.634 |0.633 [0.616 102. 7 4.1 4.2
3HH [0.555 [0.607 ]0.603 [0.658 |0.592 |0.601
1HH [1.224 |1.196 [1.123 |1.219 [1.199 |1.128

1.2 2HH [1.185 [1.183 |1.255 [1.138 |1.196 |[1.142 |1.181 98. 4 3.4 3.4
3SHHE [1.163 [1.139 |1.223 [1.202 |1.158 |1.185
1HH |1.705 |1.730 [1.716 |1.691 [1.641 |1.738

1.8 2HH |1.839 |[1.746 |1.745 |1.743 |[1.746 |1.811 |1.731 96. 2 2.0 2.7
SHH [1.742 [1.701 |1.742 [1.695 |1.738 |[1.693

7 2-36 PCB180 O ELE, PHTHE M OV INFEEE

ggﬂ HEME (u g/ke) EIIH;% f%g ég

(neg/ke) | 347 | 1B | 2mA | 3mA | 4mB | smA | emB | 28| @ %) %)
1HH 10.588 [0.519 |0.539 |0.508 [0.523 |0.546

0.6 2HH 10.536 |0.530 |0.601 [0.634 [0.619 |0.574 [0.552 92.0 6.3 7.3
3HH [0.523 [0.539 |0.513 [0.591 |0.507 |0.547
1HH [1.026 |1.093 [1.107 |1.110 [1.099 |1.208

1.2 2HH [1.276 [1.240 |1.173 [1.162 |1.092 |1.241 [1.136 94. 7 5.0 6.3
3HH [1.110 |1.061 |1.144 |[1.145 |1.114 |[1.050
1HH |1.534 |1.684 [1.599 |1.728 [1.559 |1.570

1.8 2HH [1.625 [1.699 |1.798 [1.757 |1.826 |1.701 [1.674 93.0 4.1 5.1
3HH [1.670 [1.682 |1.677 [1.658 |1.768 |[1.595
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AW

PEHEYRR(0.0025 mg/L)

/

2-1 FILIaTODSRMZ ua~ 7 T 4
(m/z 435.4—174.2)
IINIREE @ 50 pg/kg



7 Z v 7 RE

MBH

REHEVHR (0.0005 mg/L)

/

2.2 ANT7EFANET T O SRM 7 a~ b7 T A
(m/z 328.1—108.2)
IR - 10 pg/kg



VAW

4NEGA_04.lcd
(x10,000)

7.004 479.0000>444.1500(+)@1 CE:-21.0

70,000

6.00q

5.00

3.00+
200
1.00+

0.00

AR

a ADD1_05.lcd
(x10,000)

7.00 479.0000>444.1500(+)@1 CE:-21.0

70,000

6.00
5,00
4004
3,00
2,00

1.00+

PEAEVAR (0.005 mg/L)

STD 0.005_01.lcd
(x10,000)

7.00 479.0000>444.1500(+)@1 CE:-21.0

70,000

6.00q

5.00

3.00
200

1.00+

2-3 4-epi-Z/ VT R H A D SRM 7~ T T A
(m/z 479.0—444.1)
VRANPEEE - 100 pg/kg



AW
SENEGA_0died
461 0000426 250004002 CE=210

0860
050
040

030

010+

000
an 35 40 45 30

NI s

a ADDY_06ded
(6100,000)

1,00+ 451 00005426 25000+)02 CE-210
090
080
0704
060
050+
040+
030

020

010+

FEHEVSHR (0.005 mg/L)

STD 000501 bed

(6100,000)
451 00007426 2500(+)02 CE-210

1100+
080
080
070
0850
050
040
030
020

010+

000

2-4 4-epi-AF T I A IV D SRM 7~ T A
(m/z 461.0—426.2)
TRANPEEE - 100 pg/kg



7F Ak

P

s 4 g L N

Trmied. T
oy e /

X 2-5 =oavaXxH O SRMZ o~ K7 J A
(m/z 360.1—316.1)
WINEREE © 10 pg/kg



7 7Rk

s B B WL WL

B R P e L
T gt AT M

2.6 Yurz7uxVh LD SRMZ a~ k7 J A
(m/z 332.2—314.2)
IR = 10 pg/kg



7 Z v RE

Bovine Muscle CT -FFA_T [Unknomn
2480797, 0-D- | Analyst Data\Projects\FLORFENICOL \Daka 20T 2065FA wi feample 21)
Area: NAA, Height Ned, FIT: NiA min

5.0e4

4 5ed 4
4.0ed 4
3.5e4 4
3.0e4

254 4

Inkenzily

2.0e4 4

1.5e4

1.0ed 4

5.0e3

0.0e0
30 31 32 33 34 35 36 3T 3B 39 40 471 42 43 44 45 46 47 48 43 50 51 52 53 54 55

56 57 58

IR s

[Bovine Muscie MT -FFA_T [Unknonn]
248 0/ 97.0-0: \Analyst Data | Projects \FLORFENICOL Data \ 20T 206FFA i (sample 24)
Area: 142478, Height: 30099 AT 442 mir

4.5e4 4
4.0ed 4
3504
30e4

254 4

Irfensity

2084 4

1.5e4 |

1.0e4

5.0e3

0.0e0

30 31 32 33 34 35 36 37 38 39 40 41 42 43 44 45 45 47 48 49 50 51 52 53 54 55
Time, riry

56

57 58

HEAEA (0.005 mg/L)

[0 OO5-FFA_T {Unknown)
248 07 97.0-0: Analyst Dato | Projects | FL ORFENCOL Data |2T208FFA wilf fzample 177
Area: 202242, Height: 40388 AT 443 mer

5.0ed 4

4.5e4 4
4.0ed 4
354
30e4

254 4

Irfensity

2084 4

1.5e4

1.0e4

5.0e3

0.0e0

30 31 32 23 34 35 36 37 38 39 40 41 42 43 44 45 45 47 48 49 50 51 52 53 54 55
Time, riry

56

57 58

2-7 7u)lZz=a— LTI DO SRM 7 a~ k7 A

(m/z 248.0—91. 0)
TRINBEEE : 200 pg/kg




7 Z 7 RE

30-Oct-2020 16:13:04

201030_TCZ009 Sm (Mn, 2x3) F1
B 327 > 182 (ketoTCZ#1)
5.00e4
95
<l
T A T Time

IO

30-Oct-2020 16:05:02

201030_TCZ007 Sm (Mn, 2x3) F1
B 327 > 182 (ketoTCZ#1)
5.00

e4
95
2,’32
|
A
T e Time
100 150 200 250 300 350

7 h-b U7 TR — EREERE (4 pg/L)

30-Oct-2020 15:48:57

201030_TCZ003 Sm (Mn, 2x3) F1
_ 327 > 182 (ketoTCZ#1,
5.00e4

95

% L

L -

-5 ey e Time
100 150 200 250 3.00 3.50

B4 2-8 7 h-hU I TR HXY—LDSRM 7 a~< 77 4
(m/z 327.0—182.0)
WINJREE @ 225 ng/kg




VAW

11/23/2020 5:25:54 PM
768.3/733.4
10000

G000
8000

000

Intensity

85 80 85 100 105
Time, min

NI s

11/23/2020 5:44:30 PM
768.3/733.4
10000

8000
8000
000

5000

Intensity

4000

461

85 90 95 100 105
Tirme, min

FEHEYS (0.1 pg/L)

11/23/2020 4:48:46 PM
768.3/733.4
0000

9000
8000

7000

Intensity

3000

1000

85 80
Time, min

2-9 VU )=AL D SRM Zua~h7 A
(m/z 768.3—733.4)
TINRFE 2 ug/kg



7 Z 7 RE

11/23/2020 5:25:54 PM
688.3/635.5
10000

Intensity

80 a5 8.8 &5 100
Time, min

NI s

11/23/2020 5:44:30 PM
688.3/635.5
10000

9000
2000
7000
6000
5000

Intensity

4000

8¢ a5 28 85 wo
Time, min

FEMEYS IR (0.1 pg/L)

11/23/2020 4:48:46 PM
688.3/635.5
10000

$000:
8000
000
6000
5000

Intensiy

4000

8.0 85 9.0 $5 WO
Time, min

X 2-10 EXY 2 ADSRMZ a~ 7 J A
(m/z 688.3—635.5)
WINPREE © 2 ng/kg



7Z 7Rk

1/7/2021 4:05:33 PM
456.0/42.0
14000

13000
12000
11000 A
10000
006

2000

7000

6000

5000

4000

- !
2000
1000
3]

Intansity

20 30 4B 5D 80
Time, min

AINECE

1/7/2021 4:13:07 PM
456.0/42.0
14000

13000
12000 391
TG00
10000
9000
8000

Intensity
g

20 3¢ 48 50 &8
Time, min

IRHERRE (0.005 mg/L)

1/7/2021 3:35:18 PM
456.0/42.0
14000 \L

13000
12000
11000
10060

388

Infensity

S
20 30 406 58 8.0
Time, min

2-11 "MV HKFTFTARYJJLAJIKRLD SRM 7 v~ k75 A
(m/z 456.0—42.0)
WIS © 100 ng/kg



7T 7 e

ECDT A, (201028NANZ010ZENA 2020-10-28 17-00-0016F 1701.0]

cis-~IL AR trans--~)L AR

. vy

e, ]

T

T T T T T
225 23 235 24 245 25 i

NI

ECDT A, (Z01028NARZOT0ZENA 2020-10-28 17-00-03%01TF1E01.0)

Hz ]

450 ] cis-~ L ARY L trans-~~/V AR

400 \l/ \l/

250

225 2 75 2 245 2

FE HE 7 i2(0.01 mg/L)

ECDH A, (200 W2010Z8NA 2020-10-28 17-00-0I¥020FZ 10107

cis-~<JL AR frans--~/L AR

R
LA

200

225 ié

2-12 cis-~L ARU U K& N trans-- L AN D r7a~ 7T A
IR EE 50 png/kg



A TA W

DA

<—

00 AN J

P HEPR 2(0.001 mg/L)

L=

601 1132

V

1 J&

X 2-13HCB®»Z7 u~ h7 7 A

BN

5 ngkg



A AV W

TOD1 A (210120042 101200K 2021 01 2 17 55 4030353501 D)

y-HCH
. B-IICTL
A7'%501
Ty

‘ a-HCH

b |

Y

/I\Jbl ot ) H.J\\IL.. [ (Y R WA S e,

cis-A7" 49 IR F YL

trans-A 7" SYAL T 4
FAMNYY

by

pp-DDE op-DDT

pp-DDD

pp-DDT

AR T

AINECE

ECDT A (2101200K%2 01200K 2027070 1 7-55-40W036F31

o-HCH

2|

i
’w 8

A7 %50l

| yhicn
l TNy
|

l
\Iv‘

f |
um wJ r

B-HCH

]

[ESSNALD

cis-A7 490K IR Y
trans-A7 49O TR E VL
pp-DDE

l FONYY

| |
‘ ,J[Lﬁ ,ﬂt ] ﬂ rL\

op-DDT

REHEYRIE (0.0005 mg/L)

ECDT A (2/01200K#2 01200K 2021 01 2 17 55 A0%0333301.0)

o-HCH
v-HCH

A7°490k
A

B-HCIT

—

cis-A7 4YRL TR Y
trans-A2 #7ALIHR £ YA

pp-DDE

l FORY

UMYy

2-14

vHCH®D 7 v~ k7 5 A
IR 10 pg/kg

92

0,p'-DDT, p,p'-DDE, p,p-DDD, p,p'-DDT, 7/V KU > T4 KU T2 KU
ANTHE B Cis-NTH T )V TRF Y R, trans-~T X 7 1)L R X 2 R o-HCH, B-HCH & T}




7 Z 7 RE

ECD1 A (2107200K% 207010 1756100070707 )

rans-9ALT Y

cis-7ALT Y

N cis-/Fyak
trans-/F 4Rl <

IR

ECDY A (Z101200K% 070K 2 1-01-2D 17-55-40700EF0801.0)
Nom. ]

00
20

00~

trans- AL T

0 ! cis-JALT Y
cis-/+90
500-
trans-/F 90

] “ [ r “ [
0] “ ﬂ’ ) ‘H{ ﬂ\
YA NN N U N J e

FEHEYAHR (0.0005 mg/L)

ECD1 A (2107200K% 207012 175 )
Nom. ]

900
800

w07

1 trans-7ALT Y
0 cis-o0 T

| Mg cis-/4a
500

) l trans-/ 1504 \L
4009 i

bl
| J\L/ |

w0l | ‘L*JL_‘ F LJ LA - S B
1004
10 i 12 1 f 3 i3 i7 a

X2-15 cis-Z a)L5 o trans-7 1)L > cis-/ 7 a) Kk Otrans-/ 7 a7 o~ 7 T A
WINJREE @ 10 pg/kg



ALY

[13C 2]PCB28
MBP-19 - /
g PCB28 "
wm Rk WINGEFONEEHEY E (10 pg/L)
PCB23 [°C1,]PCB28
MBP-19 s
l / /
BEWEYA i (5 pg/L) PEMEPR U (S ng/L)OWEEHEY (10 ng/L)
PCB28
MBP-19 . [FCi]PCB28
\, 12%/ /
3 7 “H & Time .J‘.— = 5 | Tiema

T IREONEEEY B (10 pg/L)

2-16 PCB28 ® SIM Z7u~<h7 5
(m/z 256.0)
IR 1 1.2 pg/kg



VAL TR EONEEEY E (10 pg/L)

MBP-70

[13C12]PCB52 \ n

Tierw 4 T ¥ T T T T T T T T T y Time

AYIER S WINREOWNEEHED (10 pg/L)

W21 1
PO1I1IR0 Scan FOINIIZ0 SeanEle

. MBP-70 <

PCB32 [3Ci2]PCB52 \

1B03 1852

T T 7 7 T T T T T T T T 3 Time £ ? T 7 T T T T T T T T 2 Tame.
1300 um 1500 W oo 1000 woo 1300 1400 £ 1600 () 1800 i)

FEAMEE (5 ng/L) FEMEPR (5 pg/L)OWNEEHEY B (10 pg/L)

mPCBS mPCHS

PO111E SeanEle T SeanEle
2839 02
o b 15003

PCB52
['C12]PCB52

\, 1878
1620 1827

e g T T T T 3 T F T T T , Tame. 3 T T T T T T 7 T 7 7 ¥ 3 Time
1200 U 1500 %00 1700 1800 i) 100 1400 "o 1600 e 1000 woo

2-17 PCB52 ® SIM 7~ h7 5
(m/z 289.9)
INGRE 1 1.2 pglkg



ALY TR EONEEHEYE (10 pg/L)

(= NCIOTE $0mPY

MBP-111
[13C1,]PCB101 \L
’ PCB101 y

ANYIER S HNEAE ONEEHED (10 ng/L)

[IFE] W21
11!

