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1. @ STEC 4

2020 4E 10 H 5 2023 45 1 HIZENORA
AR 12 7 FTC T, U504 BHNBY 7Y
YT EAT o, 7RB. N b Ok (24
Belk) Tk, EEBNEDO A ZE L7z, £
7oy BRIRIR O % & BB IR RS L
7o RV ORIKIRIZT > 7V TRy T D FE
£, 42+ 1°CT 1524 B 21T o772, 2
DRI S DNA 7 V4 Y B 2170,
Z @ DNA fliHi{g% STEC 7 IiERED~ LT
Ty I AT NVEALPCRDOT T L— Lk
ELTHWE, U T %A L PCR O,
stx B LW eae BinTBHtEOBIRIL, KT T
STEC 7 IiEHE O Bin T2k L7z, S@IREE
WEIZHRE LIERED LW =—{Z2T
I, STEC7 myg#t4A Y 74 A4 LA PCRIZ K
D HIEZ1T 7=, STEC ZyBfRkED O iMisHE

. PEKRIGE e g (BN (7 ks
St TR O 7T v 7 AERERIEE H
WTHIE L7z, STEC 7 MLIERFICHIE S AL 14
BRICOWTIE, H {E#EZ2 frifnig s & O H-
genotyping  HWTIRE L7z, 2B, b
LISMZ DWW TR O M ifHE 2§ if 3 L O O-
genotyping |2 CTIRE L7, STEC 7 MigHEAN
BEit: & 72 o TR DWW TR, MR L T
BT IR 2 ek (MPN, 3 KIE) 12
TREROEE A2 -V CE BB A 1T > 72,

2. FHOHEENR OB

(1) SCHRERA
FREARDEE: & LT D TIED 5 BEFERY
IRIRILAN B B ik i~ D Z L A& L
C., Carcasses, Dressed Cattle, Block Meat,
Disinfection, Decontamination, Disinfectants,
acids, hot water, steam, Microorganisms,
bacteria, E.coli, STEC #¥%—U— & L T,
PubMed TICHRFAA 21T > 72,

(2) wtkk

[ 37 = B A B BT ERT TIRA L T D
STEC ILif#¥ 026, 0103, O111 35 X Tr 0157
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Mz, FRERROMIEEZ DT 72 E E OBk
(Wl V) I KO Z B Y BRu 7 ik
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lem, ¥I5emf (K125g) ICEREHMIZHIY 4
FTERL . Wmalbrfr LT, BT 2RI 4C
(R LT L7z,
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HIREMED I 2 b U IR ST
WA HERZ, 10mL O TSBIZAEE L, 37CT
18 P e & L7, T ORI A 4°C,
5,000 rpm, 15 Z3fliE s U, JRE Y > BRRE A
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(6) {HEIKDFHTHY STEC ~D RN R DR
Ak
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B U721 RO L RIEZHRI L, Bk
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L. 15 M=ERAAFT D 2 LTk - Tl %
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2) {HHEIREE D HIE

HERZ 2\, 10 [ E 7213 60 FMETE LT,
2\ (1.6mL) MEFECiX, Ml LRIRT, i
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4) JHFHKR 100 mL 35 LT 500 mL 2> F i Lo
J7ik
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X, 50mL 23U 2T 10 [E (A 500 mL,
500 mL 22 F e L) 2T L &2AT o 72,
5) 25CEH LV 55COIHEHK 500 mL 2> i L
72 5 NI Ltk OB 51k

Werf7a L) Tl EHERRAZ L2 25C
t L < 1T S5°CITIME L7z iE a3 GEEERE 100
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PCB (28. 52, 101,

DFFN) GIHTIE)
ZOFER, B 73.4~109.7%. PHTHE 1.3
~11.7%. ZEWNFEE 3.4~199% L 720 | BAT
IRERNG LN, o, WL EREY
EFTHE—7 IR0 LT, RPWEICRIEIX
mRinole, TNHOREND, 14 555
DR ERE LI2giTiEe LTRETH D
Z R ENT,
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1. @ STEC 4

BT, 504 BAD 5 B 40 MR TRHTR
KA THY | il 464 K TOFH)1T 487.2
CFU/em?> Th o7z, 7 ¥ OFEFERITHET 5
&L B D IR RN ERR R TS
DI, T HADEREEN 9,387.6 CFU/cm? T
Rb@ENole, MBI ZE L T, AR
BbHEN-o T X F ik Thol=, £7-.
gk = & OAEFEEDY 1,000 CFU/em? % 8 % 5 it
®iE, EBLOFMRTHY ., TOAEFEBITE
NEH 1,156.7 F X 183,193.0 CFU/em? T -
oo AZ oA, 7TANKBEL
5,133.4 CFU/em?, R\ T 6 H 2% 699.9 CFU/em?
ThY ., [UEAEOEIZEVMER2 LS4

138, 153 K TF 180

77

STEC 7 i % #lBRk L 72 480 kD H
5. ostx DWW eae BIn T OV EHNT
DG T o o T BRIL 110 BIATH 1 |
ZD 55 31 fFRIKIL stx B XD eqe BAx 1Bk
Lok ThHh Tz, EHIT, DI H 15
AR stx 38 X eae Bin 1Bt 7e 65 NS
STEC 7 MEHEEIFEL o7, Zhvb
?D 9B, STEC 7 MLIGHED 53N r[RETd -
ToRRIZ BS6 . D68 F5 L TN 23 O 3 fiiffk
(3/480, 0.6%) Th v, k& bIMIERMIL
OI157:H7 Th o7z, Ziu b STEC O157 A5
DX, 2020 4 12 M S 7= D i
R OEFRE, 2021 458 IZHRM S HL7Z E Ji
R OZZHEREFS L2022 26 HICEM S M
fEsx D BREBFFED G THoT-, D ONisk
BV T, BN OIEES O U] 72 R E ) 5
UCbiviz, 728, F—MERIZBWT, MR
RN R 22 2126 v 53, fERL7R &
T stx BB LW eae BIGTRA /XHF — L W AE]—
DRGEDIBESND Z & BSHUAL ST,
STEC 0157 23 73 Bf S 7= BRIz DU T
MPNIEIZTER LT E 2 A, ZOEEHEIT,
1 #ifk (D68) (22U TiE 1.02 MPN/100cm?
(11 MPN/100mL #{&i#k) ToH Y, Zofth 2
R (B56 36 L UM123) 1T DWW TIEMR R AR
fifi & 72 %5 0.33 MPN/100cm? (3.0 MPN/100mL
MRARIR) R Th o7z,

2. FROWFEHR OB

(1) SCrkalA
RBOFER., 31 MEOD-T2, DRI
BV RME(10 )T, LIS\ O E R I SLER
@) FBILOWEEEE (2#) ThHv, REL
LTIX55C (43) ThoT,

(2) {HEKDFHTHY STEC ~DzhHR

1) WHEIREZE DR



STEC DI, 2[FMEFHE (72 L)
TlX. WHER T 7.0-8.1log CFU/Jr. JKEF KT
73 - 7.81log CFU/JF CTH V| 10 [FIEFE (il
72 LRI KOS 0 k) Tk, 1HER
T6.9 - 7.410g CFU/JT, JAE/KT72 - 7.3
log CFU/A TH Y . HEIRIZ L D STEC D
RITRO R o7, 60 [BIEFE TIX,
72 LIIRIZ B W T, HRIKR T 7.0£0.1 - 7.2+
0.1 log CFU/Ji, &7k T 7.3£0.1 log CFU/ Jv
ThHY ., MDD RIKICEBNT, HEIKTS5.9
+0.6-6.7£0.4 log CFU/JT", JAHE/K T 6.9%£0.3
log CFU//F CTH Y . HEIRIZ L 5 STEC Dl
NREDPETRD BT,

2) VHEIE 50 mL j=RiE DO %h R

HEIHTIL 6.8 - 7.11og CFU/FTH Y, I
F/KTIX 7.0 log CFU/TH Y . HEKIZLD
STEC DU ZhRITFED B o7z,

3) W 100 mL 3 X V500 mL 2>k Lo
PIES

TH#EEK 100 mL 22000 LTl Al 7e Uik
2BV T, {HEK T 6.820.1-7.120.3 log
CFU/F. J&#E /KT 74+0.31log CFU/F TH
D, D D RRIERICBW T, HERT 5.7203
- 6.50.2 log CFU/J7, J&# /KT 6.80.2 log
CFU//CThH v | 60 [FIMEFE LV IHFRIZK S
STEC DOV iz, {HEIK 500
mL 72T LTl TH#HK T 4.820.9-6.0204
log CFU/Ji. /K T 6.6+0.5 log CFU/Jy T&
V. 100 mL 223 L & 0 H73EHKIZ L % STEC
DD NEDNFRD biLlz, 723, FRITHEE
L. Tt b7l a5#k7> 513 STEC I &
OERIFRE S e ol
4) 25CH LV 55 COIEFERK 500 mL 2T L
72 B NI DT IR L1 DY DR

25COWEH72 L TIE, HERT54103-5.6
+0.6 log CFU/ 1", JAEE7K T 6.8%0.6 log CFU/

ATHY, 25COWHDH Y T, HEKT 4.7
+0.8 - 6.1+0.6log CFU/F". IKE /KT 63+
0.3 log CFU/RToh V| 55CHEHE2 L TlE,
FHE T 5.4%+1.7-5.7%0.5 log CFU/F . TR /K
T63+0.110g CFUFTH Y, 55CHFEH D T
1%, THFEIR T 52403 -5.710.5 log CFU/JT,
WK TiX 6.41+02 log CFU/F Th o712, HiE
#RIZ & % STEC DI RITFED B A2,
THEHR D 55 CHNRN RITFRD bz hro Tz,
7B, FRICHEIL . TIZRNE b I IHER
B L OVHFEIK & Vel IR E K DIRGHE D B 1
STEC B L O IIR T STz,
5) HEIKIZ X DHOER & Bk
MO EIZE LT, HKIEE 1,000
ppm ZfEH LT HaEE CIIZ AT D b il
7RI 7208, 200 ppm LA BT U 7o diE SR
F R U DAL 600 ppm ORIIEFERT NV T A
BLOT70%xT % ) — LTI HBAIC, 3.5%
WL KFITARBIZ, 4 %IECIIABAIC
LTz, BERICEE LTI, imEEE TR
E 50 ppm ZfEH L7285 ’C“‘b@%%if\ [ilbes
FEET R VU v AT 200 ppm LA EAEEH L7
AR LIORHEHEREET MY 7 AT 600 ppm
%ﬁmbkﬁ WREDRD BTN,
70% T4 ) — )L TILERIZT L a— )L Bk
% b DD HHRH T HLMIIIHR Lz, 3.5%it
Wbk FE B L1041 %I CITRKITRD b1
Rino T, EEEE OB RIE, EHE O R D
BT EBRLS e B TH o 7228, BEAKIC
£ D E % OVEFIC K - TR TR L,
55°C OMBFERE TIX 25 COMEERE L 0 & 1%
DR NFI > Tz,

C. B8
LB A 5L TR DO FR B E B OB Y2 & D 53 bt
EORESE & 3 S PEEHM




FOMPERGE LIz 13 590G, £7-80
MRz RRE LT2 26 0HTiEE LTHYTH D
T EMIRENT, HESLLIESHTEEZ WD 2
LIk, BBWENRFREOE=2 Y U THEML
SR SN TBEIT B RN N OB
FEMT D ENTE, EU ~EYITER S A B
HT DRI RO N DAL FIRICED S Z
EMA[EEE B ZBILD,

4o STECHRY X 7 KB I
SRR i

1. 4F o STEC ffits

AR TIEAEL N2 5 4 —8 & Hy STEC
STBEIC AR U7z 480 il 3RA (0.6%) 7>
5 STECT MiERED O L > Tdh D STEC 0157 73
SyBfES 7=, STEC 0157 23yBf S iz 3 #ufk
ot 1SR 3.1%) 1%, stx BEL W eae 18
5O 572 5NZ STEC 7 MiBHEDO VT
PRGETH T, EEHTOU T OFE[EN
513 STEC O157 @Il & Tnd =
Ll L, ZOHERRIIERETHY | ik
R EEN 2SN CNWD &Sz, ZD—
7. BAEEONMRIIFE TH-TZ L5
N2 O E RAEI TR ARG A3 % o 72 2
LB X 57 DIHGARIIC L OFIEE D
WESLISRE T H D,

BE SN A REEBII TN R ENRE N L
FRZ bz, FHERRIZ T APRHE K
WT6H, 8ATHY ., ZDMdAITARK
23 102 CFU/em? LA FIZ & EF - Tz, ik
E-FOEEBNREN-T=Z ENEREEZD
. EFRIZBWTUIFROFARIEDIK T A3
HeER SN D, AR B IERR Tk, 155
1B 72 & 2 G oA B P A M I FE N+ 5 %
TRV | FAEREASET D2 EBRD S
o,

stx, eae 33 SOV STEC 7 MLyEREDUWNT ILD

AR T DB IE DB D & /0Bl S T iRk C
%, STEC 7 MiEHE Tl W EREDS Ky %
DTV, Rkl VT, [l—DifiiE
W70 5 N stx 38 LW eae PRA /X — 2 DRI
RS B S 7= 2 LD Mgk T
DIEYe > 5\ NTEFE O T O KIGE O E#
ENRREE LCRbNTL, 4%, ZRHOHE
BROIFFHEIZDOWT, it E T LER S D
EEZ BT,

AP D STEC 12 K D15 DRI & D224
IR EERBHEE o TND, EEHT
DFEROBEGIIERTHH H OO, RO
DRI DR EERLETH D, Fo,
& &Y CO/AE FROMERK T DI LB
l%. STEC O FERBRBIIER TH D Z Lo
5. STEC {5Y:Z >\ C O ik 35 12N
2T, TNHOFHOWEFIELZLR LT
SHERBHDH EEZEZ BT,

2. FROWEFEHIE OB
(1) SCHERERA

g2 OE RS (10 #) XTIz
THREHRF L. ERNOIEERNYTH 55
BRIE, HERE LTOMEERET D HER
boEEZT, £l DROHHIMESRMLT
RbZ0o7 55CICBELTH, HER DM
EERFLTHRATD 2L e BT,

(2) {HEKDFWTHY STEC ~DxhHR

THEK DAATEYS STEC ~DNREDORFET
X, "% (2M[@EF 1.6 mL, 10 [HF 8 mL B &
O 60 [HIEF48 mL), iR{E (50mL) B LUN T
L (100 mL 3 X500 mL) #1T-72, SF0
2 3B X OE I 3L THRATMEZE T, 60 [
WEEFE BRI IC & D STEC O RN BT
R BT,

