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B (AL RA MY Y) ROVEBESRRWE (HCB
LD 151EA)) 12OWT, FOMRERSRE L
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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
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#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

78




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
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1.0e4

5.0e3

0.0e0
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Time, riry
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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
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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
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7000

6000

5000

4000

- !
2000
1000
3]

Intansity
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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
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<—

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}
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