POTII0 ScanEle POTITRO ScanEle
3268 3378
N £ 1 20003

PCB101 .
['3C12]PCB101 \L

I L

1861

2 Tame.

FEHE (5 ng/L) FEMEPR (5 pg/L)OWNEEHEY B (10 pg/L)

WPCBS WPCBS
PO111I06 Scan B3+ PO1I1HE ScanEls
iy 379
1 1000 b 20003

PeBIol MBP-111

l ['*C12]PCB101 \l/

#| 1950 #J 0%

2-18 PCB101 ® SIM 7~ h7'7 A

(m/z 325.9)
TN 1.2 ng/kg



T IREONEEEY B (10 pg/L)

Scan Bl
7.8
200e3

ATV TE v
' [13C1,]PCB138
[13C12]PCB153 MBP-159
" . 2277 2\5(9 M
PCTS-?’ PCBI38
ok WNEEFONEEEW (10 ng/L)
[13C,]PCBI138
PCBI153
l PC]]:”S [1°C1.]PCB153 MBP-159
FEAHEE (5 ng/L) FEAE VI (5 pg/L)OWEEHEY E (10 pg/L)
[13C1,]PCB138
PCB153
PCB138 [13Ci2]PCB153 MBP-159

2-19 PCB138 2 (X PCB153 @ SIM 7~ h7'F A
(m/z 359.8)

TRINPREE 1.2 ng/kg



TR E 77 TREONEEHEY (10 ng/L)
v i MBP-170
[1°C12]PCB180

2638 / 2150

* *
| PCB180 - g
anm
aror
789
§ Time 3 Time
2600 %N %40 %60 HEY nw nw man e e w00 ELL %N %40 %60 HEY nw nw man e e mo

UNIIEN S BB OWNEEHEY (10 pe/L)

W3 W3
PO111320 SeanFle PO111320 SeanFle
B e 13 o
["C12]PCB180 MBP-170
PCBI180 e l l
638 s
* 2639 *
214
739
2788
§ Time 3 Time
600 nn w4 2660 %80 Fial nn ma e Fid ] w0 600 nn nan 2660 %80 Fial nn ma e Fid ] w0

P HE s (5 pg/L) BERER (5 pg/L)DOWNEEHEY BT (10 pg/L)

mPCBS mPCE-S
PO111306 ScanEle POT11306 ScanEle
3918 4058
9 o | 0o
[3C12]PCB180 MBP-170
PCB180 l
l 2638 l
#| 1 2150
2638
3 Time 3 Tume
00 | WA MAD | 2660 280 | 200 | A2 | 240 | 2T | 88 280 W0 22 4 | 260 | 2680 | 2160 1A | 2040 | 2060 2080 2600

2-20 PCB180 ® SIM /1~ h7' 7 A
(m/z 393.8)
TRINPREE 1.2 ng/kg



II. 7 HEFERERE 2

2R D STECTHELRR Y X 7 KB 3 5 4%

T ®BET



T2 AR R R T B R A SE R e B (R dh D 4 4 e O HE o DF R 3 3 )
) W 1 £ i i H o0 KRR SR o 72 8D o BF 5E
MR EE Bib E (BERKRE)

oy FH I T s &
2 D STEC{HE Y U A 7 AKIIZ B 3 5 #fF 38
ey TREHE v ELE KSR RS AT

WroeE s

P STEC 5L ) A ZAKIR D 7= D OWF e % FEfita L7z, 1. “FEZ o> STEC Fi4 Tid., 2020
11 AG 2021 4 2 AIZ 7 fiigk D10 6 EITHEA R 180 FAIZ DU T 7 Mg HE
(026, 045, 0103, 0111, 0121, 0145, 0157) @ STEC %% & L& & 1T -1, Wlk%
W%, ~VF Ly 7 2D TV Z A L PCRIE, MIEERE BRI L OV AR R R
|Z°C STEC D@t « A T 70, F7o. FRHCAERBO AT o7, ZORER. 1 BiE
235 STEC O0157:H7 Ny S7=y, 1 RIEOHRTH -T2 LD v v OFESCMER 72 & 0
B oW T ERITITIES e ho 72, STEC 0157:HT 345BfE S L= B B W TERE B
HBHIEmMEZ R L2 Z Lnh, U RPRERIOER O RN B 2 bivie, £z, 2.
FROHEBHREORGFT O HIZ, HBIEE LT, BMEomERRRA], 70 ) ok lithS
e hY oL (KREESRREY —), FEox= ) —L (ZmF A7 ra—)L) iR, 4
PR KO IRER P o> STEC VRIFIR COHBNREMGE LTz, Rk E LT 0 7iHa)
RGO B AL, STEC HEMAFRIZE N T HIHBIKOELZ T Z &1 &0 EEIIR L B 2
RO LT,

WFzets 3 G4 o STEC FEMFZEIZ DU T)
v E R AR AL SR B 22 2 R A A A A AR B K

A R R T E R A TR A AR HHEARIA
- R R R R A TR A R Slictisera
K T £ A i A A A T A f—
REA IR fr PO A A T PSEESS
ESRVAVSE ST L C e Rl ) THEHSE, AALHA . BAET. ST
A, BFFEHEHY ENOIREES LTV D, T, KETI

WES DS CORMPDOFTFBEOFE VL BE MMM E GEE R EAENERIGE
HARBENE X OZERBEERE T X 5 fdamt Shiga toxin—producing Escherichia coli;
REDFBOT0, W ~OF 4 EL  STEC) BT HPIEXIROOE 2 E LTHEA
B TWD, B, KEA~O#HIZ 20056 0 STEC RAEZITV, B L7z B g ic o

99




W CICKE M I 2 TE R0z, Bl
TEXERN OB TREHANT IZERH LT
%o FFIXZBERM DT EMMO &N
EREMTHY | ENTRROITZED R K
BRI T L E, BRRLEIC X
DEFEREZZ D & MBI LR D B 7
59, IRMIBRBE FIEIC L D BT EOR
HEFPRiHE A L o2 BT mEINTEEHH
DS OEH & ATREIC T 5 2 L1, ENAE
F OB AL EE PSR DMK 72 A2 pE - BEE
EBICLORNL Z ENHESh D,

B2, ENERLE RIS
W, AR AIFR I O STEC (2O TEMERY -
ERAMRE AT S, HiEEL LTI,
USDA/FSIS DikBRikx ZEICEEBERERL
I« KIBE 0 U FRHo A7 ) —=
VT BT, SYBERR O ISR, FE R
DM AT Z L & Uiz, £, K%
EANZDWT, BRSO IAR R b o
STEC {#lEHR COHE BN R A MAEL . MZ T
LN TORE TIICHGET 52 & & L
77

B. WAL

1. FFE o STEC Fi4

2020 4F 11 H~2021 £ 2 JIZENOAERA
RAEFT 7 22 FTZ T, U 180 BN DT
U7 wdTolz, TR, SRR, 7
Vot Lz fboffmeR1 -1 &K1
— 21277, F7-. STEC O HDEIIZD
WTEMR 2R FEEZK 1 — 112, &
B FiEEZX 1 — 210rd, £, &
PERJIC STEC 2R L. MR NG D556
\ZEEZRRM A L, [FRICED 5 F
NECHEH 24T o 72, R & L7z 0 MiFHEE,
026, 045, 0103, 0111, 0121, 0145, 0157 M

100

7 MIEREE LTz,

(1) &HHTOME
BAEORIUL, MBI f72 Db v 3
BN ES | KAFOoBEL, BELE
Fe 2 E N FEE D DR O E O 3 FET &
O, JEE /K TIRIE L7230 em X 30 cm B
AOWHE L= —BE2BEESELZ LICK
S>THToTle, Vo7V o T EiTol—E8
X, ERERBEE AR = F LR (F
YTV TNy ) AR, ESLERE SR
AT AR TS AT 2 £ TR EH LT
2~4CTHRIFL, Z7—NERFEIZE-T
[E] 37 B 3R A B A AR R T ~ 6 A S T
(2) STEC &M 71k L O R E
1) HEDOFHR

iR, BRI 2 ETKkEL LL
IZACIRE SN TV TRy Tk
HEEGHIIZBAEN L. Modified tryptone soya
broth (mTSB) 250 mL ZMlx., /Ny 7 D4
2o X FTHA, RIFIKRE LTz, 20K
R 6 3 mL & A EGHIE RIS L7z,
¥/, 1 nL2F =—7ZH Y DMSO 0.1 mL
Z NI —80 C THREIRIE LT, S HIT FEY
DORRIE % EPERF X OvE B0 2
Lz, "B AT 2FTKESL LIZ4AC
WIRE LT,

2) EREBOFK

AR 2 10 REBEBCATIRIC T 107 Ak
FCER L, MIERREIRIL 0.2 mL D& 4%
PEFEREEH 5 BUZE®BER L, 107 B LT 107
TR IOV TIE 0. InL O A FEHEFER B
Mz ZNZi 2 BT DB L, 37°C T 48 I
MEBEZITV, AR =—05 8 E1T-
77

3) EPERY7R STEC 7 MLVEHED K H
EMER RN FEORNEK 1 — 1128



R

3—1) KM 5D DNA
BRI 7Y IRy T OFEE,
42+1°CC 15-24 KRB & 21T o 70, 2T O8:
LN D DNA 7 v 0 U Bt 24T > 7=, 5%
FiK 100uL 2~ 7 aF a2—TIT A,
10,000 g T 10 spfl oL, EIEZ Y Br
&, 50 mM DKER{kT F U DA 85 LK
WL, 100CHOt—h7 1y 27T 10 45fH
MMEL LK Cam, IM Tris-HC1 (pH 7.0)
Z15u LML CHFI L7, 10,000 g T 10
yRE D L B 100l 2 L~ A 7
nFa—7ICBL7cb D% DNA iR & L
72, ZODNA K AE~/LF T Ly 7 R
TIVEA L PCR DT 7 L— K ELTHN
77

3 —2) STEC 7 MO~ NLTF T L v 7 A
U7 A A I PCRIZ L DHIE

774 ~—% v k Assayl (stx/eae) TiX
NoERBEL T (stx B BLOA U F
U H NI ERIES (eae BInT) %
Assay2 (16S/0157) Ti% 16SrRNA #Efis18
X V0157 #fn 1%, Assay3 (026/0111) T
1% 026 {513 L0111 #EfsF %, Assay4
(045/0121) Ti% 045 Efnf3 L O 0121 &
{5¥%. Assayb (0103/0145) Ti% 0103 i&
BB IO0145 BIn 2R+ 5, 774
~—tv b FIA—BIOTR—TD
MAEDEL XOESZER 1 — 3ITRT,
SIS W 1% . DNA fh iR Sul . 2X
Environmental Master Mix (—F7 1 v
vry— VAU T 4T 4w 7)) 12.5uL,
TIA—BIOT e —T %A, Bk
THARF 2/5ul 2D EHICHBL =,
Assayl 75 Assayb OSRIR O AEE L
VEEFER1I—4—1206FEK1—4—5ITR

101

T, UTILE A L PCR ORISEMIFE, 95C
TL053Z& 1A 7L IRWTI5CT 157,
59CT 1 pOflAGDEE 46 A 7Lk
L7=, Z OHEMESIE Applied Biosystems
7500 & HWTIT o 72,

.74 ~—F v b Assayl (stx/eae)
BB LW Assay2(16S/0157) THIME 21T > 7,
ZOFfER, WTOBEFTHREDSEA
IRt &HIE Lz, stx MinFRRrEE IR
eae BT I2METH 505, 0157 BB 1Bk
DY, 0157 FUR DRI ©— X%
LIFD3—3) OFIEIZ LIzh > TYT o7,
stx B FBHEND eae B FBHIED LA
X, 794 ~—% > b Assay3 (026/0111) .
Assay4 (045/0121) . Assayb (0103/0145) %
AWT, Bk &[RRI 7 v 5 A L PCR &
ToTce ZOFEER, WTho 0 FEOBEEF
THREOHEIFRE L HE L, WTh
MO 0 FEOBIS T CTHMEDOSE . BtEHE
Lo 0 BEURIC K D B — Rk
ZUTO3—3) OFMEICLIZD>TIT-
7o
3 —3) STEC 7 My OREMSR ©— Ak
(2 & 2 F K ONSIRER HilT X % LA
TR B — RN el B — X 026,
045, 0103, 0111, 0121, 0145, 0157 TA=HF]
(7T IRAEH) ZHW T T2, A
JaFa—7\225ul OHMET S 0 B
ROFGIERR E— X LRI 1 ol & AR
HRERFI L. S 512, 10 79 2 & ICHAEIEFN
L., 30 S SEle, ZOo~A7nF=
— T~ IR F v I AL RIZky FL,
50 AE S, EiiafREL, WE L
PBS ZW\iL2 Z LIZH Y B — A DY EAT
S, BOVIRLIEHFLEE, E Ny 77—
(FMiE7 V7 2 5 g, #EEAST R K



WCHRBL L AL 0. 2um DT 4 L HZ—THif
W) 1 oml (ZERE L2 b 0 & B — XRRIEIK
L7z,

BT, FRALEE v — IR & ERL L 72,
B XD 450 uL A~ A 7T a
— e INKERE 25 u LICINZ ARV T ¥
JAIFY—THIHEL, n—7—%—T 1
IR SO S H 7

E— XREIK A ENy 7 7 — T 105 &
O 100 AR L, AARHK 100 u L 28 7 «
X AT LR (CT) Y L E h—L<
v 3 F—F K (SMAC) Bl LN CT-27 =
£ 7 H—STEC B 1D 2 e >k Lz, B8
JUER B — XIRIBIRIL E Ny 77— T 2 58
F 20 fFIC A L 7218 & CT-SMAC £ Hiids &
O CT-7 1 &7 H—STEC BiHh 2 ¥ >tk
L7z, 2B % 361°CT 18—24 WffifHss%
L7z, 2O EICHGE L7-ED LW
an=—(CAL T, U TFomiEEEERRL
KT T v 7 REERREIT 12,

3 —4) STEC 7 MiE#E o Mkt X
T T v 7 Ak B

MyE#E 026, 045, 0103, 0111, 0121, 0145
B Z V0157 D IF L, IR RN #9022 fLih
ERF) (7o atkAstt) 2 v, 026,
0111, 0157 DT 7 v 7 ABEERERIIA T A
NZ 7 v 7 ZEEEFOGIT X 2 RIGH 026,
0111, 0157 HERIFIE E.coli 026, 0111,
0157-F M) (7 v kX)) 2T
1Tolz, £70, 7T MIEREICEERABR LB D
WZOWTIE, SEIZSE U T H ftRORER %
7o, 612, VT AEALPRRIZED
eZB¥s L ORefled (MPN) ¥EIZ X % & &1 7e
R a1T 572,

3—5) = =— STEC 7 MyEEED~ /L F
T AT H A LPCRIZE DHE

102

g =—% 50 L OWEKIZEE L, i
WIREER LT-, 20 an=—0RiEiRH
H2ulEz~vA 7 uF2—7I2& D, 100C
De—h7 vy 7T 10 SEIME LK TA
% Lz, Z41% 10,000 g T 10 Fyffo L,
FREEPR A /K I L C DNA flH 21T - 72,
Ot AT 7 L— LT, Assayl B
JOHMET D 0BT LD T4 ~—%H
WT, 3—2) LRERIZY 7V A L PCR %
1To7ce ZORER. BBIHEDOLE XM L f)
EL, BHEOEHAIE3 —6) OIEBRESH

I & B WiER AT o 72,
3-6) =u=—ERIEN DD 0=

HHE

3—5) OBEWIEOEY O 255, &
Tryptone soya agar (TSA) |[ZHE#R L. 37°C,
24 WFIRE R 21TV, 2 =—Z HAEL -,
an=—%UFDOYTNVEALPRBLR
PEIRFEFR D 72 D DAL FRI BRI L 72,
3—7) Hiff L7222 =—0¢ STEC 7 IfLiF#E
D~NVFT Ly 7 AYTIVE A L PCRIZE
2 E

3—6) O Ran=—2hb 3-—
5) &IAERIZ DNA Z 8 L, Assayl B &
CHBIETD 0 BECHOWT, 3—2) &
BRIZU 7V Z A L PCR THERR LT=,

3 —8) STEC 7 MyFHED AL 7RO B
7 RUbE, bR X O EREORE L O
T APEA, WAL FBEAZBIET D701
Triple sugar iron agar (TSI ZEREZHH)
e, U UBRIEIEA, A R —/V A E
gk 2 Bl 29 5 72 12 Lysine Indole
motility medium (LIM E2Hh) OEZEZ1T-
7zo 7%, STEC DAL FRIER Z# 1 — 5
Vg, BRIZ3 —7) DU T LZ A L PCR
Wk L7 =—2 AW TiTo 7, TSI EX



TS IOV LIM 51 C 37°C. 18~24 FRffEj5s
BEATO, WOMRE MR LT,
4) EEMZ STEC 7 MIEREO#H
ER e FEORAEZRK 1 — 2125
R
4 — 1) STEC 7 Miy&#ED MPN &
MEEHERBRE L OT 7 v 7 AERERER
&0 HEERGME & Il L7, KR 1 H
HIZ 4°CTHRAF L TRBW IR IR E TR & H
W, MPN liEZAT o7z, mTSB IZL -T2
AREBERE 3 AT OER L, 42+1°CT 15-24
H#Fﬁﬁt%% Lflo