B2 AL TRATIRIE T, 60 [MIMEFE &
EIZREOMERE AWz b 2303 B9



DINRILRD B e o iz, IRIETITAA R
ROFERMNZ X 2RO ANEELSL, R
BIUOHZROREIT~DORENEZOND
7o, ZEOMEEKE TS Z LIk 0%
RN ET 22 2R L. SR 3EETIR
HEROT I L 2Rk AT, ZORER, 100
mL 237 LiZ, 60 [EIMEFE K Y STEC Db 2h
RPBO BT, £/, A TR TIE 100 mL
£V 500 mL 2> 5% LD 528 STEC Db 2h F
DRFRD B, [ C2TH LE CIRHEROR
FEENTTAY STEC OB SN F AN v ME A T
ol
B2 B XTI SEEZORIRNS, 500 mL
DT LA B STEC O Zh 35880 B i
etz BFAFEETHBE L TUTo 72, £
7=, BEOZAEN RN T & s D IEEE 2 A
DWFHIRE LTRLEANTHL EEX BN
T, BBRENEDL ZENHRThoTz, S0
AHEFE T, ST IC X » TSI LT
KE T FRILE L OV BU TOfFHFF AR
EEEA T, WEEEETS TR A TH D
HERICB L C bR, EmEIROM 2 1
L CIHERIR D S5CHNE, BR R ORI IR &
L CIH B DR /K PEF 2 2. T, STEC 0157
O F Atz EHOX LD, H
FIRDOT (K 2H8) DB AKDZR (591
Higi) L0 STEC DD ZhEAGFRD B,
THERIC &2 —TEDZRNPH SN T,
Rric, IREERRIC X 23 Tk, B R
EPFE TR A A A ST WFLESE S
MZTe Tz, MBRENEDLZ ENEERTH- T
M. S5CITIET 5 2 L1 X > THER DO
SNDHZEPHBA L, ks, 55CITINRT
% Z LT XK D STEC O 2 RITRD Hiv7ze
Moz,

Fo, ARICLDWEHETIE, BRITFEDH

IR T FRREA G EITEE L

oo LAL, AEBHEIC K DWE~DREIL
RNETLDWERDHY, WERED Y I
R Lo TRETEDHZEEEBET L L,
b WHEAE LCEAERS D LB 26N
Do

C. fim
B b P O TR K ONG B E Do
{EDReNT & 34 PERTAR

T2 FEITFOmA LS E LT B YWY
OoHTE (13 53811E) 2N LT, SF 3 4R
FEXBROMmAWZRSGE LTBWED S btk
PEWE DorhriE (12 9HTE) ARESLL7Z, &
4RI O Z x5 & LT BWEOH
W AN O3 HTEE (14 508T1E) %Rt L
720 TENT U7 5WT ik 2 eGSR 2 Tt
Lok, Wi s BAers . (B, M7
FEEE, SSPEE R OWERME) BMEbhni, K
WFFE CHENL LT ofTiEE WA Z 212k, B
WEBFRLEOE=H ) TEAL BRI E
NI b NN O 4 T 5
LR TE, EU ~EWMER S T 2 BRI
ROOLNDAEZMIBICHED H Z & D3 AEE
EZbND,
I 4o STECHRY X 7 KB IZH
SRR i

1. BRI @ STEC fiATix, 2020 410 A
D 2023 42 1 AICERRAERT (RO ZH
ED 1 nFTEkR< 11 580D OWIob L
B A 480 ko5 7 MiEHE (026, 045,
0103, 0111, 0121, 0145, 0157) @ STEC
ERRE LB AT o7, ZOREE. 3 ik
(0.6%)7>5 STEC 0157 oy S, # DGy
HEETH D HODFROIY T izid+5
REEBENVLETHDLZEDRHLMNE ST,




Flo. 57 HIHYRIIC Z OO
BROHND, Fio, 2. FHAOHELIRD
R CIX, —iZfEbn TV, 7Tvh
U KL OHPEOH SRR, 72 b TN A HERE )
56 fHARE L, FHTO STEC DIHES
RERGE LT, TORR, WHERIZK > TX
EARAEOT I ERRELEDL I LITX
T STEC DA NENRZBO bivlc, £7o,
THFE 1% OV K GEVE L LT B OO B R O w&eixt
KELTHDThoTZ, ZILHDRERNBAF
WOTEEICA 223 L LT, mFERs &
F oA, S5CITINE L T of oI Bk O BE
HIC R > TR AR 5 2 & THREMITHE
HTEsrEt&Ex0605,

D. fEFRfERRIEH

L
E. t5E5xR
1. FXHERK
1. 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, 14, 845-855 (2021).

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

2. PR
1. Shizuka Saito-Shida, Seiichiro lizuka, Ayumu
Nakamura, Satoshi Isagawa, Satoru Nemoto,

Hiroshi Akiyama. Development and validation of

an analytical method for determining total
florfenicol residues as florfenicol amine in bovine
muscle using liquid chromatography-tandem mass
spectrometry. 2021 AOAC INTERNATIONAL, 4
348 H 27 H

2. BEIEE, #WALHEAT - Mg, TRk
T FROEEREREERIBEIGIIST 5
HIFIRDONR O AARRMEAESRS 118
FEEIERE S, R, a4 4 11 A 11
H.

F. S0 R BEFE D HRE « B EIR I
L



1. EYE RSP O Y E K OB Y E O 73 Wik OESL L
-2 P A
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JEA TR EIT R B B A (R bh D2 ERE R HEEERTTE 5 3€)
TR 2~ AR SRR

T I 2 i HH O B ek SR D 723D D RIS
VMR S T O E K QGG O o3 BT il DRENL &% 5 VERFAM

WHger i S H O . [ENZER SRR AEM R B B oEER

WMEEE

EU ~EtE Rzt 20815, et =2 ) v 7HEICESE, AYWE (RF L
%) KOBWHE FIEMEWES) OF=X) U ITREZTHOLERDH D, T=4 1 v TR
IZBWT AWEPRHSNTEGEIE, JRIRNELZRE L CLEREEZ & 5 E TORM, EU ~
HI 22 L3 TEAw, —Jh, BWERE=%V 76 (k. BiEE) »oRbsni-5
FEAN (TN TOMEZITV, EEELEE LG ICRREOFREN RO HILD,
L7285 T, BWEIZET=X Y U TELICMA TR Z SR E LT aiNERNETH 508, —
HOWEIZOWTEFAZE /G & LTOHHEN B STy, AFETIEIBWED H b,
FROBIZBNTE=H U TEAL IR E 72 X ROMEIZ DWW TR A& R G & LTk
(39 Zo#Tik) ZHESL LT, ZUPERTAMRARER 2 JEfi L 7=t R, BEE 73.4~115.7%., PHTRE 1.1~
11.7% ., BPWAEEE 2.3~19.9%E720 | BAFRAE RGN, o, WTNbE &L H T 58— 2713
ROLIVT | PRI TR o TeZEMb, HRERIRELTEHTIEL L TZ Y THHZENREN
720 ARRICCTHENL LI HTIEE VDI EICED . BEBNFRCHEOET =4 U » 7 BRI S
GBI LR OREZ Efid 25 2 LN TE, EU ~#WER a2 28k 5
NAREZ IO DT LR REE S 2 LD,

A ALy e
(—) AR Z—

A FFEEE

EU ~EVW M dh 2 3 2 BR 13, O PR 2
F55 96/23/EC 3 LUK (EU) 2017/625 129> T
VERR LT E T =2V V3 I S& AW
B AF A, FUTIRREE, AT aA R LY
N g7 7 AL B VBB, Coucil Regulation
(EEC) 2377/90 AnnexIV (248 1F Hiv7= 28 (-8
(/BT LT x=a— b =ba 7T, =haA3L
V' —V5)) RO B W (HUE M SRR A, BT

13

a7 VY LA FEAT RARMERIRIESE, L3R
—IREBIK ELARARN SRR AR R R,
PCB. AtV REHK, HeJE-
L) DE=LN T RBEATOLE DR DD, E
=RV T RERNT A WEIRHS-HAIE,
JRIREZ AL CTLEREZEDETOM, EU
~EH T A LETERV, — 1 B MENE=S
Uo7 AL O, B ISR 2o &N 725613
P (AT EAL) TORAEZITV N, FEMEM 0
LI AR R S ORI R D OND, 20720,
B W IZoWTIT =2V T A R Gl LTz 5y
FHEIINZ , FHAZE R RELTITED LB LD,

EILHK, VA=



LU 30, —EOWENZ DOV TR A& X 5
ELTEMTIE DB S TR, ABFZETIE. B
WEDL, R OBIZB N TE=XI L TEALN
FFNE ST ML 22> TOBEICHOWT, A%
RIREUT-INTIEZHENI L, E=H U TR TR
&A= 35 A Wl P BR LS ) 7V 7 ot s 23
BN DI 253522 B LT, ©5F0 2 4
FEFEE)IE.B WEDOIL, B\ TE=4Y
VT ENL TR ST B RO W E (Bt E (T
NaL A ED6IHE) | BRHRA (N 7T 5 —
UDRE =y NN - [C o5 SV KR =D =
LABRAR RS (VAR V) ROV B R R W)
'Z (HCB %5 15 THH) ) IZ2OWT, 4D A Z %t
BEUTWHIEZRENT L 224 M Al ek B & S e
Uiz, mF 34 24FEH) 13, BMED S b,

BICBWTE=H Y 2 7% GERALA S 1%

BhgomE (BUEMEWE 29 L&) 1[ZoW T,

HOBRAEFRE LTESIEEMNL L, %Y
PEFEAM AR 2 FEhi L 7=, SFn 4 F8 3 4H)
X, PLEMEME LS OBWED 5> b, BB
TE=Z U & 7 b G 23 T g S i o 4
B (RTA7F %D 27T LEW) 12OV,
FOMA ARG E Lok a s L, %Y
PERTAMRR 4 S0 L 72,

B. B9 5k
[&Fn 2 5]
e FOHmARE, A ¥ —x%y MEET

eEiEEZEA LTz, AIHE72[R v HE A& % bR
X, mRI =TTV 7Y —FHNTHYIE)—
L7,

14

1. B E

(1) FAITUHHTE
OR-¢ 3
F 3 FERENR R 90.0% (Sigma-
Aldrich f)

AL )=, ~XH U UBEKEZT Y
At KR, VB IKESY LAY
R (8 L7 A L AT

T h=hrVU/L: LC-MS Hl (BEH{L22HL)
¥R : LC-MS Hl (&8 7 A /L ATl i)

g oK, U UBKE Y UL
Fetk (B L5

TFLUT IR T R UL
PR (R AR ERFZE T i)

=R PUN-Eo AR RUoHES

iR

K 2 =% F A :Oasis HLB (60 mg/3 mL,
Waters )

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

7 T UPRKRMEE (pH 4.0) : 7 = VU EE— KT
1.29g, U VEEAKFE F FU oA+ KFY 2.8
g KO TF Lo o7 I VUUEE G N Y oA
372 g &# 80, K 1000 mL &Nz TN L,
U EETpH % 4.0 IZHHFEE L 7=,

U R AR (pH 8.0) : U R T KFEAL Y
TA052g KRN UERAKFZE AV T A16T g%
®D ., K750 mL ZMx TN LEHR, U Uk
T pH % 8.0 IZFHHE L., KZM A TEMIZ 1000
mL & L7z,

7 T UTEARENR (pH 4.0) M OVA X /) — )L DIR
W (1:1) : 7= fefEfEiK (pH 4.0) 500 mL
KA % 7 —)L500mL & {RA LTz,
KEORAZ ) —)VOEHE (3:1) 1 K750 mL &
A K ) —1250mL ZiRA LT,



K& OFEROEE (1000 : 0.5) : 7K 1000 mL }
OFEE 0.5 mL 286 LT,

7 b= b U AKOFEORIK (1000 :0.5) :
7t = KU/ 1000 mL & O'FE 0.5 mL %R
& L7,

FEAEIUR © T R 2 o AR 25 mg & RS
L. A%/ —)LCEMELT 1000 mg/L AR %
PR L7,

WS R IE © FU 3 3 SRR IR & A
& )=V TCHRIRL T2 mg/LisikZ sl Lz,
@ HE

RE VT AV —  BM-2 (A AR ERTR)
Loy BiER - H-60R (=7 4 8l)

WL oM EL (A¥Vv~/7 M)

pHEl : F-72 (BT KA A K77 2 #l)
LC-MS/MS (HIESM: « & 1-1)

¥ B e A —h—
Triple Quad
MS 6500+ SCIEX
LC Nexera X2 S ERT
7 — X JLER | Analyst SCIEX
® EiE

FNR a v NERERRE A X ) — L TR
L 0.00025, 0.0005, 0.001, 0.0025 &% X 0.005
mg/L DIEHERIR 2 L=, Z O 2 uL %
LC-MS/MS IZIEAL T, oot — 7 %
AW THREREER Lz, RBREIK 2 1L % LC-
MS/MS (ZIEA L., BREHD b MR ERIEIC
rovFrIavrogEYEN L,

@  WwINEKE O TR

B 5 g IR (2 mg/L) 0.125

mL [ A% —VEHR] ZEmLiz,

® BRI O
W (K1-1)

FoIavrzilBhns 7 = o ik E iR

15

(pH 4.0) KROAZ 7 —/LDiRHE (1:1) THE
HL, ~FH Tz, YeE= 18-
N-v=nrtnul) FOEEAKI =0T L TH
72, LC-MS/MS TEE M R LT,
a. i

B S g & 250 mL AOmELOFEICEY Y |
7 T UMEREENR (pH 4.0) L OVA X ) — L DJE
W (1:1) 95 mLAEMx 7=tk REDFAHF—
THEB L, ~F¥> 100 mL #0x, EE D
T 53R E 5 L7, 3000 r/min T 5 4y i
DBEL7-%, T/ 10 mL GRUEF 0.5 g #524)
DB LT, U EREAEER (pH 8.0)
30mL Z % 7-#%. pHS8.0 Z 8 L. 3000 r/min
T 5 Gy DA LT,

b. fEH
FEEZYE= LB UN-E= AR Y R
VHEEAIR I =4 T & [Oasis HLB (60 mg/3
mL)] (BHHENHUOHAZ /—/L5SmL, K 5mL,
U VU ERYEAEER (pH8.0) SmL THEL7=d D)
B LTc, BT LEBKEOAL ) —/ILDIE
#® (3:1) 10 mL THWiFLIHE, AF¥/—/L9
mL THEH L, 10 mL R8T 7 XA 225217,
AR )= IVTERL, AT T T 4 H—
THE LT b DOEREBRARE Lz,

® ~ NV v 7 ARIEAEYRIR O FR
B~ MY > 7 20HIERZERFTHO~ b
U v 7 ARNEHERIRITAR L 2o 72,

@ ZYVERTAT SR

DN & R IEEEIRE (50 pg/kg) T
VRN AR & e L7, SRR Y A
RZA 256, 1 H 1E QOMT). S HREO
By MIVEBR ATV BYERERT A — & Z25F
i L7z,



(2) AVTFEANE T 5HTEE
O B - R

ANT 7 'ANK TV L NEAEN,
CERZEGIIN b S
AL )=, TEF=FU L ~FH o B
Wk R (8 L7 A L AFEHESE L)

A% )=/t HPLC | (B L7 A v LFEHIEE
%)

AH )= FE:LCMS Hl (EL7A4 L4
Frotftise i)

T 7Tabe U Y BTNV =TT

D FEEE 99.7%

2 : InertSep NH2 FF (500 mg/6 mL, ¥ —T /L
YA T A

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

7T r=FU A~ TR R= 1Y
JL 30 mL LONFH 2 270 mL ZIREG L., 55
ML 5> &2 To 70, ME®K. DEEL7Z~FH
VEEILT,
TER=RFVU L, KEOFEOEK (300 :
100:3) : 7 h=hFVU /L 300 mL, 7K 100 mL
FOXER 3 mL 2 iRA Lz,

T2 =MV KROFREOEK (100:1) : 7
T h=FU/ 100 mL XK OFEE 1 mL ZIREG L
7o

KK OBERE DIRHE (1000 : 0.1) : 7K 1000 mL &%
OERR 100 pL 2 9RA L7=,

BWFIR : ANVT 7 BANE T VALK

10 mg ZFEFFL, A% /—/ (HPLC f]) T

16

R LT 200 me/LIRiE AR L 7=,
ISR - ANV T 7 BANE T R
W a2 A 2 ) —n (Ffk) THIRL T 1
mg/L iR A i Lz,

@
RETF AP — : BM-2 (HAREHEERTR)

WY BERE - H-60R (= 7 4 i)

Pl

N4
LC-MS/MS (HITESRAE « £ 1-2)

% m TES z—h—
Triple Quad SCIEX
MS 5500
LC Nexera X2 R ERT
o — & JLEE Analyst SCIEX
® T
ANT 7 EBANKE T NERERR 2 A X )
—/b (Fpfk) THIRLT1 mg/LiEiE xR L,
EBIC, T =MV, KKK DRI

(300 : 100 : 3) TABL T 0.00025, 0.0005.
0.001, 0.0025 & T} 0.005 mg/L DOIEUEVE & i
L7, ZOWIKE 5 uL %2 LC-MS/MS IV EA L
T, o —7 mEE A CRaERaE
i L7z, sRBRIAIE 5 uL & LC-MS/MS IZiEA L,
B HAEK R EHRIEIC LD AV T 7 £ A
NETY oDEEE R L,
@  WwINEEO TR

FBF 10 g ISR MEES IR (1 mg/L) 100 pL
[ A% = (Rfk) BR] Z3mL, X<
RA Lt 30 0 RkE Lz,

®  REBEIE O
e (1% 1-2)

ANT FEANZE T v ERENST b



= NU L THH EFRFIZT &' b= K UL
AFHUTUWEE L, FMAEMZ T, TI /T
BT LT U AV =0 T A TCRER
L 7%, LC-MS/MS T & &M OWER L7z,

a. il

FUEF 10 g & 250 mL AR A A URICE Y By |
T F=FUA8OmML KO & k= U LEIR
~AFX Y 80mL AMAT-th, REVFTAHP—T
Sy LB L 7tk

Tz sl L7z, A% 100 mL BE& 7

BH: L7~ 3500 r/min T 5

T AIIZAN, ¥ 1 mL 2z 7-%, 7k h
= NI NVTCERLT,

il
fhHE 10 mL GREH1 g#8%) 27/ 7=

b.

B U U AV =47 A [InertSep
NH2 FF (500 mg/6 mL) ] (H602COHO7 & =
RUJL S mL CHHLZH D) ICAR L, W
K 20mLAEERTY 7 A% IT -, RWOT,

TER=RFUALROFXEBOREK (100:1) 5
mL CTHEH L, ZORET T X allibE %,
KTERL, AVT T T4 NE—TAhilL
Tob DARBRIEHK L Lz,

® ~ MYy 7 ZAEHEREES R O

e~ MY > 7 2Z0RIERZERF O~ |k
U > 7 AGEHERERIRITIR L 22 o e,

@ M VERTAT AR

DR % RS E EBIEE (10 ng/kg)

T G MR e R 22 S0 U 7o, 2 MR A
A RTA PN, 1T H LE Q7). 5 HHE
DI DIEREITV, SRS T A= %

17

A L 7=,

(3) d-epi-Z7a LT IFH ATV KRN d-epi-FF3
TP A7V G RTiE

© FAH - R

d-epi-7 OIVT STV A TV YR EREAEYE S,
i 86.5% (Carbosynth )

beepi-FF T N T WA 7Y CAEES ¢ WL
81% (Acros Organics %)

TEr=FUN, AKZ/—/LHPLC H (B3R
a2y

TF LT I NERR T R D) v A K
Y. BEle, BERT BT L, U UEEKFE
TRV UL+ - Rk (BRI

7 xR OKF  FEk (8 7 A v AT
fliEEY)

AF VLI R OV UILEARKI =N T

|

2\ @ InertSep PLS-2 (270 mg/6 mL, ¥ —=x /L
A T A

1 mol/L FEFET =1 NRWR - Wi T > &=
VA 154 g R, KEMATE LIEMEIZ
200mL & L7z,

20 mmol/L F¥ET E=U AEGH AKX /) —V &
OKDIGE (4:1) : 1 mol/L FEET €= A
iR 20 mL, 7K 180 mL L VA %/ — /1 800 mL
iRAa LT,

10 mmol/L =F L > 27 I U —F h U v
LEH~ v XA R EWR (pH 4.0) : 7 =
VEE—IKFN) 129 g KOV UERAKFE S N Y T
LTk 27.6 g HED . KEMZ THNL
IEfMEIZ1000mL & L7c, ZOWKRIC=F Loy
7 UUEEEE S R Y T A KR 3.7 g 20
R CHIR LTz,

KEOA S 7 —nDJg#E (4 :1) : K160mL &
AH )= 40mL ZiRA LT,



K% OBERE DIRHE (1000 : 1) : 7K 1000 mL & FE
f& 1 mL Z#i8A L7,
TEHEIFE @ d-epi-27 O )VT T WA 7 U UHEE
HEAEHESL KD 26.9 mg (d-epi-7 VT KT %A 7
U 25mg FHY) ZRHEL. A% ) — )L TR
LT 1000 mg/L &Kz LTz, d-epi-FF
T hIHA 7 U AERERK 25mg ZAEFEL, A
4 ) — )V TR LT 1000 mg/L e &2 il L7,
WM FE IR © d-epi-7 2 VT N T A 27V
UHEMERIE S N deepi-A X T N T A 7Y
FEHERHR & 20 mmol/L FEfE 7 B =17 L EAH A
2 )=V R OKDIRK (4:1) THRLT 1
mg/L IR G VRIR & i L7,
@ HE
RV A Y— : T 25 digital ULTRA-TURRAX
(IKA ¥ /3 )
w0y R - H-107DF (=2 7 4 )
LC-MS/MS (HIESM: « £ 1-3)

= U= A= —
MS LCMS8050 B S ERT
LC Nexera X2 SR SLERT
- LabSolutions -
T — A JLF LCMS SRR
® TE&

d-epi-7 B VT N T YA 7V EREFE KO
boepi-F X T N TH A7) SERERIK Z 20
mmol/L HEfRT B =T LG/ AKX ) — /LK
KOIEHE (4:1) THANL T 0.0005, 0.001,
0.0015, 0.005, 0.01 }2TX0.015 mg/L DA HE
Wik EdRs L, 2Ok 1 uL & LC-MS/MS
WIHEALT, ol —7mEE HOTHR
EREER LT, REBRAEHR 1 uL % LC-MS/MS
ICHEA L, REMHD SR ERIEICLD 4-
epi-7 )V 8T A 7V KR d-epi-FF
FRIPA 7V OEREEB LT,
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@  WwINEEO TR

ABE S g ICHINAAERERW (1 mg/L) 0.5 mL
[20 mmol/L FEfET »E= LG/ AKX ) —)b
JOUKDIRIE (4:1) ¥WIR] 2N L%,
30 43 FRTIRIE L 72,
® BRI O
M (X 1-3)

d-epi-7 )V T 8T A 7Y KD 4-epi-AF
T NI A7) o EFES 10 mmol/L = F
PRV I10] U 7 Sl N VAV = S R o
VA R (pH 4.0) THIHL, AF L
VES ARV BUHEAERI =N T A THR
L72%. LC-MS/MS TE & & R L7z,

a. fiit

B 5 g & 250 mL BOJL AR Y HRICE Y B
V. 10 mmol/L =F L 7 I U UFEEE —F
U AER~ Y XA ARER (pH 4.0)
100 mL 2z, wEDFA P —7T 1 e
L7z, 3000 r/min C 5 43 5z 000 B L7,

b. FEH

R 10 mL GREF 0.5 g 1Y) 2 A2AF L
Ve ARy UEEAKI =T L
[InertSep PLS-2 (270 mg/6 mL)] (H5H22L
AL )= 5mL KOJKSmL THF L7I2bH D)
AT LTz, K20mL, KM OAZ J—/LDIE
# (4:1) 10 mL THEX BEH L72%. 20
mmol/L FEfET E=U LG HA X J — /L KR
KOIEHE (4:1) 10 mL TIHH L7-, #EHK%
10 mL F48& 7 7 A28 Y | 20 mmol/L FEE
TUVEZTDLAGEHEAL ) — NV K OKOIRK
(4:1) TERLELOERBIEHE Lz,

® ~ NV v ARIEEAERE O
B~ MY > 7 2DORIERZERFHO~ b
U v 7 ARNIEEAERS R IR L 72 v o 72,

@ ZYVERTAT SR



O Z R GICEEEIRE (100 pg/ke)
TE YRR AR A FE i U 7o, 2 SR REA
A RTA PN, 1T H TR QOMT). 5 AR
DG INIVFEBREATV, BPERANT A —F %
M L 72,

4) =vmrvaxP o (TarvaP o en
) Sk

O BRI - K
TruTaXty U AEREN,
7 A )b LFERISEER)
v7n T n YU R AR,
CEEOIN b E )

T RN=RNU, AH = HE, BEET
YR L, 25%T E=T K, KT b
U Kk (87 A 0 LRGSR

T h=hkVU: LC-MS H (BEH{L2HL)
g : LC-MS Hl (8 £ 7 A /L ATt fli i)
AZY U B (BRI

Vb= AR PUN-E=AYrY RUoLES

M 99.8% (Bt

HIE 92.3%

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

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

1 vol% X &4 50 mmol/L FEfE T & =7 LR
WK : 1 mol/L FEfET v &= AYEHE 50 mL, ¥
%10 mL 18 25% 7 > & =7 /K 6 mL (2K % il
Z CIEMEIZ 1000 mL & L7z,

I mol/L B¥fEY &= L¥EHR : BEfET B =
T 7708 g HED . KEMZTED LIEREIZ
1000 mL & L7z,

02% A2 ) VERIRIE - A XV iR l1g a8,
K ZE N Z CTH LIEMEIZ 500 mL & L7z,
02% A2V RO T 2 F=FILORK
(3:2) :02% A% YU UEEEHE 600 mL YT

th=R~VUL (F5fk) 400 mL ZEA L7,
Ko AZ 7 — v R OMEEE DR (500 : 500 :
1) : /K500 mL, %% /—/L 500 mL & O%HEEE 1
mL ZiEA L7,

1 molV/L /KEeft 7~ U & LR - Kigfb 7T R U
U 4gxED, KEIMZTHE LIEMEIZ 100
mL & L7z,

0.1 mol/L /KE&{tF N U 7 AR 1 mol/L /K&
b7 b U 7 A 10 mL (2K Z2 N2 CIEREIS
100mL & L7z,

FEAERE - = v 7 a3 UFEENK) 10 mg
BREFEL., A% ) —/LCHME LT 100 mg/L %
WEHM Lz, YT ur7axy) s iR
YK 12mg (77 a4 10 mg FHY)
ZFEFF L. 0.1 mol/L /KE{bF b U ¥ A¥EHR 1
mL &M A 7=th, A%/ —/LTEMEL T 100
mg/L iR AR L7,

WO REMEYSIE - = m 7 1 3 L JE UE R
WROY T a7a X AR Z K, A
&) — )V RO RE OIRKE (500 : 500 : 1) Ty
WL TO5Smg/LIRETRR AR L 7=,

@ HKE

REVFA Y —  BM-2 (A AR ERTR)
0—% U —T/NR L —%— : N-1000V (B 5UH
b )

Ly EfER - H-60R (=27 3 )

—_

LC-MSMS (HIESM: : & 1-4)

s g LT A
MS Triple Quad 5500 SCIEX
LC Nexera X2 S e

TERT
T — X AL | Analyst SCIEX

e

®

£
Trun7uddy ARERIRL Y T e T



oY ERFR A K, A X — IV RO
FeDiR#E (500 : 500 : 1) THARL T, 0.00025,
0.0005, 0.001, 0.0025 & T 0.005 mg/L DIRAHE
WRR 2R L7z, ZOW# 5 uL % LC-
MSMS IZIEAL T, oo —7 mE%z i
TR B A VERR L 72,
MS/MS ([ZIEA L., MREHRD b MR ERIEIC

A BRIAIE 5 uL & LC-

B/ a = = i ANV QO =l = ok
B L7,
@  IINEEOFR R

FBE 5 g ICHSINAARHEER IR (0.5 mg/L) 0.1 mL

U DEE

(K, A& — )V QR OIRK (500 :
500 : )] @i, K<EA Ltk 30 40
HE L7,

® REEIR O

WL (14 1-4)

s = i A= s BV SO A = B e e A
YEBABND 02% A XY R OTE F=F
UNLVORKE (3:2) THHBHL, YE=1Xr
Br-N-vE=Abvrl FOEEAERI =D T A
THERL L 7214, LC-MS/MS TJE & & OEA L 7=,
a. i

ABF5 g 2 250 mL A A AR VRIC & D Y |
02% A% U VEEOT & b= KV ILORHK

(3:2) 80 mL&EZMZH, REVSF AP —T
FRFR L 72, 3500 r/min C 5 435050 B L 714 .
R O BiE A ke Aih L7z, A% 100 mL
KERT T AAICAN, 02% A F ) UK
TER=FUALDIRIK 3:2) TEAFALE,