HHEE DS FR D & LT R 2 AV T

Assayl BELOHWETDH 08D Y TV 2 A
L PCR 4T o 72,
4 —2) STEC 7 M{EFED~NVF T Ly 7 X
U 7K A 5 PCRIZ L DHIE

M4 —1)) CHIELI-E®RK 25 ul &~
fr7aFa—TIlcEY), 3—5) EMHERIC
DNA ZZdh L. Assayl BEXOHAE T2
OREIZDOWVWT, 3—2) EEREICY T L&A
s PCR CHEFR LT=, Assayl BFPED>D 0 BERS
PEDOLE ., BEHIE & 72572 0 BEUIRIC &
DR e — RIEE T T2,
4 — 3) STEC 7 MiFRE DR B — X1k
2 X DR L ONRIREE HiLC K 2 B

3 — 3) ORIERR E — Rk (BBLFEIIAT
DRV ERIERIT, WM L. CT-SMAC ¥ Hids
KON CT-2 w7 4 —STEC Fiih 2 o9 >
PRL. 36+1°CT 18—24 WefHiEEEE L7,
O ORI EIZEGE L2t Luvar =—
LT, MiEEERBRBL T T v 7 R

-—
—

BEEERER 21T o 7=,
4 —4) STEC 7 Iy HED I if BB E X
WF T v 7 AEERER

HRI LT % 0 BEPUAZ VT, 3—4)

103

& RIER D FINEIZHE - THEEERBRIZ IV T
BEMRON-ae=—%, UFOU TV
ZA L PCRICK DHER AT DI,
4—5) aa=— STEC 7 fLiEHED~/LF
Ty 7 A T IVH A L PCRIC K DHIE

3—5) LRk, 2 r=—% 50uL ®
DR 7K I L ik 2 AR5 L | DNA & 0
HH L. Assayl BIXOHME 32 0 #EIZD
WT, 3—2) LIRERIZY 7V & A L PCR T
s U7z, Assayl Bt 0 BEEG DB A
3—6) EEMRIZIERIRETMIC K 5§l 4
1To7,
4—6) oo
HHE

4—5) OREHROEY O 25l % 3 —
6) &IRIBRIC TSA BEHCE#RE L, 37°C, 24
RIS R 21TV, an=—Z L7z, =
n=—%LIFDY 7% A L PCR B L OWE
W D 1= D DA LRI L7z,
4—7) HEEL7-aa=—0 STEC 7 MIEHE
D~NVFT VL7 AU TIVE A L PCRIZE
2 E

4—6) O ar=—b, 3—
5) &IAERIZ DNA Z 8l L, Assayl B &
CHBIETD 0 BECHOWT, 3—2) &
BRIZU 7V Z A 1 PCR THERR LT=,

4 —8) AR IR R

3—8) &HIERIZ, TSI EXEGHII LY
LIM B5HilC X 2 PR iER 21T o 72,

5) stx BT BEDD ecae BIoFBEMED 7
17 AFR O K B 0 4y B

FFE1) b 4) o—#EOMREHIEICK
WC, 7 MIERED STEC Ny B S /e -7z
HEEBERIKIZOW T, MEEETOY T
VB A L PCR DFER E BB 2 KGED
LINED, e EITo7, £9, 1) T—

—IREIE DD =—



80°C THUREIRAT L TRV IR & iR TR
WL, ZOEWE00uL 2% LT4.5 nl O
TBS Z#/Mz. 42+1°CT 18 FrfEIHEE LS L
Too T OHEREERE AR OMIERE 2 v
T3—3) &RFRICAREE—XIEIZE-T
PEEEIT o7, 2O —XBEIKITE Ny
77 —T10° £ T 10 fFMEBEAR L | AW
WRZENER 100 L Fo% SMAC KgHh, CT-
SMAC 537 v =& 7 #—STEC K5Hh, CT-Z7 &1
£ 7 A —STEC BEHiiz 1 M >8®Ek L,
36+1°CT 18—24 BRfijE&R L=, 2N bHD
Bedh BICHE L7zt Lo =— (2B L
T, 3—5) LIAERICY 7 vZ A L PCR %
BIlrot,

ZORER. BRI LT3 —6) &
[RIERICFEERIREE I K 2 BB 21TV, 3 —
7) LRERICHEBEL/-an=—D U T X
A L PCRICEDHEZRITV, 3—8) &
RRIZAAL AR BR 21T o 7o,

2. THROHENR OB

(1) BEE

026, 045, 0103, 0111, 0121, 0145, 0157
O 7 MIERED STEC Z x5 & L, [E7 &I
B AEMSEITRA L T2 EE (ESCI7,
ESC425, ESC469, ESC530, ESC545, ESC548,
ESC555) A fial L7z,

(2) PRk,

kL UTET 2 4FWIE. NEIEND
WA L7 vy 7 W (BINE) 2 v, Z
DTy JHEKL b em A, JEZK0.5 cm
(#120 - 30 g) (7 V=2 _UFHNTHE
BRI D 43T 72, B0 i 7ok, &
EAME LT,

(3) HEREEEIR DO

PEREAIRIL, REED ) ¥ BRI
FRRASNL TV DLREKE, £ 10

104

ml. @ Tryptone soya broth (TSB) IZHEE L .
37°CT 18 MFMFFEREE L= b & Hn i,
NSO %Z, 4°C, 5,000 rpm, 15 53
L, BE L7z PBS F 7213 TSB 12 FF iR
THZEE 2T b DO BRER S L
Too RBREATH ET, ZAHOHEIKITK E
H LIFACTHERT L ETRFE LI (BRE
3 H).

B, T SR EE T OB, R
FIE TR LTz, BRI PBS 1.8 nL &
6 AT 10 fEREBEATIR 21TV, 107° AR
WETEFERL, 10° MR B 1x10°
CFU/mL) 3 Z OV 10 #Bik (R 1 X 10* CFU/mL)
0.1 mL §°2% TSA B LY vE 7 A —STEC
(25 FICBER L, TSA 13 37°C T 24 H§fE, 7
1€ 7 A —STEC |% 37°C T 20 ¢, 5% L
AR LT,

(4) HEROFK

IR ZBEET D HERIT, BEOHER
& LT MEdn, N5 ok B ( IEFn
34 FEAERERE 370 &) IR 25 4
LIBRIZ i\ BRI & LTl 2358
S imEERR A2 T v h VO HEERIR
& U CIRHRE LT IS FRdk S nUienil & 0
WRD LN TWDIRERINY T H L kI
FEET MY U A REERRY —F) &2,
PEDOHTRIR E LT EREWIRINM TH %
TH )= (= F T a—)v) & T,
B VHERAREOE pHIZR 2 — 1ITR LT L
NT, WHERRITAI pH 3 2D 4, WRALHEERR
T U TAITHK pH 9, =& ) —/LiEK pH
6.7 ThHol,

WFEEE RN [ 2 A XD — (KRR EE
i) (ZZE 70 A FkAtt) | GREERE 6%,
AL KSE 8%, WEIE 32%. /K 54%) &
Wz, B L7 (BREK) TR LT



100,
L7,
WHERBE T N LT TEa—F v 7
A (FERBHEA—Y T v 7 R) | Rl H#E
2 N U DL 6%) & Mo, R &
[FIERIZ, JREE L7tk (REK) THINL T
100, 200, 300, 600 ppm (ZFHE L, fETL
77

& ) —MIEEH S 7 — A [ad )
A - M) UNBRESSERRA ) (15°CT 76.9
- 81.4 vol%) W, MFEHREE TR L 72,
72, xR VAR I A K & W e,
(5) VHEEHLD STEC ~DEFEZN R OMGE
1) PBS BREIHIK COTHEIK DRHF
HEIRB L OEKIT, Bl FiEICiE-
THERLEZELOEHR L, MIETH 54+
PR S D IRAE DO H K (PBS ) (2D
T, HHEBERODEOMREIT> T, BHEE
el LOWRHESR T MY oA XEbickD
{RVVREECH 5D 100 ppm DL THRERAZIT -
77

BHIKAE 100ul FTHORYZAF LU Fa
—7 (PSTF=a—7) kL, Rz Ll
T25F TKED LT 4CTRIF LT, B
MA-ST- PS F2—TICENEFNDHEFEIR
210 mLiRINL., By T 1o 72X ViE
B LT MER RN 30 F7%120. 1 mL & V0 |
Z DOJFIR % TSAIZEHR L, KDY 1T,
0.9 mL @ PBS 4 A% HWT 10 f5REEEATIR
ATV, 10 AR E TAERL L, JFUE B
L0 AR 0.1 ml 3°2% TSA TR L,
3TCT 24 MpfIEE L, = v =—HGEH & A1T
Sz, HBIKROMEIL, ZOFEOR R
BHE LT,

2) TSB W EE K COHEEIR DN E

(1) PBS BEMEHIK COMHBIKDONE] O

200, 500, 1,000 ppm [ZFH&ELL . fitEk

105

PBS ORIz, AW EE 72 TSB 1T
ZIGHE L, FIEFR O A [ 1) PBS MiE
K T OB DN & RIRRICRREE L7z,
(6) {HTFIR D ATEYE STEC ~D %N FDORGE
1) THFK 2 RIS FZE OB R
THEIKEZE ONRE OB EEK 2 — 1
RIS, iR, BdRo 1(2) 4Rk
D HELE - TEN Y 53 F TR & Ve,
HiRIL, Fikoo 1(3) #FEEROFE o
JFEIZHE > TYESL L PBS IZ I L 7=,
P L7z 1 ROPTEIC 1R ERI L,
% 10ul 325 BT (At 50ul) (T8
FEL., 16 oRIERRAFT D LIk > TH
WERRCRE ST, ZOEBREE
4 EERL L | 3 V) L 7277 B A B L [ E
L. MR Z LICAHmERE 2 BIEE L, H
BRI NIE D IRVIREBIC /2 2 £ THE T
5 4y S CToRBE T IHRIR DRI %217 -
77

FRIBD OB EZI L TERERA b=
o I —4RIZ A, EREIURIED 10 {5 &I
25 LTI EFE D PBS ML, 1 4
AR~y I—%IToTbDEIHAE LT,
B, WMEERRIC L D HBLEOLE AT,
0. 1% DF AHitlfgF+ U o A THFILTH
BA MYy I—%ToTe, ZILHDOHAA%E,
ZFHEHN 0.9 mL @ PBS 3 A% AT 10 £%
BEBATIR ATV, 107 AR £ T2AER L 7=,
FEAERRRARIZ OV T 107 0 5 10 A BRI
0.1 mL $"2%  MHERRKRIZOWTIE, K
25 10 ARG 0.1 L 5%, TSA L7 1
ET H—STEC ([ZB®BEE L, 37°CT 24 KefilhE
=Lt LT,

2) VKR 10 EIEFEZEDOBhE

1) HEK 2 R OZIR ] ORI A 10
M L, HEIROHEE) D K S 10 53[#



IHER L7, & B2, BIEZHIZH > Tl
V3T 5 HE (BRWERE) T a0 ed
DaEMELz, ZOBKORETIIE, T1) H
B 2 [P DRI ] ORR L IZIER UK
T XL,
IhHEHWT, 1) WHEK 2 EEED
IR LREROFE (K2-1) T, EER
& 10 BHZEE L CTEZEDRORBR AT
VN ARRICAAI A ER L. W ORI T
277,
3) HEIRIREOZNE (RH)
HRRIRIEON RO IEEZK 2 — 2
R, BiikE, BdRo 1(2) Rk
D HELE - TE Y 531 F 72 W% iz,
I g i-miRic, T1) 3K 2 [ErEED
R EFBRICHIREZ R L . HikEIRE
SH, ZOEBEBEZREE Y b
T50 mL OHFIRIZIED THHRL RIS
L&A 20 AT 10 B DR LTS, HEIK
NRNEHIRVIREEIC o T2 b D E A b~
o A=A AR, T1) THFIK 2 [EEFEO%)
R ERRRICHAIZERLL B R 1T o T,
4) {HFENTFELOBE TR L)
(1) HFIK 2 [EEFEONR] & [FERICH
IRZNTERICHI L7215 ek 2 ER L 7=, T
FREEZET RV, RIEZLiczh
ZNOWEFK 20 nL 2>V 2 T5E (&
51100 mL) 2MFHR L& T-7 (K2 —1),
FAIOERIT, TR L b eI KO0
FRIZATV, [1) VHFEIK 2 BIEFEOE )
ERERICHAAN A ER L, FHEEITo 72,

C. MWFFERS R

1. FFE o STEC Fi4

(1) Am%
ETOREBOEFEBOFEREZHRM A | i
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Rl T B I OFOFHRE L bIZE£1 - 612
AT, BRIROAREENT, 750 CFU/cm® 2> 5 3E
Rt (0.11 CFU/cem® Kjif) £ THY ., flED
Eoox I k&, EHEEBHE SN
7RV 27 BEZ B2 163 BHO ARSI 12,2
+63.10 (SE+SD) CFU/cm 2 T 0 @R
% (CV) =5.17 Tho7= (X1 —-7),
MERECHE T 2 &, AT 1B HHDO O L
AR S 22 BEABRV 2 96 B
TIE 16.1+79. 15 CFU/em ? (CV=4.92) T
HDIZXF LT, A AL 62 HHD 5 HAFEEMN
i S7eu 5 BHA BRUN 2 57 BHCIL 5. 6+
8.07 CFU/cm ? (CV=1.45) Toh o7~ (F1 —
7)o AADHNAAL Y AEBOMENEL
FDELOENRKRENVENZTD, L,
Z A TlE, 100 CFU/em® 2B 2.5 7 08, W
& B19 (11 H 16 BIZHH L BEMME, 30
H. EBA) M5 750 CFU/cm?, Mk B24
(11 A 23 HIZEHM LI=t8FFHE, 29 7 A |
EBA) HS 171.7 CFU/em?, FfA B57 (12
A7 BIZEM LIt EffE, 29 A, £
) /35 119. 3 CFU/cm?) . #fAB94 (1 A 12
FCERM U7 20MiRE, 27 0 H ., £84) »
5 107.8 CFU/cm® 23R <4, MEERFT O
180 BE 1 4 5H (2.2%) 73100 CFU/cm® % 8
2T BRI, TS OEFHBOME % B
WA A 92 BHCYERERS LUV SD AR L
7o T DFER . 4.3%8. 55 CFU/cm ? (CV=2. 0)
L720 A XD 5.6+8.07 CFU/cm 2(CV=1. 45)
L LVMEE 72570, &TOMRIKDOAEREK
I%. 100 CFU/cm®* Z 8 % % 4 BHOfE ZBRV M-
149 BHCH 35 & 4.8%£8.39 CFU/cm?
(CV=1.76) &72o7=,

Uy OB OAERER L — TITRT,
BRI L OBEMBOMM & I T
E2S 2 HiTo ORI & L TREVVE &



720 TR EFI 20.4%104.58 CFU/cm?

(CV=5.13) .67. 0+£66. 50 CFU/cm?(CV=0. 99)
Tholz, ZhbHiZiE, AE%k 100 CFU/cm’
AR D U VN BREMREICIEL 1 8 (B19),
WEFREICIE 2 58 (B24, B57) & EhTW
B ZHHDOMHEZERRWCESMEERET S
. BB ML 5.5+ 8.54 CFU/cm’
(CV=1.56) ., 1B & fnff |% 14.7 £ 6.36
CFU/cm?® (CV=0.43) & 72- 7=, BFFFEIT,
D g% CEA OB EFNFE 2 87 (B3, B56 DfE
MROREVMETIEH 523, BEMREILIZ
DOFEHDL LI ZE R E L fe o T2,

Mg B OAEFHBOR R EFRK 1 — 8ITRT,
A fER I, 36 BAT o 13 B & AWK
ST, EEBEERH OB b %o
Teo i Lo AR b ik © 472 < 0.510. 95
CFU/em > T o7z, TR IR 28 L T, 1y
EHEB RS S0y T g% D Mz TH -
7o YA RIT 43. 91124, 58 CFU/cem 2 T
&V 100 CFU/cm®* Z i 2 HEAN 4 BHdH o T2,
Z Ok DAEFEBITHEM A D11 Anb 2 H
(2T TR Lz, 100 CFU/em 28 2% v
. 11 A28, 12 A& L HlC1EAT
S TEY, #HOEREIL 88.3+
204. 41 CFU/cm?, 33. 0+40. 62 CFU/cm?, 18. 6
+32.40 CFU/cm* Tdh-o7-, 100 CFU/cm® %
M2 50 DEFBERWETHEET S
L. FNFEN 13.7£10. 02 CFU/cm?, 15. 8+
13.90 CFU/cm?, 7.5+7.94 CFU/em® & 720 |
11 A6 2 HOWHEES Y 13.4+11.62
CFU/em® & 72 o 7273 | MO fiaR I i+ 2 &
HHEVMETH D,