R 10 mL GUEF 0.5 g #HY) 27297 Z

20

A2, =&Y —ZNKRL—HF—
(40°C) THI 3 mL F THIEEME L=,
b. K5l

iR E S AR PN E =R Y
RUHEAARI =57 & [Oasis HLB (60 mg/3
mL)] (HHATOHAF /—/L'5mL, /K10 mL
TWHLZbD) (AL, RTTE7 T R
aWNEK 5 mL T, WRE 7T AITAR L
fzo A% /=L 5mL THEHL, RTET7 TR
2z T, wWHikEr—2 ) —T KL —
#— (40C) CIRMEiwE L, |IETEET A
U2 RE LT, BREWMEZK, A
2 =)V e O e D IR #E (500 : 500 : 1) 10
mL IZIER L, AT T 7 42 —TAhiL
7o b O Z Rk & Lz,
® ~ U7 AUIEEEAIR O P8

et~ bY v 7 2ORERERFTHO~ b
U v 7 AWIMERESIRITTH R L 225 o 72,

@ U VERTAL SR

FDOFA Z R EERBAREE (10 pngkg)
T2 Y PEIMARER A b U 7o, 2 Y PRI
A RTA4 29, 1 H 1R QOMT). 5 HIE
DI IINFER AT, FHERENRT A — 42 %
P L7,

(5) 7unrTz=a—)VOTEE

A - BRI
a7 o= a—)UEEREN - MR 98.8% (& -
T A )L LR L)

Tu)NT == a—)L7 I UAERER U 99.8%
(Sigma-Aldrich %)

7t h=kVU/)L:HPLC H (B b5



Fifg—F v, ~XHh o 2K —) R E

S (B iY)

T Mo EAET N U A FEEE. KER(ET
MU DL e (BRAEER

R Rk UhFHb I

25% 7 E=T KRR (F L7 A v a5

LBy

TAY T 2T A 545 (BRbER)

LM A Y 7+ T A InertSep K-solute (5

mL, ¥—x LA = R )

AR CIBREEM Y = LR U N-E =L
el ROLEEGHRI =TT L Oasis MCX
(150 mg/6 mL, Waters )

AT T 27 40— Millex-LG (0.2 um,

MILLIPORE #1)

6 mol/L ¥if% : & 500 mL } UK 500 mL % &

AL,

7.5 mol/L /KEg{t7 ~ VU v LESHE « KERtT b
U A 60g #80, KEMZTHEN LIEFEIZ

200mL & L7z,

TN KROKDOERK (1:1) : 7E M 500

mL & Ok 500 mL #7848 L7,

0.1 vol %2 « il 1 mL (2K A1 % . 1000 mL
ICER LT,

0.1 vol% MKk XA % 7 — )L DIRIE (1:1) :
0.1 vol % Elz 100 mL &K TN A &/ —/L 100 mL %
RA LT,

0.1 vol% MK XA % 7 — )V DIRIE (9:1) :
0.1 vol %k 450 mL KON A % 7 —)L 50 mL %

BE LT,

21

AL =R 25% T v =T KDORE
(99 : 1) : A% /=198 mL KN 25% 7 >

=7/K2mL #{EA L7,

KB OWERE DOIRHE (1000 : 1) : 7K 1000 mL & T

FEEE 1 mL ZiRA L7z,

7t F= kUK OFEER ORI (1000 : 1) :

7% b=k VUL 1000 mL & OFE#E 1 mL &4
L7,

MAHEEGE 7oL 7 = a— L7 I R,

¥ 5S5mg L, A% — LT LT 100

mg/L iR AR LT,

WINFAEAERRE - 70/l 7 = = a— LIEYE

¥ 145mg (77 x=a—L7 I L LT

10 mg FBY) ZHFFEL. A ¥/ — /L CHMEL T

a7 z=a—)L7 I & LT 100 mg/L &

A LT,

WD MEIR - RN AR E R & A & /) —

JLTCAHIR LT 20 mg/L iRk &2 R L 7=,

@

4 A /LN A : THERMO MINDER SH-12 (% A

T 78

eI EL (R¥Yv~/7 M)

O BERS - H-1000FR (= 7 - i)

WE

H—% U —T /R b —%— :N-1300 (HER
(bt )
LC-MS/MS (GHITESRAE : £ 1-5)
HOE a5 A — T —
MS Triple Quad 6500+ | SCIEX
Nexera X2 5 R
LC .
B3
F— & fILE | Analyst SCIEX




® E=

T x=a— )7 I UEERKE 0.1
vOl% lElR e N A &2 ) — )V DIRIR (9 :1) THy
FRL T 0.0005. 0.001, 0.0025. 0.005 & T* 0.01
mg/L DIEMEAEK AT L7z, OS5 pL %
LC-MS/MS [ZIEAL T, o/t —7 %
MW THR & A 1Rk L 72,

MS/MS (ZHFEA L. BREfR b st &fpiEIC

FRBRVANE S uL & LC-

Fhvvunrrgsma— LTI oG EEEH
L7z,
@  EHNEE O FR

B 10 g ICHINAEE RS (20 mg/L) 100
(A2 7 —NisiR] z3@mL., K<EEL
T=i% . 30 Zr[RTE L7z,

uL

® BRI O
W (K 1-5)

B O T m LT 2= a— L KONk R
a7 r7o=a—n7T I L CE
SN D& EE MK L, 7L
TJrx=a—)L7 I bk Lk, ~XYUTH
WL, T0%, AT A YLD T7 8K
WA LR VBB =L R P -N-E =
el FRULESERI =T L THELE
#%. LC-MS/MS TiE &KX MR L7z,

a. SRR K OVl

B 10 g 2 100 mL A O OE 28 Y BLY |
6 mol/L ¥ % 20 mL Z i1 2., ##e L T 100°C DA
A JVNZT 3R] (15 50 I & ATHLER) K5y
fift Lz, 30 ofiiiunté, #UBHE# % 200 mL %

DOELEIZE L, 100 mL BORLENEZK 10

22

mL X OMF 42 40 mL CHEVY, BE#K % 200 mL
BROBELE GO, RE DTS IR
&5 Lz, 3000 r/min T 5 5y D orBE L=,
"XV UEAE T, ki Yy ot
[T 4 h545] 2g N2 IBE L. Wl A
ZRAWCHHK A A L%, ZOERALEN
PR ET 2 b ROUKOERK (1:1) 20 mL
T, YiikE AR L, 25 % 100 mL &
BETTAAEDLETKTER L,
b. FEi

SO UDHEET MY T A1 g XTUNT.5 mol/L
KEE{EF N U U AWK 1 mL 2002 72 3RBRE 12,
FhHE 2.5 mL GUBF0.25 g #82) A4y B LEtBR
BIXV—TCRALLE, 21V U -
717 2 [InertSep K-solute (5mL)] (Z£fF L 30
SrfRE Lc, SRIBRENEFERT—F /L 5 mL T
VeV BEIKAE T AMCAR, WHT 28EE 2
[F# 0K L, 100 mL FOELEIZZ T2, K’
WCERE = F /L 20 mL CHHE L, SEDmE LEFIC
2T, KA —F2 Y —Z= NR L —HF —
(40°C) TiRMFEE L, IR CERNT X &l
UBRTFIR LA bR 25 LTz,

P & 0.1 vol YoliElE Kk TN A & ) — )L DIRHR
(1:

=L R_RUPUN-E= LR Y RoLEAK

1) 1 mL (Z¥MEL, AR CERIEEM Y

2 =#7 2 [Oasis MCX (150 mg/6 mL) ] (&
L AKX/ —/L 2 mL 0.1 vol % FEfE M
OAZ ) —)LOIRK (1:1) 3 mL THH L
LN E 0.1 vol %o EE &
CAZ 7 —)LOiRK (1:1) 3 mL THV, B

b)) ICAR L, =



Wah 7 DA Lz, EBLENEAZ ) —

JU 2 mL T, WikaE T MZAR LT, A
2 ) — VKN 25% T E=T KOIERKE (99 : 1)

.
LA

S5mL THEH L, 50 mL & Diz T, W
Mz —% Y —= XKL —%— (40C) T
AR L. BIECEREN A %8 Uk ria it
hRE LT, IBEWE 0.1 vol% BRI YA #
—VOIRIE (9:1) 25mLIZIEMEL, AT
VI A4NE—TAHBLIE LD ERBREIRE L
7
® ~ bV v 7 AEHIEARERIE O

R~ U v 7 2AORERERFHO~ b
U > 7 ABHERER BRI TR L 22 o e,
@ M VERTAT AR

ORI % R RIFEEMERE (200 pg/kg)
T S MR e R 2 S0 U 7o, 2 MR A
A RTA PN, 1T H LE Q7). 5 HHE
DIy DPIEREITV, SRS T A= %
BRI L 72, Zeds. WINECEHZ W TIEREBREE

W 1 mL 2B L., 0.1 vol%FE KL A Z ) —

JVORIK (9:1) TSmLIZERLESOZH
E LT,

2. BRHA

NI RUE Y — )V 55 HT i

O R - R

NY 7 FRZ D — VRS, - HE 99.9% (F
+ 7 A L DTS

MU TGROE— )R NEAER, -

23

98.6% (& 17 A /b LT ERL)
TER=RMIA, =H = BT L,
~FT L PR RSB (B bR

T h=hU, AKX /—/L:HPLC i (B

fe4)
Hilk « Rk UhREFEREAR R
30% IR SE AR, AKEILT b U 7 A Kk

CERZEGIIN b S

HEmE - ek (BIRME )

A VTR VBB = VR U N-E =L

trl FOEEAEKRI =TT A Oasis MCX

(500 mg/6 mL, Waters )

AT 7 4V H — : Bconofltr PES (0.2 um,

Agilent Technologies )

5 mol/L /KFEgft 7~ U U NEHE - AKEE(LT RV

7A200 g mED, KEMZATELL 1000 mL

L7,

5 mol/L HEfi& : ¥ 200 mL } UVK 240 mL % i

AL,

AFF AT F= MUV SRR T

¥ b=k U/ 100 mL K O~FH 2 20 mL % A
SR E S L% T b= MU VEE S

L7,

T X )= )V R OEBE ORI (1:1) : =& ) —
JL 20 mL K OWERE 20 mL #1848 L7-, (AR

)

Wil = F L K O H IRk (1:1) : BEfE
T F /L 500 mL K OFH 2 500 mL Z{EA L
7=,

AH )=V OIKDIRKE (7:3) : AX ) —)b



700 mL }% 0K 300 mL & {RE L7,

AR ) =)V R OIKDIRHK (95:5) « A X ) —
JL 950 mL K UVK 50 mL &R & L7z,

T Fr=h U ALEOKDER (1:1): 7Eh
= K UL 500 mL & UVK 500 mL {24 L7,
KK OVBERE DIRHE (10000 : 1) : 7K 1000 mL K
OVEERZ 100 uL 2R G LT,

TR-DUV T TGRS —)VEEHERWE : N U Y
TR B =)V AR 25 mg &SRR
L., A%/ —/LCHMEL T 500 mg/L &K % i
"ML,

WIMAERERE « b 7 TR H Y — L fEE
fuf) 25 mg AREFE L, A ) — /L THML T
500 mg/L #iK 2 fiE L7,

WO YEYRIE - WSINTAEE R & A & ) —
JLTCHIR LT 5 me/L A 2R L7z,

@ &
07— —x NR L —&— :N-1300 (T
btk )

w5y BiER © H-80Ra (=27 4 )

L O EL (A¥v~7 1)
fEIR/KAE © BF600 (7~ ki)

Juvy s e—4%—:DTU-1IC (¥ AT v 7 #l)
LC-MS/MS (HIE S« #1-6)

% B LTS A7
MS Xevo TQ-S Waters
LC ACQUITY UPLC Waters
— m
7 5 MassLynx Waters
el
® EE

FR-N) T IROE Y — VERER T &
F=FU NV KOKDOEK (1:1) THRL T
0.4, 0.8, 2. 4 M N8 ug/L OAEAEHRE 2 35 L

24

72 ZOWHE 1 uL % LC-MS/MS (21 EA L T,
/ol —7mEE AV TRERZER L
7o FRBRVANE 1 uL %2 LC-MS/MS IZVEA L,
R DR EAREIC LY 7 -FY 7 TR
YEY=NOEEEREM U, #ER1.091*
ARERUTCHRV I IRNUES—LOEGRERH
L7z,

¥ 1.091= KU 7 TR E T — )LDhyy &
359.66, 7 h-N VU 7 TR K — )L Doy
329.57

@  IINEEF O Y

B 10 g ICIRITAEEYERRE (5 mg/L) 045
mL [ A X/ —NVEK] 2L, K<RAL
7ot 30 S fRIIRGE L7z,

®  REEIE O
e (K 1-6)

B A TV UK o R U Tt . SRR TR
PELTHRY 7 IR E Y — )L K OBEYESRA
FTTr h-MY T TROE =V IEHBEIND
Y 2B — F L T L7z, ~F 37
T hr=hU LGB THIE LR, =% /) —L
F OEEBR IR IR OVRW & L. @R b /kFEE Nz
LS TR U 7 I R_RE T — VR OE DO
WE T NNV T TN — I b LT,
FRAL S D VR IR > & FEfE = T /L K O~ 1
VIBETHIH L., AR UBEEMY E= L
RyPU-N-E=Er ) RUodEEAES
7 LCHRLL =%, LC-MS/MS TiE & & OVERS
L7,

a. ARG e OVl

#EF 10 g & 50 mL HELE (BY 7oL
VED IRV EDY . 5 mol/L KER{ET R U T A
IR 10 mL 2 1z, % LT 100°C T 3 Refilhn
L7,



s, WEMZ 250 mL OO R U HICE
L. 5 mol/L ¥il& 12 mL # % 7=, oo lE
NZAZ J—)L 5mL TUE L, ikENEY
LAY, BiliE=F L 40 mL 2z, 10 5
MR & 5 L7z, 3000 r/min C 5 53R Loy il L
Teth, Wi —F NV EZ R LTz, IRV TKE
[CHEfE =T L 40 mL 2%, 5REE 9 L,
3000 r/min T 5 5[l OB L7212, BEfR—F
VxR LTz, HEg=F/VE% 100 mL &4
B7 7 Al bE, B F L TER L,
i 6 mL (GREF0.6 g f12Y) Z im0y
ML, e—&% VU —= "KL —F%— (40C) T
W R L, BIRCTEEHN A %8 U IR
whrE L, EEWE T 10mL I L
Too EY M7 F=KJL10mL Z 0%,
5 R E D Uiz, EREER,. T2 k=K
NWEZEGER LT, ~FH U Elo~x % o fafn
TEM=RFU L 10mL 22 5HHEE S L,
WHEE%R, 72 h=h UV EEZSERLT,
TERN=FNINVEERTIET 7 X 2il8bH,
m—XUJ—xNKL—X— (40°C) TiEMi
L., BIERCTERZENT R %2l U2 RZE
L7z,
b. ERLEG

REWAE T ) — )V K OFEERE ORI (1:1)
10 mL 2V L7z, Z o s mL GUEF0.3 g4l
) AU ARBEICEY , b KkFEK 25
uL 20z CTEREE L, 90°C T 16 REfNEL L 7=,
e
B 2 i LTc ik, UG 2K 10 mL,  E
R F LR ONFH DR (1:1) 15mL %
AWTELE (R 7L r) gL, s
SR L 5 L7z, 3000 r/min C 5 5[5 05y B
L7, AHEEIE %2 5Lz, RV TKE
WZIRHEWK 15 mL 20z, 5 ofliRE 5 L7,

C.