A THRE L ARROMREEERL —9
W, 11 AD 2 AOSEHAERBIL,
26.9+117.44 CFU/cm2 (CV=4.37). 10.2+
26.08 CFU/cm* (CV=2.56). 5.95+ 15.29
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CFU/cm?* (CV=2.57) . 6.06+9.89 CFU/cm’
(CV=1.63) THVH, HZiBH Z&IZHAT
DARB DRI B DAY, 100 CFU/ e’ 2 2 5
UM 1L A2 280 (B19 : BEMMEL LW
B24 : #HFBF0FE, 12 HIZ 150 (B57, tBFEF
Fi) . 1 HIZ 1A (B94, A2HERE) 23S
72, 100 CFU/cm®* Z##8 2 5 7 ¥ DLW E 2 B
WEETHEMET 2L, 11 Ak 462761
CFU/cm? (CV=1.65), 12 A1 4.8+9. 46 CFU/
em? (CV=1.99), 1 Ai%4.2+7.47 CFU/cm’

(CV=1.78) &72 0, 2 A OEREEOEIZUT
VWMETH -7z,

(2) MIERE 0157 KIGH D45y Bl

EMER e (M1 —1) ©9 b, Bikz
mTSB |2 & > THE 2 L, STEC 7 ik D
~NTFT Vw7 AU T E A L PCR &#ITH
TR R AR 1 —10 1IRT,

U7 NEALPCR BT DD H b
Assay2 @ 0157 s -3 BEA D, Assayl
D stx BEFB LN eae Bl I
PECTH - 7= MiRIZ, B56 (2020412 H 7 H
(2 D g% TEeAF L 7ot B AAE, 30 20 H (K.
EBAE) THY. Assayl D eae Bio+F DI
Bt T do o 7o iR, B67 (2020 4F 12 H 14
A D gk CERM L7 BB FfE, 29 224,
W, E8F) Thol,

IO OMIKHEEERRZ 3 —3) 12X
% IRAERS . CT-SMAC BB LN CT-7 »E T
7 —STEC BEHNIZ B R R L AEF Lican
—? 9 LILTERE 0157 LEEbhban=
—ZHEE L, 3—4) - TOIT DT T
v 7 ABEERBRAZ{TUV, U TV Z A L PCR
D Assayl X N Assay2 & Elis L 7=,

Flo, EENREE (X1 —2) bREEIC
iTolc, 4—1) BEW4—2) [>T
MPN JITEEB LYY 7 /v & A I PCR 1T 72



FERAEFR 1 —11 TR, MPN JIETHEY O
BOONTTF 2—7 3R LT, VT
A A 2 PCR @ Assayl I8 X N Assay2 % FEfi
LR, &@TEThooizd, ERERER
T Lz,

MR B56 TlX, 9 L7233 ag=—n 9
H 3 an=—|X stx BIa{. eae BInT.
0157 a1 & bITEMETH o723, 30 21
=—X stx BI5F. eaeiginT. 0157 Eix
TFEBITHETH -T2, T2, T 30 =
o =—%, MIER 0167:H7 Tho7- (F 1
—13), MK BET 1ZEIHE L7z 3 2 m=—7Fx
T stx BinT. eae @i+, 0157 EinT &
HiZEETH -T2,

(3) 0157 LIS D MLIEFED KNG B D 43 B

[(2) MygHE 0157 KIGWE OB & 1A
BRIC, EMER 2 (1 —1) L LT, M
K% mTSB T & - THYFEE#E L. STEC 7 I
HEHEO~LTF T Ly 7 AU T4 A L PCR
AT TR a3z 1 —10 [TRT,

YT NEALPR ZITHTZHDDH B
16STRNA 115+ (Assay2) At A > Assayl
D stx BLEFEB IO eae BB 03I
Th ook, B Bl (2020 4F 11 H 9
BAZ D fa% CERM L2V A Z A 2 92
H. M, FERA) B X OURIK B3 (2020 4F 11
H 9 BIZ D fisx TEA L 7-tgBAnfd, 43 7>
H. M, PERRA) . B B21 (2020 4F 11 H
16 HIT D gk TEeAF L7 REBFFE, 30 7
H. B, E8F). Bk B24 (2020 4 11 H
23 BIZ D Mgk CHRA L7218 EF0fE, 29 7
H. HE. £86) . Bk B8 (2021 4F 1 A 12
HIZ A BEa% CERM L2V A Z A v 20 >
H. B, E8F). Bk B120 (2021 £ 1 H
19 HIZ F fEgk CEAf L7 20 MERE, 26 20 H |
M, FEME) KA BI30 (2021 451 H 25 H

\Z B Jitix CEeb U7 BB, 28 70 A
EBAT) . WA B148 (2021 £ 2 A 1 HIZ A
Wik CEb LToR VA X A > 19 DA .
EBAE) o8k ThoT (F1-10), =
NS DORRIZIL, Assay3, 4. 5 1777,

ZDOFEF B B3 1X Assayb @ 0103 &5
. FR{K B120 1% Assay4 @ 045 i&fn1 03
PEThollodh, ZHMIEOWEEERIR %

[(2) iMiEEE 0157 KGHE O/ HE) & [RE
(2, A IMIEREORIERR B — XU K 2 iRiE
EEATV, 15 DIV IRMEIR 22 CT-SMAC Bt
BELOCT-7 a7 #—STEC FEHIZE®BER L,
BELE, 2NOH0EMIARF L-an=
— &I L. MR B3 1213 0103 i, MRk
B120 |Z1% 045 [fLiE CTHREERBR ATV, Mk
B3 121X Assayl, 2. 5. Fi{AB120 121X Assayl,
2, 4 &1 o7,

R B3 Tk, $IE L7210 2 =—0D"9
H, b an=— stx BInf. eae BInT.
0103 Bz FWNFIbEMETHY, VDb
an=—{% eaeBIEFEB L0103 EMLEFT
Bt CTdh o T2y, stxBInF R EETH - 7=
. FER B3 1% 0103 &tk &HIE LT,

R B120 TiE, $9E L7218 am=—D
Bl an=—T stx BB LW eae it
51 & HIZHBETH 508 045 BB IHFEME,
3 an=—"7T cae BInTMHltEdH D) stx &
LB L0045 B i e bICEM, 14 =
0 =—7T stx@int. eae @+, 045 B
FONTFNGLRRETH 2720, Mk B120
1% 045 &Pk & HIE LT,

FRAR B3 1, BREERE SIS KUY 0103 BT
DEETH -T2z, a7kt (X1
—2) B{To7, WNHIEB L, Zhbo
UTNWEA PR DFEREZR 1T —11 IR,
VPN JIE T Y ORBD b F 2—7 T K



1Z5%F LT, Assayl B XN Assayb & i L
i, ETERETH - b EERRE &
Tl

(4) stx BB I eae BHMED 7 1IELA
SO BERE D 5y

R B3, A B67 33 X OMR{A B120 4
HEEEH DO U T VH A 5 PCR OFEREE 1
—13 12",

R B3 ORI LBk Y 7
A A 5 PCR DFERIX. Assayl O stxEEF
BLILO eae Bin T, Assayd @ 0103 &=+
DG TH-7- (F1—10) 28, ZD 3D
OBV E HITHMETH DRI Eiko X
INCHBES IR inoTe, £2°C, 1) Mk
DFE | T-80°CIZIRAF L T o To IR
DB EBART DWT DM TH Dk D
SyBE ARG L2, S80CICIRE L Th - 7
IRVAH A B3R LTl D ) 7 v 2 A
I PCR AT o 7o RIE, 21 —10 &[AERIC
stx Bfo+f. eae B+ L0103 EinF
POFR LB TH-72 (1 —13), 20D
HEEE R Z 3-3) BLV3-4) IZiE-
THPE B — RE TR 4 D ORIREE IS
WERL, HBLL724 730 am=— 2B L T
3-5)IZH~>T YU 7 /AHA L PCR D Assayl
BELWAssayb #17o7-, oo =—% 3
-6) IZHto CTHEEZTo 72, Hiffan=—
#3-7) IZHE->TUTIHA L PCR D
Assayl B LN Assayb THERZITH> & &b
12, 3-8) IZfE-> THELEERHABRZ 1T -
Too ZORER, TST B X OVLIM EFHLIZ 38\ T
KGHETH D LHE SNz an =—% R
P& L. stx(=)/eae(+) /0103 (+) D 9 Ek,
stxl (+) stx2 (=) /eae(-) /0103 (-) @ 5 ¥k %
TRfF L7z (31 —13),

KA B67 1. Assayl @ eae BB I
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Assay2 @ 0157 B FBEETH -7 (&
1 —10) 73, -80°CIZHRIEL Tdh » =K
R RE LB O ) T V2 A A
PCR Ot F1%, 0157 EnF DA TH
STz, IR B3 & [AIARICIRME L. BIRERHIC
BHEL72 6 2o =— 2OV TR LRG3,
1 2 =—7T stx(-)/eae(-)/0157(+) & L
THHESNnE, 20Oau=—%K{KB3 & [F
RRICIEIRIREE ML CHBEL . U 7L 2% A L PCR
B EOVE AR 21T o 1o /61 BBtk
ThHhDHEHESNIZZD, 20 1 RERT
L7z (F&1-—13),

iR B120 1. Assayl @ stx a8 X
W eae B+, Assayd @ 045 EixTF Dk
Tholz (F1—10) 7, 80CIZHRIFL T
& o TR IR 2 VAR B5 2% L 728 D Y
TIVH A I PCR OFERIL, stx BIa XL
W eae BT DHIETH - 7=, BRIK B3 LA
FRICURAR L. SRS HCHYGE L 7259 350 =
2= — TR B3 & [AERICHRET L7cAs R, 2
ama=—7T stx(-)/eae(+) /045 (=) & LT
HEhiz, chboan=—%HkB3 L[H
RRICIERIREE ML CHEEL . U 7L 2% A L PCR
B EOVE AR 21T > T2/ R . BBtk
ThiHEHESNEZZD, b 2 BEaR
ALz (R1-13),

2. FHOHEFENROBET

(1) H#EHED STEC ~DEHERN R OMFE
1) PBS BRI IR COTHEIK DO BHF
FER 1-1 T, BIRFRIC AT 5 RED
ik (PBS M) OB THEIR O R A MET L
7o HERICEL CiIRg e+ T
MIERFIZ DOV TERBRZITU, X E 72 5
FKIZEE LT, MyEHE 045, 0121, 0145,
0157 IZ DWW CREBR 21T > 72,

ZORER (F2—2), &2 TO STEC DI



HERIZ DWW T, HHRRZ BN CIEE s
SN oTo, WHEAKDWMOGEIE, L
TERE 045, 0121, 0145, 0157 X, = Fh
8.94+0.02, 9.0+0.04, 8.7%+0.54, 8.7
+0.05 log CFU/mL T 7=,
2) TSB Y E K COHEEIR DN E
IHiT, BEICHEY A E T TSB IZHE
L CHRIHBR O R 2 et L, Ay
IR DHBDIROEBABE L7272 TH
Do RIS L ORI & 72 DI AKICEA L
TITRTCOMIBEREC OV TR EZIT -T2,
ZORER (F2—2), T1) PBS i) &
[FREIC, AT STEC D MLIBERRIZHOWT, 1
R 2 W CIIE IR S a oo, B
FKDRIMOLGEA X, fLiE#E 026,045,0103,
0111, 0121, 0145, 0157 |, #HZFH 9.0
+0.08,8.9+0.05,8.8+0.08,8.8+0. 08,
8.9+0.05, 8.940.01, 8.9+0.06 log
CFU/mL TH o7,
ROEWRECH A RSN Ro722 L
25, REICHWD TR TOEHFIRICHE
NRDB DD Z L DMER I NI,
(2) HEIRDOBEY STEC ~D 2D RRFE
STEC % PBS (2T fdi L4FE L 7275 4 A
WX D @RR AT Lz, MERIRIC
L DMEETIE, MEIC LD WHELAI T2, 1
[ld7- 0 OWEEE
WFHLOEBER B 0.8 mL Th 2D,
1) VHHIR 2 BIEFEORNF
WFEREIZBI LTI T (1) 7R STEC ~
DEBNROMGEE] D 55RE (500 ppm)
T, WKHEREET MU U AL TIL 6 ff
JRFE (600 ppm) T, FHE E T(1) HEKD
STEC ~DHEBEEN R DIRFE] DEIKH TV D
HEEIL 1.6 fisL 0.96 & AL BN
5o

FE2-11hsr koI,
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TRTCOMBEICE LT, wEEEE D 500
ppm & 1,000 ppm, =% / —/ /L L OKIFR &
RHWHEKDOEZE AT o1, TOREE, i
FERR (322 —3) @ 500 ppm TIE TSA 1% 7. 2
- 7.4 log CFU/Jy. 7 a &7 #—STEC 1% 7. 1
- 7.3 log CFU/AT®H Y. 1,000 ppm TiZk
TSA1X 7.2 - 7.5 log CFU/F, 7 0T #H
—STEC X 7.0 - 7.3 log CFU/RFTH Y . Bk
FK (£2—6) TIETSAIX7.3-7.6 log
CFU/F. 7 @& 7 H—STEC (£ 7.3 - 7.8 log
CFU/FCToh Y, xR E 72 DIREK & THHEIR
TOETHED LRI ST,

WHERBE T N U AL T, &
JE R (300ppm 33 L TN 600ppm) 122V VT, 0103
L 0157 CTRER AT o7z, Z ORGSR, Witk
FeFr rY s (F2—4) ©300 ppm T
I%. 0103 ™ TSA X 7.5+0.10 log CFU/f.
7 v 7 H—STEC X 7. 5+0. 281og CFU/F
THY, 0157 O TSA 1% 7.5+0. 08 log CFU/
F. 7a®7 H—STEC X 7.4+0.14 log
CFU/FT&H Y. 600 ppm TiX, 0103 ¢ TSA
X 7.5%£0.05 log CFU/fr, Z7 a7 H—
STEC 1% 7. 4+0. 18log CFU/F T&H Y. 0157
D TSA L 7.3%0.10 log CFU/f, 7 a7
7 —STEC 1% 7.3+0.15 log CFU/AF Toh o
Too ZHUD OEITRIR & 722 DK K & 1ZIE
FUTHY, EEEEE RIS, EEDRIT
R Lo,

T /) —/LClX, 2 [AI"EEE (K 1.6 mL)
[(1) HFEHRE D STEC ~DE N R DO RFE]
D 0. 32 {EDOWHERN ) & gD bivd, x5
L LA TOMBERICHOWTREBRZIT - 72,
ZORER(F 2 — 5) MR S EEIT TSA
T7.3 - 7.4 log CFU//, 7 uET7 H—
STEC T 7.2 - 8.1 log CFU/H Th -7z,
LD OMEIXXIR & 72 ZPRE K & IFZEF LT

-—
—



Y, EEEEE, KHEERET MY T AL
BRIZ, WEDRITED bNRh o7,
2) HEHE 10 FINEE DR

10 EMEFEO R, T(1) {HEHK D STEC ~
DOEBEHFEORIE] D 1.3 (FOEFKEL
ERICHEA S 2FHE & e D, mEERRE X
OWHERE ST N U LATRS ®WVIEE
(FZHnF4. 1,000 ppm & 600 ppm) (2B L
T, 0157 CHRBRZITo 7, ZOfEE, iWEE
fi# 1,000 ppm (2 —3) TIL TSA 1% 7.3
log CFU/f, 7 &7 H—STEC X 7.2 log
CFU/FCToh v, WHEFEmET Y 7 A 600
ppm (£2—4) TIETSABLIOZ ax®7 4
—STEC (& $12 7.4 log CFU/A ThH -7,
WINOHES [1) HERK 2 EEEOR)
R LIFEFRCETHY ., HEDRILR
LI T,

Z 2T, PR OREER KUK DR %E
WREZ B RE L, BRIZEBIT 2 X 512l
K700 FORWA T, EEEER L O
HWHFEBFT M) A TRbEWVIRE (FhE
U, 1,000 ppm 43 L TN600 ppm), =X/ —
S BREKCRIERZR 10 [EIMEEE IS K D 1HE A
RIrTz, T ORGSR, WEERE 1, 000 ppm (F 2
—3) TIXTSAIX 7.3 log CFU/Jy. 7 1
7 H—STEC 1Z 7. 2 log CFU/f. WRHLYG R
F R~ U 74600 ppm (2 —4) TIETSA X
7.0 log CFU/f. 7 &7 H—STEC (% 6.9
log CFU/Jr, =% /—/L (£2—5) T
TSA 1L 7.2 log CFU/f, 7 mET H—STEC
1% 7.1 log CFU/ . %R & 72 DIKEEK (&
2—6) TIETSAIXT7.2 log CFU/fy, 7 1
£ 7 H—STEC 1% 7. 3 log CFU/r D £ R
HEN7z, R E 2R DWEKEBHBIRO
EIXIZEFRCTHY | HERITRD LN
oo T,
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3) HEKREOME (RIF)

ZhuE, T(1) {HER D STEC ~DEH%)
ROWRGE] D 10 52 OIHER I IR % H2fil
SELHFHAETHY ., GRBAEDIZIEEED
HHERICRELZZESE 8B TH D, T
NTOHEBEOEREIZE LT, 0157 2
WTHBR 21T o 72, 2 ORGSR, EEE (& 2
—3) @ TSA TIZ 100, 200, 500, 1,000
ppm CEFINEFIL 7.0, 6.9, 6.8, 6.7 log
CFU/ . 7 v 7 H—STEC TiIFFhEh
7.1, 6.9, 6.8, 6.7 log CFU/RFTH V.
RN R < 72 DT OVE O HEAMK < 72
DEMA R T, REERET MY UL
(£2—4) ®TSATIX 100, 200, 300
ppm [ & H1Z 7.1 log CFU/F. 600 ppm |%
7.0 log CFU/ATHY, 7 wET J—STEC
TIE 100 3L TA200 ppm (& & HIZ 7.1 log
CFU/J, 300 ppm (X 7.0 log CFU/f. 600
ppm (X 6.9 log CFU/H Tdh -7, HbE\
IR (600 ppm) T & iEFERED 100 36 K TF 200
ppm & IFIEFRO I TH > 723 IRED &
TR DN DFVE O R HE D K < 72 218
MmN BT,

X )= (£2—5) TILTSA BLW
7 a7 H—STEC 1T & 12 6.8 log CFU/Jv
THY ., BEEE® 500 ppm EIFIFFEEEOE
BChole, ZOMITKREHEFERT MY ¥
ADOR b EVEEE (600 ppm) & D B TARN
fETH %,

KPR & 72 ZPRBEK (R 2 — 6) TILTSA IX
7.2 log CFU/fy. Z a<E7 #—STEC 1% 7.0
log CFU/ /T TH Y, 1) {HEIK 2 BIEFZED
R L AERICHEREH IR O WA & IZIXF U
THoT,

IR DG EOWHER IR ZRE S 7
. i B OWmEERl L= % ) — /LT,



HHDOHEFENRD R SNT,
4) {HFENTFELOBE Tk L)

(1) {HmE 2 BIEZE DR, [2) {He
K10 FEZEOFE) BL O 3) HEKR
BEOZE (RIH) | OfRERE 2T, HiK
MR & AT 2 &2 S HITHOL,
[(1) N STEC ~DE DR DORFE
D 20 FEOWFERZ WIRICHEAM ST, &
HIZ, HERRICHEEZED D Z LITX D
BN RORIB A BT D720, FEIROBET
LIZEDBREDREIMN - T, HEKICELD
MWL E T 72, F2, WK H5%HE
BRI L. WHEAT 5 kB LU K
Mt CHREORIEEIT - 72, BEEES L O
WHIEFREET N U A TIERD EWIRE
(FnZF4. 1,000 ppm B L TV600 ppm) I
KOS & 72 2P KIZ-DW T, 0157 TRk
BRAaiTo T,

2ATPE L b OSSR, WEERE 1, 000
ppm (2 —3) TILTSAIL5.4 log CFU/
F. 7 a7 H—STEC (X 5.5 log CFU// T
bV WHHEFRET R Y 7 2600 ppm (3 2
—4) TIXTSA B LY v 7 H—STEC I
EH1256.8 log CFU/FTHY, xtRERD
JRE K CTIL TSA 1X 6.1 log CFU/Jy. 7 1&
7 77 —STEC 1% 6.0 log CFU/ T »7=, W
THOLE bHERER K VK 1 HiORED A
BT,

22Tt U 1 REfE % O RS S B EERE 1, 000
ppm (2 —3) TILTSAIL5.7 log CFU/
F. 7 a7 H—STEC (£ 5.6 log CFU/H T
bV WHHEFRFET Y 7 A 600 ppm (3 2
—4) TIXTSA &7 v®7 H—STEC I & b
IZ 5.91og CFU/FCTH V., xR L 72 2
KTIXTSA 1L 5.8 log CFU/f, Z T H
—STEC 1% 5.9 log CFU/FF T v . 1 HEf1%
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DOEEIT BEEEE, HEEER T U U A,
P AKIZIB W TR EBEOZT 2 BT,
Fro, 1 RFEBOT R, 5 nEoEL Y., &
FEME D B - 7,

D. &%

1. FEEA O STEC F4

e 8RB EMI, STEC 0157 @ HT DR
Byl L CEELEINTEY (1, 2), & b
TORBEEGIZ 7 BT 5 &3 E
ENTW5 (3), 7 ®STEC 0157 : HT O
RERIZ, ZNETO - 27.3% THDH LW
DILTWD (4) B, 1FEAEDT U HkD
Bk (bovine strains) (Tt F23RIHFTHIR
FIRF 2> T RnZ EbmbnTngd
(1),

(10> STEC 0157 : H7 DOPEFEIL, 107 )>
B 10° CFU/g EfERIZ L > THEZRY (5),
10" CFU/g OERENRHEIND Z b H
L8, & A EDEE 10~100 CFU/g A
Tho (6. 7). THRAGGRE IOES
DERRIIMHENRSH D 8) LWV IHHENH
D05, ME B EIMCIIR T D7l FEE
OHEH &R AT ITIE & A EFIBID 22
(9) EbWnbiLTW5b, £/, 7D STEC
0157 PREICITAn & HPEDBIMR L, PRI
2o Tibm<, TR EOFEO
) TIED LR EA (1 sk Lh Lo #Eh)
IRE MRS (10), BEOPEHIE, &% 2
MA R L OVAE% 6 AL EO 4L
L CA%E 2~6 DADO T4 TRbEWE
DHENRHDH (11),

Z[El, STEC 0157 O Sz w D3
> STEC OFEDFPE L L Tz
DERDEBEIZ OV TRIALENS, RETHh
THEREBZZAOND, o, ZOBIKDAE



BT, MORKIZHEE LT 1205 2 Hid
Mmol=Z & (F1—8) b, EHEREOLR
BORBEOWRELEZ bND,
ZREIPEIZBI L TIE, 7 2@ STEC 0157 O
RAFRITE b ERERRICEFRETITREOK
DU INBFKOHOIZ B E D & Vbl T
W5 (1, 12), BN, 27U v 7 HiER
AZEOHEGE LI=4nH TH-oT7=08. HBIO
EHBOLEE) (F1—9) IHLARDS
Too A%IT. thOFH TORMELIT O M
Wd b,

2. FRHOWEDROWE

RRAEZAT S T2 BIROF E LT, imEE
FRIX, T X COMEMITI L CRIZMEE A
THZETHD (25), FAA7RHE LT,
IR, EERE, K. BESE. R {LKE
ThV., HERGHBERDNBAE LN &
ThV ., BEMPEL R, AEMORE
MMEtEENDZ L (26) 2 ERBHITFHND,
$R, FLER, TER, OmER, #HiEn A v K%
JEESEL0, BEEMRIZ. IWn=° pH i
AN L0 IfITE 5, HNLIZGEIL.
RLEETHDE S, 1%ERIROBEE TK
SIRIZE Y 6 ACHIT D25, 40%1EHE
B DH IR OWIE 1 A BHTZ0 1-2%
Thod (27),
TERBEFFIC oW TR, 13EAEDD-T
VWU (25) 3, oo ER{EAl & RIERIC, 2 v
RO EEESE D, MO FEIRME AL
fbxw2, BEIILORBMOA LT |
RUNLEB IOWSEME S AR E 5708
27) EnbhTng, FEEME LT, 7
T LGB IO T AfatEE, BERE. B &
OWEREA 100 ppm A, 5 43 AN CARTEM:
b9 %, AHEMOFET TIL 200 225 500
ppm BB TH D
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R R, KbIA<EH S TY
LWHFHMEERD Y . REERET Y UL
DX REIRO L O L REIEHREB I VT
LR EOERO L ORTRENTND, b
SR LT DHERERE, KSR
e N Y O AKERD 170 —F] LS
NEFEREARICH S, FE LT, A
AT NVOFETEMEDH VD . ARk
WEFES 720, KOBEEIZREI NI,
LA CRIIED & 5 (28) | Wl F 7 1L &
L7280 &7 4V D BRI SR
ETED (29), ERAFBEERBE N (30,
31) TH2DHM0, @i (5500 ppm) TOEJR
X DR, AW X D REME,
EAER. 7oT=T £72130 & DRAIC
KDHEFRHAORE (20, 21), HIIHILE
MDD & (22) 7o 8lE, Kb LTHT
HiLd,

HE M DR AR 00 KRR 43 1T FE MR v
RS (HC10) ITL A HDTH Y  HCI0 D
fREEIEL, pHIZIRIF L T D 72, HHEDH
BARIE, pH P ERT DL L BITETTS
(24, 25), TAEMITXT D EREe 7 VERET
I SN E TV (25) 23, AED O
REMHALIZN S DL DOERICE > T, 5
WITEBEHMLA~DIERIC L > THEL D S
ZHNTWVWD (23), ALTE RYLKERST
RO, TR BROBEEER, M
N 72 3 DA . HKH 5y DELYD IAFET
R 545 O BRAY. . ATP OO PEAE D DNA #8145,
DNA RO 72 ETh D (24, 23),
IR B DERER R X, AARTN 2
VORFETOME (5 pm K (TEFD TR
YER 279 (24, 26), AOAC D AR %
FIEIZ L% 100 ppm DIFHEHSE (6% KA
R N U U A EELFEEREAFITIE60

# = o



ERBRUTHY) 12k > T, 10-10" DA
R ERE . Salmonella choleraesuis, FEE
B I 10 43R CHET D (22),

EHEEL L TOT LT —E, = F LT L
a—)L (=X ) =)L) LAY TaE LTIV
=L TH Y, FERHIE IR LTl
IR R 2R3 s . BRETEMEE 50% BL T
DOPWEICHR L HAERMITIRT L, =i
R I1L 60 75 90%KIRE (v/v) Th
% (27, 28), =X ) —)LOFZFEEMITE &
SERBECTHESNL (27), FEEIL 30-
100% (v/v) T, 87 F 7, KIEH#., 7 AH
1£40 - 100%I2 XL~ T, 10 B THH L=,
77 NBVEERE X DT TR PIER H 0 |
65 - 95%IZ &> T 10 TP L7,
Toa— L OERT L LT, # oy
BEOEMEN Y I T 5 (25), ZHUE,
KT Z ) — R AKAI LY . KDTEET
DI NBIRENET DL (28, 29) D
HEMT O,

ORI mAEEEA, (1) HERK
O STEC ~DEBRN IR DOREFE] Z iR K
OWRHESREET N U 7 A3 100 ppm T, =
5 ) =TT IR OB RE CTITo 72, 2D
FESR. AW &S F 720 PBS IR IR X
O % &8T5 TSB IRBEIR, &bl
FES L7e 3~ T OB T STEC I3FEW L7z,
WHE SRR T R U A, AL 5%
NORTRSH LS, =& ) —ViTHR
IZ L DR DIRBAE DL TND 3, AlEl
DA LA G R TIX, A LT
RTOHFEASDOZ IR D BT 72 <
PERkOIMRLE AT,

W FERE LA 0O A S T k9 A 4 LY (30)
X, EEER T RO RBICH > TIHIRIE
WSS 1 kg l2DoX 2.0 g (2,000 ppm)

LUF, B LOBORRIZH > TIXIRIEK
IIMEFEWR 1 kg l22% 1.80 g (1,800 ppm)
LI, REBIOHRIZH > TUXRIEK X
IXMEFEIR 1 kg (I22% 0.080 g (800 ppm)
LTI Th D, &2 TOANSETIE 1,000 ppm
Z BFRE L. 100, 200, 500, 1,000 ppm %
EREE L LT,

WHE T N U U L OB GICKT 548
RFEMET T FITHEA L Tide 5720, 1 (30)
LEINDETTHY, REOELEITLR,
RS T, 5. 25 - 6. 15% D il % 10
25 100 fFICAR L TR L. FHICR L
TIX 500 ppm & EfRICFEA SN TW5, 4
WEROKEZBRE L= Sally et al.
(2012) DFRBRTIL 600 ppm & LR E L TIT
STWAHTD, ARUF3ETIE 600 ppm & E[R
& L. 100, 200, 300, 600 ppm % Ff s =
L,

HBIROEEDRE LT, £7°, SiRE
HEIR 2 FIEZETH D 1) 1HEIK 2 [0
FBOMRER) ZATo120, WTNOWHERT
HIRFEK & DEITRO biLenroTe (F2
—3/1b4), £ T, MEFEZE 10 B
LU [2) {HFFE 10 [EEZEOME] 217
olz, TOE . HEROINE (1) ¥
R D STEC ~DEHEZN R DOMEGE] & g L
T, I@BEERE 1, 000 ppm TiX 16 5, RIS
fgJ ~ U 7600 ppm TIX9.6 %, =&/
—L T L6 fFICHET 508, WFnos
Ao 1) HEK 2 EEZEORNER] LITIFE
YRR HEHRITRBO b7z
(K236 4), ok, MEBREIKDR
BOREZEZR L., FHROHIZIH 728D
i ETo. % ORIy B2 2 TS
TH, FARICHRITRD behodz (F
2—3054),



INHOFRERNE HETITR, B
LIS Z BN T v B m Ny 2 — D5
HEGE (31) TRA LN IHFIR~DIRE
IZK DR T 3) HHRIKIZIE DRI R (R15) |
ARET LT, WHERIKOBIXERICK LT
[(1) N STEC ~DE DR DORFE
D10 fEREE Lclo®, WIRMS 720 OIEEY
3% T(1) YT D STEC ~DEHEHED
FRRE) & i LC, @R 200, 500, 1, 000
ppm TiX, ZAZ74 20, 50, 100 fi%, KHEH
FWeF Y v L300, 600 ppm Tk, £NE
AU 30, 60 fi5, =& J—/LCiE 10 5T
T 5, ZOREE., BEERE TIX 200 ppm Th
TN DR B, RENEL /e
HIEEWOT AN SN (72 —3),
KSR N Y U ATEH, 300 ppm LV
600 ppm D 4 A3 3 HHA A2 B AT (&
2—4), =X ) — )L THIDT DA
B RESIRIIH D Z LB LN (F
2—5),
EHMOEBENRENEZZ SN DRI
HFEET MU AT, BETEFRICED
EHMOEENRENEEZ, ZEONE
AT RS Z EIC L DR EMFE LT,
[3) HEKIRIEDOME (BH) ] & DO
D= WWEEEE 1, 000 ppm, KA RS k
U 7 2 600 ppm TITV, BN+ EIX3)
HERIRIEOME (RIE) ] OffF&L L,
ZORER, WThoEE Y. [3) HERKR
EOZR (Z1H) ] OMBEERFAE LV 1 HHK
VMEE72o7- (R2—3L2—4),
UbDZ Lt AEOX D RAE—IL
A=)V TR, =X ) — LV OMEEFEN RS
EVMEAICTH O, WHEERERET U 7 AR
AlEfiEH U= @R o ik b A o
WBEZTOTWERTH -T2, HERD
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BRI, DR LICE DR N KL
R TH-S 720, HBEROENEEL TV
DD, RO I OEETH D DONE
AEOFERN S ITFE R TE R,