25

3000 r/min T 5 53[0 BE L 7= 1%, A REVA AT
J& % oy B U7z, ARSI Dt
0—% ) —x NRL—%— (40°C) TEMiw
E L., BIRCTEHN X428 UBFRIEZ HRE
L7,

W E AL ) — VR OUKORRKR (7:3) 4
mL (ZIEfE L. AV UERRBH Y B =X
Br-N-v=avnl ROLESERI =TT A
[Oasis MCX (500 mg/6 mL) ) (& 5228 A
X )= 5mL, A%/ —/VKOUKDIEK (7 :
3) 5mL CIEELIZbD) ICAR L, mOE
W& [FRIK 4 mL THEW, WK E 0 7 DA,
Vel 28EZ 2RIV IR LTz, A ¥ — K
OKOIRE (95 :5) 20 mL TIEMH L, w0
2=z e, WHRERr —Z Y —=A\KRL—X
— (40C) TiRiMEEzE L, BIRTEHRT A%
W URAIR I 2 B2k LTz,

BEWE T2 h=F VAV KROKOER (1:1)
3mLICIEfR L, AT T 7 4 NVH—TAhil
L7eb D& lBRsik & Lz,

® ~ bV w7 ATRNEAERR O

HEb~ MY v 7 ZORERERFHO~ b
U v 7 AN HERIR IR L 22 v o 72,

@ 24 PERTAT R

ORGP 2 kRIS (225 pg/kg)
T YRR A S U 7o, 2 SRR
A RZ A4, 1 H 1R QOMHT). 5 A
DG PIFEREIT, MRS T A =2 %
R L7z, 7R, WSINEUEHZ W TR Y
7R RN=BNUAKROKOERKR (1:1) 15 mL
IR L, AT T 074V E—TAilLT
HOERE LT,



3. JLar VY AL

(1) VU= ATV ROER T 53 HTE
@O B - K

VDIV & 7 sl UV A/ i L7 ) i
J£ 93.2% (Sigma-Aldrich $)
TR N T LK REAE S
85.2% (Sigma-Aldrich %)

TER= MUV R RERBRA (BT
)

AKX ) — v HPLC ] (Bgs{b2M)

FEER 7 B = & Kk (BIHERH)

Vb= AR PUN-E= AR RULES

sl

fk 2 =% Z A : Oasis HLB (200 mg/6 mL,
Waters $4)

TEM=RIAKOKDOEK 9:1) : 7L
= R~ VU900 mL &7K 100 mL ZEA L7z,
KEORRALZ 7 —/OiEHE (1:1) : /K 100mL &
A X J—100mL ZiRE LT,

1 mol/L FElE T v & =7 LAVAIR : BElR T v €=
TAh 154 g &Y, KEIMZ TELIEMKIC
200mL & L7z,

2 mmol/L FEfE T & =7 AYRIE : 1 mol/L HEfE
T U= U AR 2 mL K OVK 1000 mL &R
L7z,

BEHERR « Y J~A v MU o AR
FEAESK) 257 mg (U J~A 2> 25 mg fHY)
EAREFE L, A% — )L TR LT 500 mg/L %
WERB LI, T MU U AKY
Y A £920.6mg (BT A20mgAHY)
EAREFE L, A% — L TR LT 1000 mg/L %
Rz LT,

IR - U 7~ A v AR K
VCER VY A BRI E A 52 7 — VTR
LC 0.1 myLiBEIR AR LT,

26

@ &
ARETF A — . T25 digital ULTRA-TURRAX
(IKA ¥ % /3 )
0y e - H-107DF (=27 - 8l)
RE O EL (A¥v~/r M)
LC-MS/MS  (HIE SN - #1-7)

% @ LT A7
Triple Quad 5500+
MS QTRAP SCIEX
LC ExionLC AD SCIEX
T — X WUEE | Analyst SCIEX
® E=

YU )~ AV OEERRE TRV A
IR A A %/ — /L TAR LT 0.05, 0.1,
0.25. 0.5 XN 1 pg/l OFEMERKREZ R L 7=,
Z DIEE 4 uL & LC-MS/MS I[ZHEA LT, 55
Ni-v— 7 miEE2 AW THRERZER L=,
FRERIAIE 4 uL & LC-MS/MS [ZIEA L, ME#R
DO RERIEICZ DY )~ U R
TRV ADERERB L,

@ USRI Y

OB 10 g IR #EEHE (0.1 mg/L) 0.2

mL [ A% 7 —V¥HK] 28U,

® BRI O
e (1% 1-7)

PV )AL ROPER Y A il
57 b= MUK OKDOREK (9:1) THi
HL, D=1 X EBo-N-E=1rrnrl KN
IEASEI =07 L THE L7Z#%. LC-MS/MS
TERL R LT,

a. fifit

AL 10 g & 250 mL D5 AR U IZ £ 9 By
D, 7EF=FMILKOKDEKR 9:1) 60
mL Z Nz 7%, BT DT A P —T 30
L7z, 3000 r/min T 5 pf#liE.O0BE L7z t2, &



Hamesilm L, BEMCTE =1 YL
K OUKDER (9 :1) 60 mL Z/x 5 /7[HiE &
9 L. 3000 r/min T 5 53[0 HE L7, &
HEMEAH LT, AiRAE 200 mL HEET 7
2alTHDbET, 7T F= MU ALK DKDIR
" (9:1) TERLE,
b. FEM

FhHE 10 mL GREF 0.5 g #824) 127K 15 mL
Mz, D=1 ¥-N-E=1tvnrl K~
HELEMAKI =57 L [Oasis HLB (200 mg/6
mL)] (522U 7% F=FVU/L5mL KUK
S5mL THRELIEbO) AR LTz, KEDA
X 7 —VOIRHR (1:1) 10 mL THE L7121,
AL 7= 10mL T L7z, #ik% 10 mL
BERTTAARY, AX ) —LVTERL
7o b D& BRIAK & LTz,
® ~ YU v 7 AEHEAERIE O T
Rt~ MY v 7 ZOWERERFAO~ T
U v 7 AR AERS R IR L 72 v o 7=,
@ 2 PEFTAT SR

PO & R G EREERE (2 pg/kg) T
T MR AR 2 S hE U 7o, B4 MEREAE A
RZA4 2%V, 1 H 1R QOMT), 5 HE®
B mIWER ATV, SRR T X — & &3
fili L7z,

(2) MRFRYNSHTESHTE
@®
RV kT RV )L AJLIR HERESL  fE 98.7%
(& L7 A4V AR HiSER)

T r=bMUb o REEERBRA (B
)

T Rr=hrVU, A% /—/L:HPLC A (BHK
b5 8d)

FERE T e = & ek (BB LA

A - i

27

2T I ) BV =T
2\ : InertSep C18 (1000 mg/6 mL, ¥ — T/ L
A T A

1 mol/L FEER T »E=1 ARWR - WER T v &=
VAL 154 g 8D KEMZTED LIEMIZ
200 mL & L7z,

2 mmol/L FEfE T > & =7 AVFIK : 1 mol/L FEEE
T V=Y AR 2 mL & OVK 1000 mL E RS
L7,

EHEIRIR © bV b7 XU L ZAJVIR R
10 mg R L, A ¥ 7 — )L CTEML T 100
mg/L ¥k 2 i U7z,
WIMAEERE : AV E T XU VALK U HE
Wz 7 b= F VUL THINL T 1 mg/l R
AR LT,

@ &

ARETF A — . T25 digital ULTRA-TURRAX
(IKA ¥ v /3 HY)

o—& Y —x KL —&—: N-1300 (F T

a2y
LC-MS/MS (HIESM: : £ 1-8)
oOE A K A =T —
Triple Quad 5500+

MS QTRAP SCIEX
LC ExionLC AD SCIEX
F— % JLEE | Analyst SCIEX
® T

LRI XYNANVKRAAEHEREE T 2 b
= K UL TAR L T0.00025, 0.0005, 0.0025,
0.005 & 1Y 0.01 mg/L DIEUEAR 2R L=, =
DYHE 2 uL % LC-MS/MS IZIEAL T, &6 h
e — 7 mEE W THREREZER Lz, &
BRIRHE 2 uL Z LC-MS/MS (ZVEA L, BEf)
DR ERRIEIC LY RV R T XY L ALK
vOEEEREH L,



@ FmEE O FH R

B 5 g ICusnAAE#ERS R (1 mg/L) 0.5 mL
[T =M U AEHK] ZHRmML. K<ES
L7, 30 o[l L7z,

® RERERIE ORI
e (X 1-8)

MU ETZ XU VALK EZRE LT E
=hUATHMHL, 27271V by
VA7 NI =07 A TR L%, LC-MS/MS
TEEM R LT,

kS g & 250 mL AD A AR VIICE Y B
D, 7 =FUL 100 mL 2270, HEY
F A —T 30 BRI L2, ARt (H£ 60
mm, GFP, MlILEAERTRD) 2 v Tlks] A
L7, AR EDEREYZ 7 b= KU/ 50 mL
T L, AiE%E 200 mL BEET T A2l
bET, 7T =NV VTER L, MK
10 mL (GUB} 025 g MHY) #7297 7 X 2T
L, v—% U —T XKL —H— (40°C)
THI 0.5 mL LN & TR L7,

b. KM

BAERIZT 2 h=h UL 3mL K UVK 7mL %
Mz, 727N Vb U BTN =
777 2 [InertSep C18 (1000 mg/6 mL)] (& &
HEHTE b= kUL 5mL KUK SmL TP
L7=bD) ICaAm Lz, 7 =FU /L 5mL
THRHL, SmL BE®&7 7 A%z, 7
ER=bFULTERLELOZRBIFERKE L
7
® ~ bV v 7 AEHIEARELRIE O
B~ MY v 7 ZORIEEERFHO~ R
U v 7 AEAREERIRITTRE L 2o 7=,

@ 24 PERAT AR
DR AN % R RICEEMERE (100 pg/kg)

28

TR YV ARER 2 i L 7o, 2 Y MR
A RTAAZHEN, T H 1E QOMT). 5 HRE
DR PIVEREITV, BRI A =2 %
M L 72,

4. YL ARARREK

YV ARY STk

OR- % -w(/3

cis-—~LV A MU REHESL MU 99.8% (F L7
A b BFIHEAIIERY)

trans-~)LV A N U REYESR - MEE 98.3% (& L
7 A v AR

TEr=RFNIA, TEI VZRTFNLTZ—T
o xR RGBT (B R bR
HALT MU A Rk (BB
HKBEEET U A PCB /oM (BIRIEF
)
NITLax N TTT7 4 —HERTA B~ T
F 27 (Kifg 150~250 um) : Florisil PR (%%
RGBT, B L7 A L AR
~FYomTE h=RrU L TER=HY
5 57

BEOBFHEL T =M U VEEZSEL

U500 mL & ~FH 2 100 mL Z1RE L.

776

AFH R R F L —F L DIRIE (85 :
15) : ~F P 850 mL KXY =F Lxz—TF )L
150 mL R4 L7z,

FRUENTR -
L., 78 h TR L T 500 mg/L K%

cis-~V A MU UREHERA) 25 mg &

B U=, trans -~V A N U EAESLK) 25 mg



EREFE L. 7 R THME L T 500 mg/L &K
iR,
TN FA AR YRR

Wtrans -~V A N EHERE 2 1 2 1 TRA.

cis-~ LV A N U U REAE R IR M

TERSTHRLTULA RY & LT 05
mg/L IR R 2 i U7,

@
RETF A — : T 25 digital ULTRA-TURRAX

W

(IKA ¥ ¥ 73 )

DAy EER% - H-107DF (=7 9 Hd)

WL oM EL (A¥v~/7 M)

0—4 Y —T KL —4— : N-1300 (H U H

L2 )
GC (HESME - £1-9)
% E | W R =5
. Agilent
GC Agilent 6890N Technologies
T XL . Agilent
# ChemStation Technologies
® &

cis-~ )V A N U REHEIE KON trans -~ A
MU UHEERR A 11 TIREG. ~F VTR
RL T~V A KU > & LT0.005, 0.01, 0.02,
0.04 & T* 0.06 mg/L DIRATEHERIR 2 TR L7,
Z DWW 1uL % GC - ECDIZIEA LT, BHbh
7o cis-~ VA MU R trans -~V A N D
-/ HEEOAEE AWV THREREIER LT,
ARBRVSWE 1 uL % GC - ECDIZIEA L, Kadfgs
SRR ERIEICL D LA N OEE
BH L=,

@  FMEREOFH R
ABE S g ICHRIMAEEERSIR (LA Y vk

29

LTO05mg/L) 0.5mL [7& b &K ZUn
L. K<IEA L2, 30 2 MiE LT,

® HBEIR O

e (1X1-9)

AL A RN CEREEINS T N THIH L,
ANFYUOTEHEELL, ~F /7 =R
NAETHIE L. BT A~ 7R T LT
LTHE L%, GC-ECDTER LT,

a. it

ABFS g4250 mLA A 0 AR VIRICE D BD |
T 100 mLEMX 2%, RETFA P —
T1o R LTz,
BEL7-t%, EiEZMesE L, mEWCT &
F 50 mLAEAN A, & 92 HIVT5 50 R

2500 r/min C5%y [ 0%y

&5 L. 2500 t/min TS50 OB L 72, b
Hafmtesilm Lz, A#Z2200 nLERET 7
AT EE T, TR M TERLE, IIHIE
20 mL (BUBLO.S gfH) % Zrikiw i srEe L,
AT S U T A10 g0 /K200 mLK& O~ 4210
0 mLAEMZ., KL HHEANTSHHIRE 5 L
oo EIMEIRES, TV BRI L, KE
[ZIEAFH 50 mLE Nz, FERICHRE 5 L.
ANV UEE T ORMEE DI LT, s
XU & BOKRREE T R U U AKI50 gk DTS
AHiard FHWTHIKRAB L, Allds E&~F%1
20 mL W L7c, ®ARERTIRT 7 X =
IZhbt, =% ) —x /K L—%— (400)
THIS mLE TN Lo, Z O % 53R 2+
IR LT, ~F 15 mLE O3 o fafin
TER=FUA0mLEMA, #KEOWEHW