E. #am

1. ZFHA O STEC FHAE Cik, 2020 45 11 A
D5 2021 -2 AIZ THEX O IO b LIz
FeNGFE 180 MR 2 Iak U7z, ik 2 B A
Bt~ VT T Ly 7 AU T ILH A L PCR
%, MR R ER B X OV L 2ROk BBk
ZOFR L. RIFRCAREBOH B AT 72,
ZOFER 1 KRN S STEC 0157 :H7 2357 Ef
ENTERNBRIBOBRTH ST b T
DFIALTER 72 E DFHEIZ DWW TITE LRI
I 5727 o 7=, STEC 0157:H7 3 45BfE S
ToRARIZ I TA BN ELHR A e U M 22 R
L=, F7-. &KL L TRERO AT,
15% T a9, M S U7k Cidsr
PIfiE 17. 5+63. 50 ((FE¥+SD) CFU/cm 2 T
STce MERRIC KD AEFEBDENRHY | U
BRI O ER O FEEMENR B 2 b T,
SEFETOY TV T Tho 2R3 4
%, MOFEEHIZTOWTORELLELE X
LT,

2. FHOMBFIRORF T, HEKL
LC, Mo tdHl, 7 v U DR
R U A REERRE Y — ),
oz ) —) (mF AT ha—L) %
B L AP AR KOS Herf oD STEC 7
WEHR T OB R A MGEE LTz, Mk LT,
53 70 RN R TRD H A, STEC H2FE4-A
WCBWTHHEBROBEZCTZ L2k Y
AT DR RRD b, Gk, 25
BT EORE 21T 9 TETH D,
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| E MERIAR I

i | B HRK( —+)IC mTSB 250 mL% A :
E lllllllllllllIlllll'llIIIIIIIII-IIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIII
somLsyiE  HEIEE 1mLoyE
m42+1cc_“ e 10% DMSO % 7N
—_— lr - Sl -80°CI={R7F
Real time PCR
Assay1 (stx/eae) — LT .' %7
Assay2 (165/0157) \ —==-l s
I Assayl A | [ O0157B%M% A'D  Assayl CIEF |
¥
m Real time PCR
T Assay3 (026/0111)
~ Assay4 (045/0121) --b, [‘iﬁ ‘ﬁ’l?
Assay5 (0103/0145)
[T kS
v
REHMRE—XETERE (BUBHY, R LOAA) L.
CT-7 OE 7 H —STEC & CT-SMACIZ 5k
—
| 5836+ 1°c w18 - 24857
() o0 —0ORERR
¥
| o Iy —> =EENsREEmE
m L} En——
m 2 0 = — DReal Time PCR (Assay 1& 20r3or4orS) - BT T
OFEffEME
__ HEOLHICTSAICEBYE D0 = — 2 ER
l, 1E4#837°CC18 — 245 l,
[ E'é ] Real Time PCR O A= —ZTSIEH & IMESHE ([CBefE
< Assay 1& 2or3or4or5 l 1 #37°C 18 — 24850
m
[ m ] R RIMEIRBER

B1-1. EEELRETTE

B1-1. EEMGREAE
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EERR

(IO ") = . "
m - (A —+)ITmTSB 250 mL%E 50 =
- - —t ‘IIIIIIIIIIIIIIIIIIIIIIIIlIIIIIIIIIIIIIIIIIIlIIlIIIIIIIIIIIIIIIIIIIIIII‘
(" m ) v v e 1
= MPNEIE : 1IHEDIBERERTIES
S o i T
HEA2 £ 1°CT15- 2485
Y
Real Time PCR
r- -_—
- Yy o BT
Assay 1& 2or3ordor5 -’L—Br'——-l w7
[
m
<
REHIE—XETER (BUELLOA) L,
CT-7 OF 7 A —STEC & CT-SMACIZ
S
,l, EE3IE1°CT18— 24850
— e
TO-—ORERR m-»ITEETY &7
- ol
Y ___
| SHEBE |
* - -_
g 10 = —®MReal Time PCR (Assay 1& 2or3ordor5) —-P[_ﬁf"f_'i__! L
u
OEt[E1E
HEOLOHICTSAICEE 10 ——% B4R
| oe i
l%ﬁwCTw—mﬁﬁ l
[m] Real Time PCR OO0 = —FTSIEH#H & UMISH (Z3ERE
m
w Assay 1& 2or3ordorb l Hr 370718 — 2485
(2]
o ELFRMERERE

H1-2. EEMLGRHEAE
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| BEIER

70Oy A%, 1BENS55X55% EH0.5 cmiZE (20-30g) ICH B £ 51T,
E|EMICTIY DT 2 l

I ER

BEREIREICOZ10 ESHRT (G50 pL) (C#EFE (5% 108CFU/50puL) L.
I5oEERREL T, BREEEI S5

]

| HE
i il Ll t:ﬂ
* RT7L—
s TESE o
TR EETTER L
=Fy 7"?EE ;/rlja—
s [ [ % xEEwms ) oL BEE =5/ 1
T | | - ek

ATl Rty b l'

| Z b=y —
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%ll'ﬁ

101 102 10%%&

| f%%
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| TEEER

70y JA%Z, REN55X55XEH0.5 cmf2E (20-30g) ITH3 &5 IC,
EEMICTY DTS ‘l

I Ee

BREUEEICOZ10 plE5HAT (BH50 pl) (CEEFE (5X108CFU/S0uL) L.
1ISPEERREL T, BAREZEIE 3

]

I e
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- BEER I REEBEFES LY T L,
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ﬁ - BB L EEK
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10t 102 103&iR
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*& 1-1. R, KRB B LUV L OFEHR

- e o N B . rE =B
No. HiH MeER LS FofEsE (»B) el -
B1 2020%£1189H DHEE% IV XA >~ 92 i " -
B2 RILAZA > 73 if:3 B -
B3 BEME 43 i3 =) -
B4 2020118104 BHEE% RV A >~ 18 I - B
B5 RILAZA > 18 i3 - =l
B6 RILRZA > 18 1 - =)
B7 2020F11810H AWEER RILRZA v 19 1 - |
BS RILVZRZA v 19 1 - =)
B9 RILRZA v 18 1 - =)
B10 2020F11816H ATEES RILRZA v 20 1 - )
Bl1 RILZRZA > 20 1 - =]
B12 RILZRZA v 19 1 - 5}
B13 2020F11816H BHEE% EEME 26 e - 2=}
B14 EEME 27 i3 - =]
B15 E2EME 28 I - =)
B16 2020F11816H ChHs% XHERE 35 i3 & -
B17 RHEE 29 i3 i3 -
B18 XHEE 27 i3 & -
B19 2020&F11816H Ditez& 2ENE 30 1 - )
B20 2EME 30 I - =}
B21 2ENE 30 I - =)
B22 2020&11H23H DrEa% BEME 26 i3 - =]
B23 2ENE 26 i3 - 2]
B24 BEMNE 29 i3 - =]
B25 2020F11824H Bies% THEE 28 i3 - =)
B26 THEE 23 i3 i3 -
B27 THEE 27 I - 2=}
B28 2020F11824H ATEES RILRZA > 17 1 - )
B29 RILZRZA v 18 1 - =]
B30 RILZRZA v 18 1 - =]
B31 2020F11825H 0);:5°3 RHEE 25 i3 i3 -
B32 HEE 25 i3 i3 -
B33 THEE 24 i3 & -
B34 2020%F11A30H BieE% 2EME 26 i3 - B
B35 2EME 26 i3 - B
B36 EEME 28 I - 2=}
B37 2020%F11H30H AFBER IR A >~ 19 1 - =)
B38 RILZZA > 18 i3 - =l
B39 RILZRZA > 18 1 - =]
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R wE £

oY Ny S 1

No. ¥4 B W% 4 DiEE () el DEE OB
B40 2020411830H ChEz% 3 29 it = -
B41 RHETE 25 if: = -
B42 R 35 ii: i -
B43 2020411830R DHez% FILZZA > 87 if: =) -
B44 RILRZA v 93 if:3 B -
B45 BEME 24 i i3 -
B46 2020412878 ChEzk R 26 i = -
B47 RHEE 26 if i -
B48 2EMNE 27 i3 - B
B49  202041288H BHE:& R 27 ii: = -
B50 (i3 26 it = -
B51 XHEE 27 i3 i3 -
B52 2020412A8H AKEZE FRINRLZA > 19 i - B
B53 RILRZA v 20 i:3 - E]
B54 FILZZA > 18 ;3 - =]
B55  2020%12R7H D% FRILZRZA v 69 i3 B -
B56 BEME 30 i:3 - E]
B57 BENE 29 i3 - B
B58 2020%F12A14H CHEzx EEME 28 i3 - B
B59 2EME 27 1 - B
B60 EExME 28 i:3 - =]
B61 2020412814R BHezk EEME 27 i:3 - =]
B62 EEME 36 if: = -
B63 2EME 32 i i3 -
B64 20204128141 AREE% FILZAZA > 18 i3 - =]
B65 RILZAZA > 18 i3 - =]
B66 FILZZA > 18 i:3 - E)
B67 20204128141 D& EEME 29 i:3 - =]
B68 2EME 29 i3 - B
B69 2EME 29 i3 - B
B70 20211848 CHesy E2EME 27 I - B
B71 2EME 28 i3 - B
B72 2EMNE 29 i3 - B
B73  2021%1A85H AREE% FILZRA > 19 i:3 - E)
B74 RILRZA v 18 i3 - i3
B75 RILAZA > 19 i:3 - il
B76 20214185H Bk HETE 26 i3 - B
B77 R 25 i:3 - E]
B78 Ry 25 ;3 - |
B79  2021%184H Efes& RILZZA > 18.09 i3 - |
BSO FILZZA > 19.03 i:3 - E)
BS1 FILZZA > 18.22 i:3 - 5
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i o ) B . wE £
No. =M A HEER FofEfsE (s B) 14 51) -
B82 2021%F1A5H FHEs% FRILRZA VT 30 i i -
BS3 FILRZA 18 46 i il -
B84 RIZAZA 8 31 if: i -
B85 2021%F1H12H CHEsk 2EME 160 i B -
B86 2EMNE 127 i 5 -
B87 EEME 104 if: =] -
B88 202118128 AREEE FILZZA > 20 i:3 - =]
B89 FILZAZA v 20 i3 - =)
B90 RILAZA v 24 It - =]
B91 2021418128 BHezk EEME 28 i:3 - =]
B92 2EME 28 i3 - B
B93 EEME 28 i3 - =]
B94  2021%18128 D% R 27 i:3 - =]
B95 RHETE 27 i:3 - =]
B96 XHE 27 I - B
B97 20214&1A812H EfEs% Py —Y— 107 it =) -
B98 FRILZRZA v 64 ii: 5 -
B99 FILZRZA > 120 ii: =] -
B100 2021%1812H FhEs% FILZZA > 14 i:3 - =]
B101 RILRZA v 14 i3 - =]
B102 FILZZA > 14 i:3 - =]
B103 2021#1A818H ChEsx EEME 30 i:3 - =]
B104 2ENE 26 if:3 i3 -
B105 2EMNE 27 It i3 -
B106 202141818H AfEE% RILAZA > 20 i - B
B107 RILZAZA > 19 i3 - =]
B108 RILARA v 20 i3 - B
B109 202141AH18RH BHEE% E2EE 28 I - B
B110 ZEME 27 i3 - =]
B111 EEME 29 i:3 - =]
B112 202141A818H DiEZ% RIVAZA > 49 i3 g -
B113 EEME 91 ii: =] -
B114 2EME 154 i B -
B115 2021418181 EfEz% FILREA > 18 i:3 - B
B116 RILARA v 18 i3 - o]
B117 RILVRZA v 18 I - B
B118 2021%1819H FhEs& R 25 ii: = -
B119 R 26 ii: i -
B120 RHETE 26 i il -
B121 2021%1A19AH GHEE% RIVRZA v 17 Ift - B
B122 RILRZA v 17 i3 - =]
B123 FILZZA > 17 i:3 - =]
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- o N Bt , RE £
No. = iiE *DESE (» B) MR .
B124 2021%1A825AH CHs% RILRZA > 56 i3 B -
B125 FILREA v 36 if = -
B126 EEME 203 it B -
B127 202141825A AMBE% FILRZA > 18 i3 - =]
B128 FILREA v 18 i3 - B
B129 FILREA > 18 ;3 - =]
B130 2021418251 BhEz% EEME 28 i:3 - B
B131 EEME 29 I - B
B132 BEEME 31 i i -
B133 2021€1825R DiER% FILREA > 61 i3 =] -
B134 RILAZA > 38 if:3 B -
B135 FILREA v 97 i =] -
B136 2021£1H25R EfEz% (i3 24.18 i:3 - B
B137 RyTE 24.01 i3 - o)
B138 TR 23.24 i3 - =)
B139 2021£1H26R FhEz% RILRZA 5 40.22 ij: = -
B140 RILRZAFE 28.29 i = -
B141 RILVR&ZA FE 25.22 ij:3 i3 -
B142 2021418261 GreE% FILREA > 18 i3 - =]
B143 FILREA v 17 ;3 - B
B144 FILREA v 17 ;3 - =]
B145 202142A51RH Crezk RILAZA > 23 it g -
B146 EExME 28 i3 - B
B147 BEME 28 ;3 - =]
B148 2021%2A1H AMBER FILRZA v 19 i:3 - =]
B149 RILRZA v 18 i3 - B
B150 FILREA v 18 ;3 - B
B151 2021%2A81H BEs% BEEME 28 ;3 - =]
B152 EEMNE 29 i3 - B
B153 E2EE 29 I - B
B154 2021%F2A81H DHEE% EEME 24 if: = -
B155 E2EMNE 24 ij:3 = -
B156 2ENE 24 i3 i3 -
B157 2021%#2H52H Gres% RILZAZA > 18 i3 - =]
B158 FRILREA v 18 ;3 - B
B159 RILARA v 18 i3 - B
B160 2021%2A88H Ches% EEY=: 30 i:3 - =)
B161 FEY= 30 i3 - B
B162 E=A 30 ;3 - B
B163 2021%2A8H AMBE% FILRZA > 20 i3 - =]
B164 FILREA v 20 I - B
B165 FILREA v 20 ;3 - B
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. . w An . rE =B
No. ! JiE FofEsE (5 B) 1] P
B166 2021%#258H BHEz% EEME 28 i = -
B167 EEME 28 i3 &= -
B168 EEME 28 I - =)
B169 2021%288H D% BEEME 25 i3 - )
B170 EEME 24 i i -
B171 BEME 24 i = -
B172 2021428151 CHEz% EEME 72 iic3 =] -
B173 320 28 i = -
B174 RyTE 25 i3 = -
B175 202142AH16R GHEE% FILREA > 18 i3 - =)
B176 FRILREA v 18 i3 - =]
B177 RIVR&ZA v 18 I - =)
B178 2021%2AH22AR DHEz% (i3 28 i3 - )
B179 XHEE 27 I - =)
B180 B 28 I - =)
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& 1-2. SOEHE. . I SRV BEAEH
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x£1-3. 7347 —tv b, T5343—H&U0TO0—-TDEAEHE LT

EdD) 7747 —

TyrA% . B3 Jiy:::
BEF L7n—7
Assayl Stx Stx-F 5" TTTGTYACTGTSACAGCWGAAGCYTTACG 3’ USDA
Stx-R 5'CCCCAGTTCARWGTRAGRTCMACDTC 3’
5" FAM-CTG GAT GAT CTC AGT GGG CGT TCT TAT
St-P GTAA-BHQ 1 3’
5' FAM-TCG TCA GGC ACT GTC TGA AAC TGC TCC-
Stx2-P MGB 3
caeA Eae-F 5' CAT TGA TCA GGA TTT TTC TGG TGA TA 3' USDA
Eae-R 5' CTC ATG CGG AAA TAG CCG TTM 3'
5' HEX-ATA GTC TCG CCA GTA TTC GCC ACC AAT
Eae-P ACC-BHQ_1 3'
Assay?2 16S rRNA 16S rRNA-F 5" CCT CTT GCC ATC GGATGT G 3’ USDA
gene 16S rRNA-R  5' GGC TGG TCA TCC TCT CAG ACC 3’
5' HEX-GTG GGG TAA CGG CTC ACC TAG GCG AC-
16S rRNA-P BHO 13"
RfbEO157 RfbE 01567-F 5'-TTT CAC ACT TAT TGG ATG GTC TCA A-3’ EFSA