SRS S Lz,
VIVEZRTTRT 7 X =)
[T ~F Y A7 & b=k U /30 mLE N
z. FfRICIRES L, 7R =M U VEEZSI

WRshE®, 72 b=1h
B LTz, ~F¥

THEMEEMD IR LT, TR =RV LEEg
DT T7 T Aa|ltibE, va—% 1) —x /3K

L—%— (40C) TIRMHLE L, R TEHRN
0l BRI 2 bk LT, W Z ~F 1
>5 mLIZI g L7,
b. FEi

a CHONWREI T Lo~ NI T 7 4
—HER T A~ 72U L0075 (b6
CHOWNEE 1.5 ecm O 7 v~ k7' Z LT Florisil
PR5gZ~FH ARE ST THRIm L, LI
HOKIET VUL 1 g Z2MELIZb D) |
ALt ~F P U ROV F L —T b
DIRHE (85:15) 70 mL T L., 2EHIK%
T T T AT, v—F U —T 3R
L—%— (40C) TIRME L, R CTEHR
A%l UIRAFR IR A R Lz, REWE A~
X 25 mL ML b OAE BB E L
7
® ~ Vw7 AEIEEERIR O
R~ U v 7 2AOWERERFHO~ b
U 7 AR AR IR 13
@ M VERTAT AR
PO 2 LRI IEYEEIR L (50 pg/kg) T
2 Y PR BB & 52 U 7o, 2 SRRl T A
RIA 2060, 1B 1| Q7). 5 Ao

By ivER 24T\, BMRE/ R T A — X & 5F

FRELL 22 o 7,

fili L7z,

5. AR RWHE

(1) HCB 53471k

O R

HCB £E#ES, « i 99.9% (Dr.ehrenstorfer )
TR T REEERBH (B
b

AT B U UL Rk (BERER)
HEKEREET MU v A PCB oM (BRI
%)
NTLra= b TT7 74 —=MERTr Ak~

F v (Kt 150~250 um) : Florisil PR (5%
WHEHGBA, & L7 AL AR

FEAEIRUR - HCB REHESLK) 25 mg ZF5FE L., ~
I CEMR L C 500 mg/L IR 2 B L7,
WINAE SRR « HCB ¥Rk %= 7 & T

AR LTO.1 mgLiniRzdii L7,
© #%E
REVFAHY—:T25 digital ULTRA-TURRAX

(IKA ¥ ¥/ 8
LB - H-107DF (=2 7 - )
RE O EL (AXv~/4 8

o—X& ) —x XKL —&— :N-1300 (T

etk i)
GC (FUEZRME : % 1-10)
S
pinl| \ —h—
- A A =71
. Agilent
GC Agilent 6890N Technologies
7 - .
4 L | ChemStation Agilent
Technologies
il
@ T



HCB #E#E 5K 2 ~F% % > CTHAR L T 0.0005,

0.001, 0.005, 0.01 & T*0.02 mg/L DFEHEVAHR %
PR L7, ZOWHK 1yl % GC - ECDIZVEA L
T, o —r mEE v CTRER%E
% L7z,
R EARD DA EARIEIC LY HCB OF &
BHL7,

@  IINEE O R

BRYATE 1 uL % GC - ECDIZIEA L,

ABE 10 g ISR ERR#E (0.1 mg/L) 0.5
[7& bowiR] 2L, L<ERE L
. 30 Sy fiE LT,

ARV IR O 7R Y

e (X1-10)

HCBZ BN D 7 b T, ~F4

2

X

@ =N

WCHRIE L. AT A~ 7 X2 U 50T LW TR
#LU-#%., GC-ECDCER LT,

a. i

FREHO g2 250 mLA A H 7R U IS E Y B |
T RS0 mLEMZ I, REVTAHF—T
15y R LT,
L7, Lizitesilm Lz, REMCT &

2500 r/min"C5%7 [t 1 047 B

20 mLA AN 2553k & 5 L. 2500 t/min T5%)
i Ol L7t RIEEMR A Lz, AR
100 mLEEE 7 7 A3lCdbEC, 7k b
VCER LU, K10 mL GUEH gfiY) %
SRRy L, AT R U T 10 g0 /K20
0 mLIE FH 2100 mLEMZ ., & 5%
HWTSaiIRE 5 Lz, BREER ., ~* 3
VIEE B LTz, KEIZIEA~F Y250 mLE N
Z. FBRICHRE 5 L, ~F Y U Ea olid 58
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EEMV IR LTz, &% o8& KRS k
U 7 AKI50 gZ& O 7= Aifgsa W THLK Al
L. Ailgs E&E~F Y220 mLTHHF LIZ, &
ARaRTIHT T AallgbE, n—4 ) —=x
NRL—%— (40°C) THI5S mLFE TR L7,
b. i

a CHONBWRED T L~ NI T7 4
—HERTA B~ TR T LT 5 (b2
CONEE 1.5 ecm 7 v~ h 7 F L%Z Florisil
PR 10 g Z~FH BB S CRE L, B
(CHEKBREET B U U LK 2 g 2B LTb o)
IZAM L%, ~F P o0omL TR L, 29
iRz 72T 7 7 2Aallikotz, WHHik%E
— &Y —T /R L—4%— (40C) T 2mL %
TR L, SmL 287 7 A3Z A, ~F
P TER LI OEREREIK & LT,

® ~ Uy 7 ABIEHEAIR O

et~ b Y v 7 2ORERERFHO~ b
U v 7 ZEIESERS TR L 727 o 7,

@ YV

FD & xS EEERE (S pgkg) T
T MR AR A S L 7o, MR AT A
RIA4ZHEW, 1R 1E QOHMT). SHE®
By mMIVEBRZATV FHERENT A — 2 Z7F
fili L 7=,

(2) DDT, 7RV, =KUYV FALRY L~
TEIaN  ~NTEIaZRF TR, o-HCH, B-
HCH % O* y-HCH 34T

@® AR
0,p"-DDT FEH#E T,

P -
. HiEE 98% (Dr.Ehrenstorfer )



p.p-DDE FEH#Ef, « HiJE 99.7% (& L7 A /L AF0
e Sy
p.p-DDD EEHENL - HiFE 99.5% (& L7 A /L 2Hn
P e Sy

p.p-DDT #E¥E 5 - i 99.4% (Dr.Ehrenstorfer
51)

7 v KU v R flBE 98.0%
(Dr.Ehrenstorfer %)

T o4 v FU v R AE g 99.9%
(Dr.Ehrenstorfer )

T RU AEHES, - FEE 99.8% (AccuStandard

%)

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

cis-~7 X 7 a )V TR REEUESR, - R 100%
(AccuStandard %)
trans-~7 4 7 v )L TR & L REEYE N ol
99.1% (Dr.Ehrenstorfer #%)
o-HCH FE#E S, « MiE 99.5% (AccuStandard #4)
B-HCH HE¥EM - i
y-HCH FEYES, @ #lE 98.8% (Dr.Ehrenstorfer #4)
TER=F I, TEIS VZTFLZ—T
o ~FH o RREEFEBA (BRI )
AL N Y oA Rk (BEAY bR
KRR NV 7 A PCB o#TH (B L
L)
NI rnux v TTT7 4 —HERT A B~
X7 A (R 150~250 um) : Florisil PR (5%
RG], B L7 A L A FaHigE)
~FF oMy E = )L TER=FY
JL 500 mL & ~FH 2 100 mL ZiRA L. 590
MR E DB%EE L CT b= h U VEEDE
L7,
AFXFH UK T —T VORI (85 :
15) : ~F % 850 mL K NY=F L —T7 )b

=i

97.7% (Dr.Ehrenstorfer #)

32

150 mL A LTz,
FEVEIFHE - 0,p-DDT £ 25 mg Z 5L, 7&
b TR LT 500 mg/L iRz R L7,
[F4#RIC p,p-DDE fF#EdL, p,p-DDD AEHEN
p.p-DDT FEHER, 7L KU AEHES . T (b
RU RS, = RY RS ~T 27
a1 VEEYE L, B-HCH AEYE dh & O y-HCH AR 7 i
¥ 25 mg 2L, 7& R TERAREL T 500
mg/L {ER AR LTz, cis-~7 % 7 a /LR
* ¥ N, trans-~T S 7 mLTRF SR
FEAE AL M OY o-HCH A2 ¥E 51559 10 mg ZF5FF L,
T TERMELT 200 me/L WiRAE TR L
7=
W FAZ MEYR TR« o,p-DDT EUER R . pp-
DDE #E#EJ5UK, p,p-DDD #EHEF#E, p,p-DDT
YRR, 7T/ RY UEERK, T4V R
VIEYERGE, =2 R U KRR, ~T AT
0 JUEYEIR K, cis-~T7 % 7 BV TR F Y N
WK, trans-~7"% 7 0 )L TR ¥ o REEUEJR
. o-HCH AEHERHE . B-HCH AR YERK K O y-
HCH {25 2 7 b > TAR LT 0.1 mg/L
IRAVIR &R LT,
@ &
REYVF A Y— T 25 digital ULTRA-TURRAX
(IKA ¥ ¥ /X))
O BERE - H-107DF (=27 4 o)
e O EL (A¥ v~/ 8
0—4& Y —T KL —4&— : N-1300 (H A#
a2 ey
GC (MESME - #1-11)

%

pinl| : —h—
- A A =71

. Agilent
GC Agilent 6890N Technologies
7 - .
4 L | ChemStation Agilent
3 Technologies




@
o,p-DDT HEHEJFK . p,p-DDE fZ=H#EJ5HZ ., p,p-
DDD ZE#EJFiE, p,p-DDT EH#EFK, 7/ KV
VIEERR, T 4V R Y ERERK, = K
U UBEYERGR, ~T7 X 7 a VEEERR, cis-~
THE T a T ARX Y MEERIR, trans-~7 4
7 VTR v FARHEIRHE . o-HCH AR IR
B-HCH AZHEJFUR K O y-HCH FE YRR 2 R4
AFH U THEIRL T 0.00025, 0.0005, 0.001,
0.0025 % T 0.005 mg/L DIRAFEHERRIK 2 75 L
7o ZOWH2uL % GC - ECDIZIEAL T, £
BN —7 &SRO THRERZER LT,
ARERVSWE 2L % GC - ECDIZIEA L, Kdfgs
5 A MR mARIEIZ L D o,p-DDT, p,p-DDE,
p,p-DDD. pp-DDT, 7 /L RV | F A4 RY

== =N
JE B

V. TRV AT ET A cis-~NT BT
2V TRF Y R, trans-~7 X 7 @ )L TIRX v
R, a-HCH, B-HCH K" y-HCH O & &% H
L7z,

@  WmEE O TR

AROBFS g IR HEAHE (0.1 mg/L) 0.5mL
(7' Fo@k] 2@l K<BRA LZE,
30 Sy [ATIRCE: L7z,

® R OF

B (K 1-11)

o,p-DDT. p,p-DDE. p,p-DDD. p,p-DDT,

TR, T4 RY v, Z R > o~
TR cis-~NTH T L RF TR
trans-~7"% 7 @ )L =R ¥ > N, o-HCH, B-
HCH & O* y-HCH & 3Bl 7 & b o Thitt,
ANEYUTIBELIZ, ~F /7 =1
NOBLTHIE L, BT A~ 72T L0
7L THR L%, GC-ECD CE& LT,

33

AEF5 g &2 250 mL A 0 AR U RICE D Y |
7 h 100 mL 2 Z 2%, RETTA P —
T 1AM L7z, 2500 r/min T 5 4y fiEO
SEELT-R. RiEAMmieAE LT, REWIC
T b S0mL 2% 5 oR#EE 5 L. 2500
t/min T 5 rfliE OO0 L 7o, RE AR A
L7z, A% 200 mL AEET 7 A3 lh
T, T M TERLE, K20 mL G
BF 0.5 g HY) ZoiwHmam L, kT b
U772 10g, 7K 200mL & O~F 4 100 mL %
Mz, e HEEANTSHRIESE 5 Lz, &
RFiE R, ~F T U @a oML, KEICIE
AFHF50mL AR, FERICHIRE 5 L, ~F
Y UEE T DBAEEA VIR LT, B
Y uEa KRR T R U U LK) 50 g ZOH T
AHigeE AWTHKAE L, Ailgs Ea~F
P 20mL T LIz, BARERTIET 7 A
2%z, r—=F Y==K L —&— (400C)
THI S mL F CHEME L7m, 2 ORI % sk
B LT2th, ~F Y2 15mL L OAH 2 fgfn
TEr=RMUA30mLEMAZ, RE DHEE AW
TS5oofiRE 5 Lic, BRKER, 7 F=1h
VIWVEZRTET 7 A3l liLc, ~F%H
VREIZIEA~FY T F= MU L 30mL &
Mz, AR ES L, 7 b= I VEE
ST LBMEEZ 2EI VIR LT, TE =RV
NEEFEORTIET 7 A2 lZhby, n—X
J—xNRL—F— (40C) TH 1 mL £ T
ML, BIECTEHEN A% B UBTFHRELKRE
Lz, M E~XT 2 5 mLICIEM LT,

b. fEH

a CHEDNIERKE I Z L7 a~ N7 T 7 4
—HERT A~ 7R T LT L (b
COHNE 15cm O a~ 7T A%\ Florisil
PR gZ#~FH B THREL, EIC



HKBEET R UL 1 g 2B LZbD) 12
BRI LB, ~FHF ROV F L —F L
DR (85 :15) 70 mL TIEH L, BIEHiE%E
BRI T T A ST, m—F U —T /R
L—4— (40C) TH 1 mL ¥ CTEML, =i
TEFEN A% B URAEEZRE L, R
W2~ 10 mL (SEE L 72 b O 2 il BRI
L7,

® ~ Vv 7 ARIEAERE O

REt~ Yy 7 Z0RIERERFHO~ R
U v 7 ARNEEERS R IR L 72 s o 72,

@ Y PEREAT SR

FOFHA % XU E RIRSERE (10 pg/ke)
TRYVEREAMARER 2 M L 7o, 2 Y MERTEAm A
A RFA PN, 1T H LR QOMT). 5 AR
DR PIVEREITN, BHERANT A —F %
M L 72,

(3) cis-ZanT v trans-7 VT cis-/F o0
WKk Rtrans-/F 7))V o38mE
O I - HiE

cis-7 w1 )b 7 v OFE U f B 99.6%
(AccuStandard #)

trans-7 7 )V 7 KR ME AL 0 HE 99.7%
(AccuStandard %)

cis-/ 7 wm v i BN W 100%
(AccuStandard %)

trans-/ 7w v HE G0 HlE 99%

(AccuStandard )
TEhr=hrIN TELS VZFNLT—T
b T PR REGAE (B R L)
WAk B U U A Rk (B )
ARHEE T Y A PCB o8 (BAs b
%)
NTLrma< I 74 —HERT A~ 7

F > I (R 150~250 um) : Florisil PR (5%
WERFGRBM, & L7 A v 2R HTER)
~F o7 b= UV TER=HY
V500 mL & ~FH 2 100 mL ZRA L. 50
WLOBBBEBLTTIE =Y LEESERL
7=

ANFT U RV EF L —T VDI (85
15) : ~FH 2 850 mL & ¥V=F/L=—7 /L 150
mL ZiR5 L7z,

PEUEIRR « cis-7 @ /LT UREAE K 10 mg &
FEL, 7 R T LT200 mg/LIEHE % i
®U 7=, REEIZ trans-7 v VT AEHES L cis-
J 7 a VEEHE R KO trans- /7 v VEEYE N,
¥ 10 mg L., 7& 2 THRAREL T 200
mg/L iR AR L7,

BN FARE HEPR U - cis-7 1 VT A YE TR
trans-7 VT CREMEIRR, cis- /0 v VEEYE
JRE M O trans- 7 7 v WVEERER W =T & F v

THABRLTO.1 mg/LiRARKZRI LT,
© &

AT VA Y— T 25 digital ULTRA-TURRAX
(IKA ¥ /3 Hl)

Oy EER% - H-107DF (=27 9 )

e O EL (A¥v~/7 8

0—4& Y —T KL —4&— : N-1300 (HH

etk i)
GC (WEZRM: : &1-12)
*OE A X A—T—
. Agilent

GC Agilent 6890N Technologies

T — Z L . Agilent

i ChemStation Technologies
@ Tk

cis-7 B VT AEREIEK . trans-7 v VT L FEYE

JRHZ. cis-/ F 7 v VEEHEIRE S TN trans- /T



7 a MR A RE . ~F U THRL T
0.00025, 0.0005, 0.001, 0.0025 % T*0.005 mg/L
DIRARERERIR A2 B LTz, Z OWWR 2 uL %
GC - ECD IZIEAL T, bt —7r ma %
MW THRERZER LT,

GC - ECD (Z7EA L., frEfph o s i Sk ik

ARBRIAIR 2 pL %

\ZXY cis-7a VT trans-7 v VT | cis-
JF 7 a kN trans- /) 77 eV OE EEFEH
L7,

@  IINEELOFH R

FOBFS g IR EA R (0.1 mg/L) 0.5 mL

[7® Frik] 2@l K<RA L2,

30 4y Rl L7,
® REAIR O
B2 (1X1-12)
cis-7 B)VT V| trans-7 AIVT V| cis-/ T
7 a vk QRtrans-/ F 27 a )Lzl k67 & b
THIH, ~F YU THEE LI, ~F Yo7
B h=FUASETHRIEL., &7 A B~ 73
VUL T LT L%, GC- ECDTER
L7z,

a. i

B g4250 mLAY A 1R U RIC & D BLD |
7 100 mLE MR 7ote, RETFA P —
T A =

2500 r/min TS5 EE O BE L 7-% . LiE2 48

T o1

g L = .
BAE LT, BEWMICTE 50 mLEIZS
SEIEE 9 L. 2500 r/minT5%5 MR O BfE L7~
%, FiExfieAsEL7-, AIK%A200 mLE4

B7 Al ZAbE¥ET, T M TER L

35

20 mL GUE0.S gff4) % o0l ki sy
L., #ib7F U 7 A10 g, /K200 mL K OWA~F
#1100 mLEM A, #RE O HEZ HIV TS50 R
&9 Uiz, BRFgER., ~F¥ J@a oL,
KBIZIEA~F Y50 mLEMA, FERICIEE 9
L. ~F Y UEE ST 2 BIEL# VIR LT,
BT g 2 BKEEET U U AKIS0 g& D
BloAlgmz DN THKAE L, Ailbds L2
X220 mL T LI, RARERTIET 7
A2ZZNF, =% U — K L—%— (40°C)
THIS mLE TN Lo, Z O E 5 <t
B LTk, ~F 15 mLE U F 3 o fafn
TER=MIA30mLAENMZ, IRE DBEAHW
TSR E 5 Lz, ERpigE®%R, 72 F=1
VIVEZR IR T 7 A allaliliz, ~F3
JBlZiE~F % a7 b=k U130 mL%& N
Z, FBECIRE S L, 7 b= KU VEEDH
TOEER2MIB D KL, 278 =MD L
@& DT T 7 A hGbE, n—2 ) —
-

NIRL—%— (40C) THI1 mLE THEAM L.
FIRTERN A% UM ARE Lz, 5%
B % ~x 5 mLIZIAfE LT,

b. &

a CHONBWRED T L7a~ NI T7 4
— AT AW~ T XD LT 5 (5D
CONEE 1.5 ecm 7 v~ k7' Z L%Z Florisil
PR5 g ~FH B I ETHREL, BB
BRI T RV UL 1 gZ2MELIZbD) (I
AL, "XV U ROV F Lo —T )L



DR (85 :15) 70 mL TIEH L, 2IEHiE%
YT T Ao, B—F ) —T /R
L—4&— (40C) THK 1 mL £ ML, =ik
TEFRN A% B URARIEEZRE L, R
W2~ 9 2 10 mL (ZER L 72 b O 2 kBRI
L7z,

® ~ NV v 7 ARIEAEYRHR 0O 7R
RE~ MU w7 ZOH

=N =R

ERBRA O~ b
U 7 ARSI ERS I TR L 2205 7,
@ 2= PERALRR R

A D R et R TE RIRSUEIRE (10 pg/kg)
T2 YRR AR & S0 U 7o, 2 MR T
A R A%, 1 H 1R QOHT). 5 HiE
DG INIVFEBREATV, BB T A — & %
FFAm L 72,

(4) PCB #5#ris
O gL E Y
PCB28. PCB52. PCB101, PCB138,

PCB153 % (X PCB180 Dfafn

i I b
2,4,4’-trichlorobiphenyl PCB28, #28
2,2°,5,5 -tetrachlorobiphenyl PCB52, #52
2,2’,4,5,5’-pentachlorobiphenyl PCB101. #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

@ e
FOFFRE, A 2 —x > MEH TILEE
PEZREA LTz, ATREZRIRV RN 2 BR & |

W™= 7V =2 W THE—{ L7,

=
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BB, 5EBE Y v 7 AL —HHEIC X
ELTZEZ A, 168 g/100g TH o7z,

BP-D7 =¥k (PCB28. PCB52. PCBI101.

AR

PCB138. PCB153 &% PCB180 %% 10 pg/mL,
WELLINGTON LABORATORIES )
[BC1,]

[3C1»] PCB138.

MBP-D7 £ ¥ ([PCi2] PCB28,

PCB52, ["Ci.] PCBI01,
[PCi2] PCB153 J& O ["Ci] PCBISO % 5

pg/mL, WELLINGTON LABORATORIES #)

MBP-19 #E#E¥E#E (50 ug/mL, WELLINGTON

LABORATORIES )

MBP-70 FE ¥y (50 ug/mL, WELLINGTON

LABORATORIES #%)

MBP-111 fZ#EPRE (50 ug/mL, WELLINGTON

LABORATORIES )

MBP-159 fZ#E¥RHE (50 ug/mL, WELLINGTON

LABORATORIES )

MBP-170 fE#EVEE (50 ug/mL, WELLINGTON

LABORATORIES #%)

TH )= TP AR UHEST

A (B 7 A v 2 Feska)

T BERRRR (BSR b EY)

KEE(b R U oL ik (BIR(E )

MEKBEERT R U w7 A PCB /3T (BAE{E

%)

NI rma<x v ITT7 4 —HERTA B~ T

F ¥ A (Kif 150~250 um) : Florisil PR

(PR EERBR A, B L7 A L AFeHtigkil)

Imol/L /KL U & LD X ) — VIR : K



Bl U A 5611 g Y. =X — L&
Z T/ LIEMEIZ 1000 mL & L7z,

FRHENRHL © BP-D7 AR YRS 1 mL 2 &V B |
FHh TR LT 500 ug/LImiEa2 iRl Lz,
PAEHEFHR : MBP-D7 BEYERSIR 1 mL % & Y I
0. THTEMLTS500 pg/LiRKEFHEL
776

NEEHE (LU P A%1 7)) JRR : MBP-19 {2
R I mL A&V IRY . 74 TR L T500
ug/L ¥R % {8 L 7=, MBP-70, MBP-111,
MBP-159 % O¥ MBP-170 (22T & [AEEIZ 500
ug/L sz i L7z,

WIS HEVAHG - BP-DTEEYEFUR & 5 1 o Ty
RLTI10 pg/LiEEMe N 20 ug/L ¥Rk % sl
L7z,

TN NEEHEVRTR « MBP-D7 FEYERGR 27 71
THAIRLTI100 pg/LiEikzE iRl L7,
WIMANERE () P24 7)) IR
MBP-19 #E#EJFiZ . MBP-70 1% #€J5UZ . MBP-
111 £ YEFR . MBP-159 £ 4E R K& OY MBP-170
IR A7 1 AR LT 10 ug/l IRAH
i O

@
BT © GA-13S (Wi ¥ RUERTHRY)

RE O EL (AXYv~F 8

Rl

0—& ) —T /UKL —&— : R200 (CEHEF

)
GC-MS (HIEZME : % 1-13)
& B EEES A——
. Agilent
MS Agilent 5973N Technologies
GC Agilent 6890N Agilent

37

Technologies
Agilent
Technologies

T — S AL

7 GC/MSD
H#

ChemStation

®

BP-D7 =¥k . MBP-D7 WIZYEF k. MBP-

Em (X 1-13)

19 WiEH#E (U P ZA34 7)) UK, MBP-70
NIEHE (VU vV 23( 7)) R, MBP-111
NI (U > VA4 7)) R, MBP-159
NEESE (V) P 281 7)) JRiK K Y MBP-
170 WAEHE () DAL 7)) JRiRET 1
TABR L, 0. 2. 10, 20 & OV50 pg/L [ PAAZHE
VSRR E R OV AR SE () PR, 7)) S
TR 10 pg/L] PAEHEIR A REUERS IR 2 TR i L
72 ZOWH 1uL % GC-MS IZIEA LT, 55
NIZAIRHED B — 7 EFEIC X 2 5 R E D
E— 7 RO & F TR & TR LT,
RBRVAIE 1 uL 2 GC-MS [T EA L, &S
WNESEE#EIEIZ LW PCB28, PCB52, PCB101,
FL
Tzo BXRGWEITHIET D NIEEYEIZRD
Y,

PCB138. PCB153 X' PCB180 D& &

X GE WA HER) B

PCB28 [3C1,] PCB28
PCB52 ['*Ci2] PCB52
PCB101 [3C1.] PCBI101
PCB138 [C1.] PCBI138
PCB153 [3C1,] PCBI153
PCB180 [3C12] PCBI180

©® TSEEt R

0.6 ug/kg ¥shn (6 & PCB A5t & LT 20 ng/g



fat F824) : BUBH 1 g QSRR RERTE (10 pg/L)
[(Fhowik] Zime., K<EALE
%, 30 rfiE L,

60 uL

1.2 ug/kg isH0 (6 FE PCB A5t & L T 40 ng/g fat
FAX) : BBE 1 g ICHMAE SRR (20 pg/L)
60 uL [Fh R] ZzdmL, L<EA L
t%. 30 ZrfEiE Lz,

1.8 ug/kg ¥shn (6 & PCB &3t & L T 60 ng/g fat
FA) - BEE 1 g (CHRIN R AR

90 L [T U 8WHE] 23mL., L<EA LK

(20 pg/L)

X

. 30 pfEE LTz,
FRBR AR O

@ =N

RS

B2 1mol/L KEEb U U LD H ) —)b
Wik T Afb L 7= % . PCB28, PCB52,
PCB101, PCB138, PCB153 & (XPCB180 %~
FrTHHL, AT Ae~w ST T 0 —H
BT AW~ 73w L (hifg 150~250 um)
TH L, GC-MS TE&K MR LT,

a. fli

W1 g &2 300 mL BT Y 7 A2 |l&
U QUIR
(BRIRE 10 ug/L) L7=%%. Imol/L /KEg{t7

100 pg/L WAEHERSHK A 25 pL B0

U LDxTZ ) — VKR 100 mL 2,
90 COKIFT 1 FRpfIMEGER LTz, 72T~
7 A ZER/ICE L7k, ~F P 100 mL &
Mz 7z, #tesid LTh oo LoRERIK 100
mL Z AHL7Z 500 mL 3RS L, ikRE 5%
T 10 R E 5 Lic, ~FH U Eaniilic
Tt < KPR L, BEKEEEE T N U T A THK

38

ALz, AR —H U —x NKRL—HF—
(40 °C) THI5mL £ CHEENME LT,
s

BRI AT AT~ N7 T 7 0 — AR

b.