RfbE 0157-R 5'-CGA TGA GTT TAT CTG CAA GGT GAT-3’
5" FAM-AGG ACC GCA GAG GAA AGA GAG GAATTA
RfbE O157-P AGG-BHQ_ 1 3"
Assay3  Wzx026 Wzx 026-F 5 GTATCG CTG AAATTAGAAGCGC 3’ USDA
Wzx 026-R 5" AGT TGA AAC ACC CGT AAT GGC 3’

5" 56-FAM-TGG TTC GGT TGG ATT GTC CAT AAG AGG

Wzx 026-P

G- 3BHQ_1 3’
WhbdIO11 Whbdl O111-F 5’ TGT TCC AGG TGG TAG GAT TCG 3’ USDA
1 Wbdl 0111-R 5" TCACGATGT TGA TCA TCT GGG 3’
5" 5MAXN - TGA AGG CGA GGC AAC ACA TTA TAT AGT
Whbdl 0111-P GC- 31ABKFQ 3'
Assay4 Wzx045 Wzx 045-F 5" CGT TGT GCA TGG TGG CAT 3’ USDA

Wzx 045-R 5" TGG CCA AAC CAACTATGAACT G 3’
5’ 56-FAM- ATT TTT TGC TGC AAG TGG GCT GTC CA-
3BHQ_1 3’
Wzx0121 Wzx 0121-F 5’ AGG CGC TGT TTG GTC TCT TAG A 3’ USDA
Wzx 0121-R 5 GAACCG AAATGA TGG GTG CT 3’
5" 5MAXN - CGC TAT CAT GGC GGG ACA ATG ACA
GTG C- 3l1ABkFQ 3’
Assayb Wzx0103 Wzx 0103-F 5' TTG GAG CGT TAACTG GAC CT 3’ USDA
Wzx 0103-R 5" ATATTC GCT ATATCT TCT TGC GGC 3’
5" HEX- AGG CTT ATC TGG CTG TTC TTACTA CGG C-
BHQ-1 3’
Wzx0145 Wzx O145-F 5" AAACTG GGA TTG GAC GTG G 3’ USDA
Wzx 0145-R 5 CCC AAAACT TCT AGG CCC G 3’
5" FAM-TGC TAATTG CAG CCC TTG CAC TAC GAG
GC-BHQ_1 3’
USDA: USDA, Laboratory Guidebook, MLG 5C Appendix 4.01
EFSA: EFSA Journal. 11:3138, 2013

Wzx 045-P

Wzx 0121-P

Wzx 0103-P

Wzx 0145-P
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= 1-4-1. Assayl stx1&2, eae gene @ 1well HT=Y ORI BKREARK

AHEE IRIG (pb)  #EE (uM) T
2 x Tagman Environmental MastermixMaster Mix 12.50
Primer stx F (50 uM) 0.63 1.25
Primer stx R (50 uM) 0.63 1.25
Primer Eae F (50 pM) 0.50 1.00
Primer Eae R (50 uM) 0.50 1.00
Probe stx1 P (5 uM) 1.25 0.25 FAM
Probe stx2 P (5 uM) 1.25 0.25 FAM
Probe Eae-P (5 pM) 1.00 0.20 HEX
BEZRE K 1.74
DNAT > 7L — b 5.00

= 25.00

% 1-4-2. Assay2 0157, 16S rRNA gene @ 1well H7=Y O Rt KA

I RIS (u)  ®EE (uM) ek
2 x Tagman Environmental MastermixMaster Mix 12.50
Primer 16SRna-F (20 uM) 0.20 0.16
Primer 16SRna-R (20uM) 0.20 0.16
Primer RfbE-0157-F (20puM) 0.25 0.20
Primer RfbE-O157-R (20uM) 0.25 0.20
Probe 16SrRNA-P (5 uM) 0.50 0.10 HEX
Probe RfbE-0157-P (5 pM) 0.25 0.05 FAM
R K 5.85
DNAT> 7L — 5.00
a5t 25.00
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% 1-4-3. Assay3 026, 0111 gene @ 1well HF=Y O RIEA R

AE RIS (ub)  ®EE (uM) ek
2 x Tagman Environmental MastermixMaster Mix 12.50
Primer Wzx 026 F (20 uM) 0.31 0.25
Primer Wzx 026 R (20 uM) 0.31 0.25
Primer Whdl 0111 F (20 uM) 0.31 0.25
Primer Whdl 0111 R (20 puM) 0.31 0.25
Probe Wzx 026 P (2 uM) 1.88 0.15 FAM
Probe Wbdl 0111 P (5 uM) 1.00 0.20 HEX
R K 3.38
DNAF> 7L — 5.00
aFt 25.00

% 1-4-4. Assay4 045, 0121 gene @ 1well H=Y O RIGA R

I RIS (u)  ®EE (uM) ek
2 x Tagman Environmental MastermixMaster Mix 12.50
Primer Wzx 045 F (20 uM) 0.31 0.25
Primer Wzx 045 R (20 uM) 0.31 0.25
Primer Wzx 0121 F (20 uM) 0.31 0.25
Primer Wzx 0121 R (20 uM) 0.31 0.25
Probe Wzx 045 P (2 uM) 2.34 0.19 FAM
Probe Wzx 0121 P (5 uM) 1.00 0.20 HEX
R K 2.92
DNAT> 7L — 5.00
aFt 25.00
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% 1-4-5. Assayb 0103, 0145 gene M 1well Ht=Y O RIGA KK

AE RIS (ub)  ®EE (uM) ek
2 x Tagman Environmental MastermixMaster Mix 12.50
Primer Wzx 0103 F (20 uM) 0.31 0.25
Primer Wzx 0103 R (20 uM) 0.31 0.25
Primer Wzx 0145 F (20 uM) 0.31 0.25
Primer Wzx 0145 R (20 uM) 0.31 0.25
Probe Wzx 0103 P (5 uM) 1.00 0.20 FAM
Probe Wzx 0145 P (2 uM) 2.50 0.20 HEX
R K 2.76
DNAF> 7L — 5.00
aFt 25.00
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& 1-5. KIEEOELZFRIMEIR

- m;5%
i 0157: H7 0157: H- Z oMo EARMBFR
TSIEX #®m + + +
=fE + + +
b KREE - - -
N RAEE + + +
LIM&zst ) 2> + + +
A F= + + +
EE + - +
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& 1-6. LR LG DIFH

No. 4 RS womm 0 LEH
7 B) (CFU/cm?)
B1 202011 89H DHEE% RIVARZA > 92 i 10.63
B2 RILRZA > 73 ifa 5.67
B3 HBEFTE 43 i 20.89
B4 2020£11810H BrEE% RILZAZRA > 18 I 1.22
B5 RILARA v 18 T 1.78
B6 HRILRZA v 18 It 1.00
B7 2020F11810H ArEE% RIVAZA > 19 1 0.11
B8 RIVAZA YV 19 1 0.11
B9 RILARA > 18 i3 0.56
B10 2020%11A16H AbEEE FILZEA 20 1 0.22
B11 HRIVAZRA v 20 IifE 0.11
B12 RIVARZA > 19 i3 0.22
B13 2020%11816H BB BEEME 26 I 2.22
B14 2 EMTE 27 Tiff 0.67
B15 2EMNE 28 i3 el
B16 2020F11816H CHE% TS 35 i 1.56
B17 RS 29 if: 1.80
B18 RS 27 if: 0.11
B19 2020%11816H DFE % BEEME 30 I 750.00
B20 EEMTE 30 Tiff 27.11
B21 BEEE 30 1 13.56
B22 2020F11H23H D% EEME 26 Iiff 27.33
B23 B EME 26 It 25.00
B24 BEME 29 i3 171.66
B25 2020%11HF24H BB RHETE 28 It 0.22
B26 RHETE 23 i 0.67
B27 TS 27 1 1.33
B28 2020%11824H AREE% RIVAZA v 17 1 0.33
B29 HRIVAZRA 18 It 0.67
B30 A 18 It el
B31 2020%11H25H Chezk RS 25 i 2.56
B32 TS 25 lif: 1.33
B33 RHETE 24 i 5.89
B34 2020%11830H BriEa% 2 EHTE 26 i3 0.67
B35 EEME 26 It 2.44
B36 2EME 28 Iiff el
B37 2020%11A30H ANEER HRIVARZA v 19 Iiff FERRH
B38 FILRZA 18 I 0.22
B39 RIVARZA > 18 it 0.11
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No. O s somm 0 EE
7 A (CFU/cm?)
B40 20204118308 CHEER HENE 29 i 11.00
B41 THIE 25 i 1.78
B42 TR 35 i 1.11
B43 2020411830H )i RILRZA v 87 i 1.33
B44 FRILRZA v 93 i 3.11
B45 BEME 24 it 2.78
B46  202041287H ChEsk HEE 26 4 1.78
B47 THE 26 4 1.44
B48 BEME 27 yiid 0.56
B49  2020412A8H BrE & HETE 27 i 0.56
B50 HENE 26 i 0.11
B51 RHETE 27 it JEiE H
B52 2020412H8H AREZR FNZEA > 19 i TRt H
B53 FRILZAZA v 20 i3 FEi%
B54 RILRZA v 18 i3 0.11
B55 202041287H DHER FILRZA v 69 i 38.70
B56 BEME 30 i 20.40
B57 BEME 29 yiid 119.30
B58 20204128148 ChEzk ZEME 28 i3 1.22
B59 BEME 27 icd 0.78
B60 BEMTE 28 jicd 1.11
B61 20204128141 BrE & BEME 27 i 3.33
B62 BEME 36 i 0.33
B63 BEME 32 it 3.78
B64 2020412814H AHEZR RILREA v 18 I 0.78
B65 FILZRZA v 18 icd 0.11
B66 RILRZA v 18 icd 0.22
B67 2020412814H DE % BEME 29 jicd 17.00
B68 BEMTE 29 i 0.89
B69 BEME 29 i 1.78
B70  202141F4H ChEsk BEME 27 icd 2.89
B71 BEME 28 icd 2.22
B72 BEME 29 icd 0.22
B73  20214185H AfEs% RILZZA 19 i3 FERRH
B74 RILVAZA > 18 T 2.89
B75 HRIVARA v 19 i3 0.11
B76  202141F5H BrE & AR 26 yiid 35.20
B77 HENE 25 i:d 0.78
B78 RMERE 25 i3 30.90
B79  202141F4H EfEs% RILRZA v 18 i3 0.33
B30 RILRZA v 19 icd 1.00
BS1 RILRZA v 18 jicd FEtRH
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No. RHE Hseee s somm 0 ERH
A) (CFU/cm?)
B82  2021%1A5H FhEs% RILZAZA > 30 li: 0.22
B83 RILRZA v 46 li 21.70
B84 RILRZA > 31 It 0.67
B85  2021#1A12H ChEz% EEMRE 160 i 0.22
B86 < 127 li 2.67
B87 EENE 104 i 2.89
B88 2021#1A12H A% FILRZA > 20 i3 4.00
B89 RILVRZA 20 i3 FEiR
B90 FILRZA 24 i3 0.33
B91 2021€1A12H BhE:% EEME 28 i3 FEMR
B92 EEME 28 i3 0.67
B93 E2EME 28 i3 1.22
B94 2021#1A12H D)iiH' e 27 i3 107.80
B95 RtE 27 i3 7.22
B96 RHE 27 i3 27.10
B97 2021#1A12H EfEE% Py —P— 107 li: 0.83
B9S RILRZA 64 i FEMR
B99 RILRZA 120 li 1.33
B100 2021%18127 FhEs% RILRZA v 14 i3 3.78
B101 RILRZA > 14 i3 10.20
B102 RILZAZA > 14 Ji:3 8.89
B103 2021%1818H ChEz% EEME 30 i3 FEtE
B104 EEME 26 It 0.11
B105 EEE 27 i FEtE
B106 2021#1818H AR RILRZA 20 Ji:3 0.22
B107 RILZAZA > 19 i3 FERRH
B108 RILZRZA > 20 Ji:3 0.22
B109 2021#1R818H Brak EEMNE 28 yi:3 0.22
B110 EEMNE 27 Ji:3 0.44
B111 BEEMNE 29 yi:3 0.11
B112 2021%1818H Drga% RILRZA > 49 i 8.33
B113 EEMNE 91 i 2.44
B114 EEMNE 154 i 2.00
B115 2021€1H18H EpEs% RILRZA > 18 yi:3 FEMR
B116 RILVRZA > 18 i3 |
B117 RILRRA v 18 Ji:3 FEMR
B118 2021414197 Frga% RHE 25 i 0.67
B119 HtE 26 I 11.00
B120 RHtE 26 i 13.10
B121 2021€1R197 GHeE% RILA R A > 17 i3 0.33
B122 FILRZA 17 i3 5.89
B123 FILRZA 17 i:3 0.44
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No. O s somm 0 EE
(v B) (CFU/cm?)
B124 2021%1825H ChEs& FILRZA 56 i 1.33
B125 RV A > 36 lic3 JEi%
B126 EEME 203 it JEtRH
B127 2021%1825H AR FILZZA 18 i3 FEiEH
B128 RV A v 18 i3 FEM% H
B129 RILRZA > 18 i3 JEtRH
B130 2021%&1825H BHE:% EEMNE 28 i3 0.22
B131 EEME 29 i3 0.11
B132 2EME 31 i 0.22
B133 202141825H Drez% RILRZA v 61 i 1.11
B134 RIVARA v 38 it 2.89
B135 RILZARA v 97 ii: 8.89
B136 202141825H Ersd RfTE 24 i3 0.11
B137 HEE 24 i3 0.11
B138 TR 23 i3 0.22
B139 2021%1826H Frgak RILZARA v 40 ii: 4.56
B140 RILZARA v 28 ii: 1.22
B141 RILZ A 25 i 5.44
B142 20214%1B26H GHEs% RILRZA > 18 i3 0.44
B143 RILRZA > 17 i3 0.44
B144 RILZARA v 17 i3 0.11
B145 202142818 ChEs% RIVZRA 23 i 5.67
B146 2EME 28 i:3 0.22
B147 SEMEB 28 i3 0.78
B148  20214281H AREE% RV A v 19 i3 0.33
B149 FILRZA 18 i3 FEEH
B150 RILRZA v 18 i3 0.11
B151 202142F1H BrHEax 2EME 28 i e
B152 Z2EMNE 29 i3 3.78
B153 EEME 29 i3 0.56
B154  2021%42A1H Drez% EENE 24 i 9.33
B155 Z2EME 24 i 5.44
B156 EEMNE 24 It 26.70
B157  2021%4282H GHER% RILZRZA v 18 i3 0.67
B158 RILZZA 18 i3 1.78
B159 RILZARA v 18 i3 1.22
B160  202142H8H Chezk = 30 i3 0.22
B161 5af 30 i3 14.00
B162 5Ef 30 i3 0.44
B163 202142H8H A% RILAZA > 20 i3 FEHRH
B164 FRILVZZA 20 i FEiR
B165 RILARA v 20 i3 0.33
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No. s fEES soma 0 EEH
(»A) (CFU/cm?)
B166 2021%F2B8H BrEzk EEfME 28 ki3 2.22
B167 22AE 28 0.56
B168 EEME 28 T 1.78
B169 2021%F2B8H DiEz% B EfE 25 T 13.70
B170 BEE/ME 24 lf:3 21.80
B171 EEME 24 i3 29.00
B172 2021%2AF15H Crzk B E/E 12 ki3 3.33
B173 MR 28 lifid 0.89
B174 MERE 25 lf:3 0.44
B175 2021%2H16H GriEzk HRIVARZRA v 18 T 0.56
B176 FRILAZA 18 T 0.33
B177 FRILARA v 18 T 0.22
B178 202142H22H DreE% RfE 28 It 1.78
B179 MR 27 T 4.78
B180 RMERE 28 T 41.00

FEMH X, 0.11 CFU/cm?3ki
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& 1-1. OV OEER. HROERHR

AR SRR 4+ R
((ELES ((ERE (*Ft5+SD CFU/cm?)

v DiEFE RILARA > 80 61 2.9+5.92
EEME 57 50 20.4x£104.58

MR 34 33 9.6+20.41
BENE 5 5 67.0x66.50

24 3 3 4.9x6.44

Ty —T— 1 1 0.8

el i 62 57 5.6x8.07
i3 118 96 16.1£79.15
EXZN 180 153 12.2+63.10

SD: standard deviation

* 1 3EMHE. 0.11 CFU/cm?kiis
AR AR D A DI+ SD
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*& 1-8. TRRADERR

o R R
i SUERE A B
A (Bl (F#9+SD CFU/cm?)
ABZ& AF ARZE A BZ¢& oY=y
11 12 10 0.2£0.19
+
ArEE% 12 0 36 a 23 0.2%0.28 0.5+0.93
1 12 6 1.4£1.55
6 3 0.10£0.10
11 12 10 1.2+0.69
+
Bl —o —0 — 36 ——o— 31 —0t189 55474
1 12 11 6.4+12.61
6 5 1.8£1.2
11 9 9 3.0£3.20
+
Chiesx 12 J 36 5 32 1.220.40 2.3£3.01
1 12 8 1.6+1.17
9 9 2.9+14.30
11 9 12 88.3+204.41
+
Diteax 12 J 36 6 36 33.0%40.62 43.9+124.58
1 12 9 18.6+32.40
9 9 17.1£12.57
11 - E _
Lo=n, 12 _ _ —
EnEEx 12 7 0.6+0.45
1 12 7 0.6£0.45
11 - _ =
TR 12 _ _ —
FrEEx 12 12 6.8+6.20
1 12 12 6.8£6.20
11 - _ =
2=, 12 _ _ —
GlEax 12 12 1.0£1.53
1 6 6 1.3+£2.07
2 6 6 0.8+0.54

SD: standard deviation

*:JEM X, 0.11 CFU/cméskis
xR HEE D & DI £ SD
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= 1-9. BRIOAEEH
o . EREEH R
. y S BRE 3K .
£ A v DiEsE B (5 £SD CFU/cm?)
B A e fEgs] wa
RILAZA Vv 19 17 1.6x2.65
2EMTE 11 9 94.3+232.07
o +
11 s 12 45 12 41 —2'5_2'95 26.9+t117.44
BEME 3 3 65.1£75.70
FGh=: - - -
2020 i b - _ —
RILAZA Vv 7 5 8.0x15.36
EEME 10 10 3.1x4.77
7= +
12 S 5 24 4 21 —1'0_0'67 10.2+26.08
BEME 2 2 69.9£49.45
A - - -
=T — - - -
RIVAZA v 41 29 3.4x4.61
EEME 21 17 1.1£1.09
= +
1 MR 12 75 12 59 19.5£29.33 6.0+ 15.29
BEME - - -
FGh=: - - -
2021 Vv —T— 1 1 0.83
RIVAZA 13 10 1.1+1.59
EEME 15 14 8.5+£9.83
= +
MR 5 36 5 32 9.8+£15.68 6.1+9.90
BEME - - -
[Ey=:! 3 3 49+6.44
Py —T— - - -

SD: standard deviation

*: JEMHIE. 0.11 CFU/cm?si
R EEER O HDOF +SD
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*& 1-10. BHEEZEOHER

Assay
®ix 4 5

Stx eae 16S 0157 026 0111 045 0121 0103 0145
Bl 204 29.8 14.1 ub ubD ub ub ub ub ub
B2 20.2 ub 15.4 ub NT NT NT NT NT NT
B3 251 278 13.5 ub ubD ub ub ub 31.9 ub
B19 ubD 25.3 14.3 uD NT NT NT NT NT NT
B20 ub 26.0 13.9 ubD NT NT NT NT NT NT
B21 27.0 19.2 14.6 ub ub ub ub ub ub ub
B24 29.7 214 14.7 ub ub ub ub ub ubD ub
B27 40.7 ub 17.1 ub NT NT NT NT NT NT
B29 40.7 ub 14.9 ubD NT NT NT NT NT NT
B38 19.8 ub 14.3 ub NT NT NT NT NT NT
B48 42.0 ub 22.0 ub NT NT NT NT NT NT
B54 17.9 ub 14.6 ub NT NT NT NT NT NT
B55 24.0 ub 14.2 ub NT NT NT NT NT NT
B56 250 25.6 14.1 27.4 ub ub ub ub ub ub
B57 21.4 ub 14.4 ub NT NT NT NT NT NT
B67 ub 40.3 13.9 249 ub ub ub ub ub ub
B69 ub 22.8 14.0 ub NT NT NT NT NT NT
B73 27.3 ub 14.2 ub NT NT NT NT NT NT
B74 ub 41.0 14.6 ub NT NT NT NT NT NT
B87 ub 37.4 14.9 ub ubD ub ubD ub ub ub
B83 328 210 14.7 ub ubD ub ub ub ub ub
B120 26.8 30.0 13.9 ub ub ub 32.0 ub ub ub
B124 ub 40.9 14.9 ub NT NT NT NT NT NT
B125 39.4 ub 38.3 ub NT NT NT NT NT NT
B128 42.9 ub 33.6 ubD NT NT NT NT NT NT
B130 38.7 394 14.2 ubD ub ub ub ub ub ub
B132 ub 38.9 17.6 ub NT NT NT NT NT NT
B133 ub 39.9 16.4 ub NT NT NT NT NT NT
B148 27.2 358 12.8 ub ubD ub ub ub ub ub
B149 ubD 40.0 12.9 uD NT NT NT NT NT NT
B150 40.3 ub 13.0 ubD NT NT NT NT NT NT
B153 ub 39.1 13.7 ub NT NT NT NT NT NT
B166 ub 40.0 14.0 ub NT NT NT NT NT NT
B169 ub 16.7 14.4 ub NT NT NT NT NT NT
B170 ub 17.0 14.5 ubD NT NT NT NT NT NT
B171 ub 17.7 14.5 ub NT NT NT NT NT NT

13.6

i _
DYIN2) ub ub 440 ub NT NT NT NT NT NT

AR m

* EEEHOE Y A h - 7-1&E 5 UD: undetermined ; NT: No test
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& 1-11. 1R{AB3 & XU B56 T®D MPN D#EE

Bk Assay EET MPR $E
15:4= 2B 3% H
Stx UD UD UD UD UD UD NT UD NT <3MPN/10g
B3 eae UD UD UD UD UD UD NT UD NT <3MPN/10g
0103 UD UD UD UD UD UD NT UD NT <3MPN/10g
Stx UD UD UD NT NT NT NT NT NT <3MPN/10g
B56 eae UD UD UD NT NT NT NT NT NT <3MPN/10¢g
0157 UD UD UD NT NT NT NT NT NT <3MPN/10¢g
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& 1-12. A73Y)—RITO 1 MmFF STEC D BEFER

HTFITY— AEREEE B EEK miEA
7 DEFE RILRRZA v 80 0 -
BEME 57 0 —
HTE 34 0 -
BEME 5 1 0157:H7
=] 3 0 -
Py —T— 1 0 -
EE% ATEER 36 0 —
BieEx 36 0 -
Cresx 36 0 -
Drerx 36 1 0157:H7
ErEEY 12 0 -
FHEz% 12 0 -
GHEE% 12 0 -
F A 20204118 45 0 -
2020412 24 1 0157:H7
2021418 75 0 -
202142 8 36 0 —
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x& 1-13. KEEE DB

A NE
ok _ H% SBERR
BEF CTE 1 2 3
7
stx 30.3 stx() stx() stx1(+)
stx2(-)
eae 30.5 eae(-) eae(+)
B3 0103(-) 0103(+) eael)
0103 31.2 ) " 0103(-)
REKE 3tk 9tk YA
Stx 25.0 stx(+)
856 eae 25.6 eae(+)
0157 27.4 0157(+)
REHE 30%k
Stx ub stx(-)
867 eae ub eae(-)
0157 26.4 0157(+)
RN 1%k
stxl ub
stx(-)
stx? 29.9
B120 0.8 eae(+)
eae ) 0452
045 ub
R 2Kk

UD: undetermined
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x2-1. BREBROEELRTL—1EHH-YVOEZEE

HER = pH 1EZEH-)DEE (9)
100 ppm 3.92 0.8x£0.04
AR 200 ppm 3.72 0.8x0.07
500 ppm 3.72 0.8%+0.05
1000 ppm 2.83 0.8%0.03
100 ppm 8.79 0.8x£0.02
KREBIEEH 200 ppm  9.16 0.8+0.03
FhUTL 0 300 ppm 9.16 0.7+0.01
600 ppm 9.27 0.8%0.05
Ix/—J 70% 6.72-6.77 0.8x0.01
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& 2-2. STEC ~DEEMNE DRI

F39+SD (log CFU/mL)

STEC Y - b=yt
s EES] =E
ESDET 026 045 0103 0111 0121 0145 0157
100
PBSH# & BEFER N.D. N.D. N.D. N.D. N.D. N.D. N.D.
ppm

REIEHRR 100
FhrUT LA ppm

N.D. N.D. N.D. N.D. N.D. N.D. N.D.

x/—J)L  T70% N.D. N.D. N.D. N.D. N.D. N.D. N.D.

N 8.9 9.0 8.7 8.7
BB K NT NT NT
+0.02 +0.04 *0.54 =£0.05
. . . 100
TSB#E BEFER N.D. N.D. N.D. N.D. N.D. N.D. N.D.
ppm

RIS 100
FrUTL  ppm

N.D. N.D. N.D. N.D. N.D. N.D. N.D.

/=)L  T70% N.D. N.D. N.D. N.D. N.D. N.D. N.D.

9.0 8.9 8.8 8.8 8.9 8.9 8.9
+0.08 £0.05 *=0.08 =*£0.08 =*=0.05 =*£0.01 =£0.06

TRE 7K

8.8 8.9 8.9 8.8 9.1 9.0 8.9
+£0.13 =£0.02 £0.08 *0.00 =*=0.04 =£0.02 =0.08

EEER

N.T.: No test
N.D.: Not detected (#BHFEFR<3)
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% 2-3. STEC BRA~OMRORIE GAEFE)
F4#9+3SD (log CFU/K)
miEEE
026 0103 0111 0157
fE%E BE Fk s AE s 0% 7 0% AR S
TSA  7H— TSA  7H— TSA  7H— TSA  7H—
STEC STEC STEC STEC
100 27— 7.3 7.3 T T 7.4 7.0 NT T
BEFEE oom 2@54 £0.10 £0.02 7 2002 054 o n
50mLIZ
. N.T. N.T. N.T. N.T. N.T. N.T. 7.0 7.1
20 RE
200 A 7.3 7.1 7.2 7.0
N.T. N.T. N.T. N.T.
ppm 2@5%  +0.07 *0.03 +0.23 +0.26
50mLIZ
—— N.T. N.T. N.T. N.T. N.T. N.T. 6.9 6.9
20 A
500 A 7.4 7.3 7.3 7.1 7.2 7.2 7.3 7.2
ppm 2[a]545> +0.11 #0.06 *£0.18 £0.08 =£0.15 *0.25 *0.12 =*0.10
50mLIZ
N.T. N.T. N.T. N.T. N.T. N.T. 6.8 6.8
20MRE
1000 2L — 7.5 7.3 7.3 7.2 7.1 7.0 7.2 7.2
ppm 2[a]545> +0.05 *0.06 *£0.02 =£0.04 £0.03 *=0.02 +£0.12 =*0.15
27—
N.T. N.T. N.T. N.T. N.T. N.T. 7.3 7.2
10[E104%
27—
10@10%4  NT.  NT.  NT. NT. NT.  N.T. 73 1.2
(GAET)
50mLIZ
- N.T. N.T. N.T. N.T. N.T. N.T. 6.7 6.7
20MRE
100mL
MirimL N.T. N.T. N.T. N.T. N.T. N.T. 5.4 5.5
55
100mL
MiFimL N.T. N.T. N.T. N.T. N.T. N.T. 5.7 5.6
185
o 7.3 7.2 7.4 7.3 7.3 8.1 7.3 7.2
IR +£0.03 *=0.02 =*0.07 =*=0.05 =*0.01 =*=0.11 *=0.07 =*=0.20
N.T.: No test
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& 2-4. STECHEEHN~DMRDRIE (REIERFT L) IL)

F#5+SD (log CFU/H)

miERE
026 0103 0111 0157
(EE] = F& =k =k =k =k
TSA T7H— TSA  7H— TSA T7H— TSA 7 H—
STEC STEC STEC STEC
100 PomLic N.T N.T N.T N.T N.T N. T 7.1 7.1
REERE ppm 20 RE
all RN
200 50mLI(Z
. N.T. N.T. N.T. N.T. N.T. N.T. 7.1 7.1
ppm 20#25E
300 27— 7.5 7.5 7.5 7.4
N.T. N.T. N.T. N.T.
ppm 2[5 +£0.10 *=0.28 +0.08 *=0.14
50mLI(Z
. N.T. N.T. N.T. N.T. N.T. N.T. 7.1 7.0
20MRE
600 A 7.5 7.4 7.3 7.3
N.T. N.T. N.T. N.T.
ppm 2[a55> +0.05 =*=0.18 +£0.10 *=0.15
7L —
N.T. N.T. N.T. N.T. N.T. N.T. 7.4 7.4
10[E10%
7L —
10[E104% N.T. N.T. N.T. N.T. N.T. N.T. 7.0 6.9
(GASETa)
50mLIZ
. N.T. N.T. N.T. N.T. N.T. N.T. 7.0 6.9
20 E
100mL
ML N.T. N.T. N.T. N.T. N.T. N.T. 5.8 5.8
54
100mL
ML N.T. N.T. N.T. N.T. N.T. N.T. 5.9 5.9
1E5E
— 7.3 7.2 7.4 7.3 7.3 8.1 7.3 7.2
= +£0.03 *=0.02 £0.07 £0.05 =£0.01 £0.11 =*£0.07 =£0.20
N.T.: No test
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& 2-5. STECHERER~DHMRDREE (T2 / —)L)

9 +SD (log CFU/K)

;5
026 0103 0111 0157
TE%A E Fk VASES VA=ES VA=ES VA=ES
TSA 7 H-— TSA T7H— TSA  T7H— TSA T7H—
STEC STEC STEC STEC
27— 7.3 1.2 7.4 7.3 7.3 8.1 7.3 1.2
/-1 10%
2[a]54% +0.03 £0.02 =£0.07 *£0.05 #£0.01 *£0.11 *0.07 =0.20
7L —
105109 N.T. N.T. N.T. N.T. N.T. N.T. 7.2 7.1
(GAEE)
50mLI(Z
. N.T. N.T. N.T. N.T. N.T. N.T. 6.8 6.8
20 R0E
N — 7.3 7.2 7.4 7.3 7.3 8.1 7.3 7.2
= +0.03 £0.02 =£0.07 £0.05 #£0.01 *£0.11 *0.07 *=0.20
N.T.: No test
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& 2-6. STECHEEHN~DYMEDRIE GREK)

T#9+SD (log CFU/KE)

mEEE
026 0103 o111 0157
o] Fk s0% VASE= VA=ES VA=ES
TSA 7#H—  TSA FH— TSA TH— TSA TH-—
STEC STEC STEC STEC
27— 16 15 74 73 73 718 714 13
LR 2@5%  +£0.05 +0.01 +0.08 +0.01 +0.21 +0.56 +0.04 +0.09
27—
10104 NT. NT. NT. NT. NT. NT. 72 73
GARE))
50mLIZ
sowzs  NTONTONTONTONTONT 72 70
T00mL
AFHEL NT. NT.  NT. NT. NT. NT. 61 6.0
5%
T00mL
MFFKEL NT. NT.  NT. NT. NT. NT. 58 59
1 K5
— 73 7.2 74 73 73 81 73 7.2
+0.03 +0.02 +0.07 +0.05 +0.01 +0.11 *0.07 *0.20
N.T.: No test
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WHERR DO FATICEE 4 % — Bk

FERF KA LA A M4 FEF A By | = A
Saito-Shida S., Determination of 8a-hydroxy |[Food Analytical {14  [845-855 [2021

Kashiwabara N., Nemoto
S., Akiyama H.

mutilin as a marker residue
for tiamulin in swine tissue
by liquid chromatography—t
andem mass spectrometry.

Methods
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