TAB~ T AT LT A (DI LDONE
20cm DY 1~ k275 LT Florisil PR 20 g %
ANEY U TIHAFTE LB D) ITAM LT,
YT 7 AaNE~FY K 2 mL T 3 EGE
W, WRIRAE T MZAR LIz, ~F P 200
mL THEH L, R T7 I X3z, will
Wrn—4% ) —x KL —%— (40C) THIS
mL £ CHJEEME L, 10 mL BeE7 7 22
HOEANFHUTER L, HOTH 10
ug/L NEEHE (U PRS0 7)) IRETEIR 50
uL Z# AfL7= A By I Z iR 2 mL 2 43 L .
B CTERT AWML TS0l FTEML, A
BRYRIR & LTz,

® ~ MV v 7 ATHEARERIL O FH
BRFHO~ K
U v 7 AWIMEREIRITTH R L 225 o 72,

@ M MERHAL R

DA & X RUTHEE D 0.5 5, 1ML 1LS
fEHEY (4 0.6, 1.2 XN 1.8 pg/kg) T4 MFE
ek A e L=, 1 B0 1A (6 0fT). 3 A
DG IINFER AT, RN T A —H2 %
M L 7,

Wkt~ U w7 ZOME R

[&F0 3]

B BOMWIX, A ¥ —xy MEHRT
HRRELAIEAN Lz, FREZRIR Y A5G E % bR
X, vARI =7 TV Y —E AW THEIY—



b7,

1. ZAay ROF NIy ik
O BRI - K
Aoy AEHE,
FofeAfiEd)
T aT RERER
Jb KRG HESEERL)
~FY s RRREGIRN (BRI
TER=hKU, A% /—/: HPLC H (¥
FALFRL)

U UBAKRFEZFT NI v LAtk U R
KEZEZAV T A, =F L VT 2 UERE
TR T AZKFY, X Rtk (BIE(L

HEE 97.2% (B L7 AL A

ME98.1% (BEE7A

)

7 xRk Bk (B L7 A 0L
JEHiREEY)

Ul kFEAYV L Uomg: Kk Ob
AL EE L L)

pH 7 BR #X :  pH-indicator strips (pHO-14,
Merck )

b= ARUPUN-Em LR Y RURES
KX =74 7 A& :Oasis HLB (60 mg/3 mL,
Waters $)

AT T T 4N%— PTFE U U7 4L
#— (0.22 pm, HERRMHEER )

7 = UERIREER (pH 4.0) : 7 = U EE—/KFn
W13 g, U UEAKFET MY U A+ KW
28 g M= F L U7 I UNUEEE S MU Y
LK 3T g 28D . KK 750 mL A% T
W LT=%., UUEET pH & 4.0 [ZFAE L, K
Z Mz CIEREZ 1000 mL & L7z,

U U ERERREER (pH 8.0) U VBB T IKFEL
UL 05g kO UERKFEZHY UL 167 g
8V, KK 750 mL A T LI, Y
VEET pH % 8.0 IZFHEE L, KZEMA TIEMIZ

39

1000 mL & L7z,

7 T U TEARENR (pH 4.0) M OVA X /) — )LV DIR
W (1) 7= UEEER (pH 4.0) 500
mL M A # /7 —)L 500 mL R4 Lz,
KM AHZ ) —)LDiRIK 3:1) :
KA R ) —)50mL ZiEE LT,
KL OEEOIRREZ (1000 : 1) : 7K 1000 mL }
g 1 mL 286 L=,

MU« X A v U REAERLK) 25 mg & RS T
L. A% =)L CEML T 500 mg/L &K% 7
U7, I3 EHELK 25 mg ZFEFE L,
A X ) — )L TEEL T 500 mg/L 1A 2 REL L
7o

WA : XA ey ROTF I o
R ERIR 2 A 2 — )L TAR L T 0.7 mg/L
IRATRIR 2 TR LT,

7K 150 mL

@
rEYF A Y —

T
T 25 digital ULTRA-
TURRAX (IKA ¥ /3 #l)

O EER 0 H-107DF X ('H-80R o (=2 7

v )
REIH . EL (AXv~/7 o8
pHE :  D-13 (R HRERTL)

LC-MS/MS (HITESMH: : 3 1-1)

®OE -V A= —
MS QTRAP 5500 | SCIEX
LC ExionLC AD | SCIEX
T — 2 ALEE | Analyst SCIEX
® EE

ZAn Y NEEFIE L RT3y R
[z A & ) — /L THAR L T 0.00025, 0.0005,
0.001, 0.0025 & T* 0.005 mg/L DiRAAEAETIKL
L7, ZOWIE 2 uL & LC-MS/MS 21k



ALT, Bohizv—7 miEE AV TR
ZAERE L=, RBRISIE 2 uL & LC-MS/MS 21k
AL, BER» SR ERIEICLY XA 1
VUROFAIavrDEREERE L,

@  WwIEE O TR

B 5 g ICIRINAREEEK (0.7 mg/L) 0.5
mL[ A ¥/ — VIR 2 BN LT,

® REREEIE DR
B (34 1-1)

A RORF I av B2l ENL 7
T UFERRENR (pH 4.0) KOYA & 7 — )V DR
(1:1) THHL, ~FH o THEHR, U
ZARUPUN-E=Z LR Y RUoREAKS
=H T L THRMLZ%E, LC-MS/MS TEEZ&LD
s L7z,
a. fifitH

k5 g &2 250 mL AOJA AR U HRIZE Y B
D, 7= UBEREER (pH 4.0) KA X J —)L
OIRIE (1:1) 95 mLZMz7-, REZFTAH
— T L, ~FH 2 100mL Z0%, 5%
M#E L 9 L7z, 3000 t/min T 5 4yfiE 0008 L
7t%. T 10 mL GUEF 0.5 g FY) Zim0E
WLz, U o eEfR TR (pH 8.0) 30 mL
A 7-1% . pHREK T pH 8 Z 52 L. 3000
r/min C 5 57 il 0o BE L 72,
b. AR

FiEEY =RV N-E=rea ] R
VIESAKI =7 2 [Oasis HLB (60 mg/3
mL)] (H5EUH AKX/ —/L5mL, /KS5mL,
U U ERiEAEER (pH8.0) SmL T L7=H D)
1)
10 mL TP L7ztk, A% /—/L 9 mL THH

WA LT-s KEOAZ 7 —)LDRWE (3:

L. I0mLESET 7 A% T2, AHX ) —

IWTERL, AVT T 74NV —TAilL

40

Teb D aRBRIEH E LTz,

©® 2 YPEREAT SR

OB 2 et BT BB IR L (70 pg/kg) T
PR BB & FE b L7, MR A
R4 28V, 1 H LE QOHMT). SHRE®
By MAIVEBR Z ATV BYERERT A — & Z253F
fifi L 7=

2.
@ AR

Foa v ERERR 0 100 pg/mL, flE
91.6% (Analytical standard solutions f)
3-0-T B F NI A 1 U

Foa N HE

BRI -

| =
ao.

i 96.0%
(Toronto Research Chemicals %)

FRER IR (BAR(b )
TEr=FUI, AZ =)L
FALFHR)

Xl FRRk (BRI
DA R CNREFR)

PP ARV UN-EoAERY RUES

TR

HPLC f (F4

KI =742 : Oasis HLB (200 mg/6 mL,
Waters )

KEOFEEORE (1000 : 1) : 7K 1000 mL
JOFER 1 mL ZRG L7z,
KEOAZ ) —NOIRHE (3:2) @ 7K 600 mL

LA S ) — 400 mL ZiRA LT,
KON ABRDIEE (9:1) :
D ABE 10 mL ZIRA L=,

FRUER - mL % fE

BIZEYD, AX =) THIRLT 10 mg/L &

7K 90 mL &}

FouoNm S fEAERE 1

WEREARL LT, 3-0-T2FNLXA 0L fuugl,



) 1lmg ZREL, A%/ — )L TIEMLT 10
mg/L iR AR L7,

MRS« T o e R M
W3-0-TEBETFNEA vy ANERERHE A A Z
— /AL THRML T 0.1 mg/L IBRATEEEZ ML
7,

@ &
KEYF A4 Y — T 25 digital ULTRA-
TURRAX (IKA ¥+ /< 8d)

og—&ZJY—= RNRL—HF—: N-1300 (FHEi

PR L)
LC-MS/MS  (RIE AT : % 1-2)
A A—J—
Triple Quad
MS 6500+ SCIEX
ExionLL.C
LC AD SCIEX
T — X ULEE | Analyst SCIEX
@ E=

Fousm v AFEFHE D 3-0-7 & F L4
Ay RERFERE A X ) — /L THRL T
0.0001, 0.0002, 0.0005, 0.001 & T* 0.002 mg/L
DOIRBEMERIE AR L=, ORI 2 uL %
LC-MSMS IZHEAL T, oot — 7 mfE%
AW TS A 1ER L 7,
MS/MS (ZVEA L, RREMR Ok iR &#iE I

FRBRYAIR 2 uL % LC-

XoFrsar kO 3-0-TeF I A m Y
vOEEERM LI,
@ WO FH
AE 10 g ICIRINAFE HERS R (0.1 mg/L) 1
mL[A %/ — ViRl EzmmL ., K<ESG L
« 30 73 I CE L7z,
AR AR D A B

N

@ =

41

W (X 1-2)

Frna o kN 3-0-TEFALEA 0
ZAREIND D AR T T ' M THIE L 7,
FO%, V=R PFU-N-E=rl R
VIEEAKR I =H T A THE L%, LC-
MS/MS TiE & MK OfERS L7z,

a. it

B 10 g & 250 mL AD A AR Y HRICE Y B
D, KK AFEDOIEE (9 :1) 10 mL LT
t F 100 mL 2%, REVFAHF—T 1%
BRI L7, WA L-, AR Eokk
W KaRUBIZE L, 7% k2 50mL Z2 0
ZCHREDT AP —T 1 RIEA L=tk %5
Al LTz, F6N7AHiK% 200 mL AEET 7
AT EPE, TENTERLE,

b. i

fHE 4 mL GREF0.2 g #82Y) ALy
BL. K I15mL #Mz, Y=L EL-N-
t=nrtnl FAALBEGEI =0T L [Oasis
HLB (200 mg/6 mL)] (HHLH A X/ —)b
10 mL, KEQXAX /—/LDiRKE (3:2) 10
mL CHEHFL7-b D) ICAf Lz, mOENE
KEOA L 7 = DIRHE (3:2) 5mL THW,
Vel 2 71 7 TR, Vel g 28z 2 [0
WLz, A=/ 9mL TIHEHL, 10 mL &
BRI T AAIZT, AZ ) —IVTERL
7o b D BRI & LTz,
©® MV

HOMHW G E &R FIRE (10 pg/ke)
TV AR A T U 7o, 2 MEETAT
A RZ A9, 1 H 1R QOHT). 5 HH
DG IPINFER AT, BT A — 2 %



A L 7=,

3. VraeAT o aiTiE
O R -

U vawA v IR — KRR L

Rk

i

£ 99.6% (Dr.Ehrenstorfer )

U ra~sAag v od RS 0 ME 95%
(Tronto Research Chemicals %)

PR RGBT (B AL 1)

HPLC H (BIA{b )

e, Ve KE\ELV UL, U UERKE

FTrU AR Rtk (BRI

Rtk (N

AF LV E=ARCPURBESKRI =N T

A K ) =)l
T Rr=FU:

WlET =17 A
2@ InertSep PLS-2 (500 mg/6mL, ¥ —=x /L
YA = AR
AT Z T 40H—: PTFE VU U7 4
LA — (022 pm, HEE AR R

KB OFEROIER (1000 : 1) : 7K 1000 mL %
ORI mL 2{RA L7z,

K, T =RV AKROFEOER (900 :
100:0.9) :  KEOFE ORI (1000 : 1)
900 mL I TNZ T & h= K U /L 100 mL ZiE5& L
77

KEORAZ ) —)VDIgHR (3:1) : /K 75 mL
LOAHR )= 25mL #iRE LT,

U UPRRREER (pH 7.0) : U VBB IKFENY
A 64 g KON UEEKE T MU ATk
Fidn 18.9 g & /K 750 mL (Z¥fi# L. 1000 mL |2

ER LT,

42

ERERGR . U a~A U ERE KR
PEAE L) 28.35 mg (U v~ A > 25 mg fHY)

EAREFEL, A& — /L TR LT 1000 mg/L %

WA Lz,
WARHERE . U ra~ A v o-ds iR 8EmK S5

mg & A X J — /LU CEMR LT 100 mg/L ¥R % i
WL,

@ &

RE VS AW —: T 25 digital ULTRA-
TURRAX (IKA ¥ /3 Hl)

n—XZ Y —T NRL—&—: N-1300 (H 5T

PR bk L)

EOEERE 0 H-107DF L OVH-80R« (=27 -

)

REOH: EL (AXv~F7 )

pHFEl 1 D-13 (YR RERTRD

LC-MS/MS (HIESM: : £ 1-3)

moE A A =T —

MS QTRAP 5500 SCIEX
LC ExionL.C AD SCIEX
F— 2 JLEE | Analyst SCIEX

@ T

Jrva<A Py AREFIRL DY) va~v A v
Vods WEEHERR # /K, 7 b= UL KOF
fig DIRWE (900 : 100 : 0.9) THAFR L. 0.00025,
0.0005, 0.001, 0.005 % T 0.01 mg/L (PNEEHERE
IR EE 0.005 mg/L) PNARHEIR G RE YERS R 2 5
L7z, ZOWWE S uL %2 LC-MS/MS IZ{EA L T,
xf
TRV ravwA o — 7 HEOkZ v
THREREIERL 72,
MS/MS IZHEA L, fRERR D D NEEE AL X

Bl rav AT r-d O —7mEEIC

AEBRIAIR 5 uL % LC-



DY va~vAf v rOERyEB L,

@ WO FH R

OB 5 g ISR (1 mg/L) 0.5
mL[A %/ —VIERIZRINL, K<BAE LK
%, 30 MhkE LT,

® REREIE O
W (X 1-3)

Voa~wAg vzl A% ) —/L Tl
HL, AF Lo RUBUIEEAK
=7 L THM L%, LC-MS/MS TERML W
el L7,

a. f

EES g & 250 mL A S H AR Y HRIC £ Y B

V. 5 mg/L INAITHNEEERE IR 100 pL TR R &

J—=)L50mLZMz ., REIFA P —T145H

PBEFR L 72, 3000 r/min T 5 43 W5 D50 B L 7244

FiEAH 5 mL GREH0.S g #1Y) 27T TE T T
AWML, v—% ) —ZNKL— X —
(40 °C) TlRMHzlE L7z,

b.

R Y R EIR (pH7.0) K OMilE 7
VE=ZULI0gEMA, SHMIEE 5%, e
AL, AIEAF L V=R P
AN I = 4 7 AllnertSep PLS-2 (500
mg/6mL) ][5 AKX J—/L 5mL, K 5
mL MOV EefRERR (pH7.0) 5 mL THEH L
b DNTAR LIz, K 10 mL, KR A Z
— VDR (3:1) 10 mL THEFH, A& ) —
A 10mL THEH L, WK Z & OE 22T T,
WHiRZEr—% U —Z /XKL —%— (40 C)
TEMEHE L, RIECTEREY A L@ UEAR
BakRrE Lz, BEWEK, T2 =KV

43

SOV EEOIRIE (900 : 100 : 0.9) 10 mL I A fiF
L. AV T I T4 NE—TAHABLELD%
AR L Lz,

©® 2R AR

F O % kG I MEME IR (100 pg/ke)
T MEFm AR 2 ol U 7o, 2 MR AT
A RITA4 029, 1 H 1R QOHMT). 5 HIH
DI PINEREZITV, FHERENT A —F %
A L 7,

4. ATV ROV ERBARN SR Y
NG LIRS
O HK -

ANV T bAoA,

ik
754 ug
(/i) /mg (USP)

b RrZX LT b A U U
753 ug (/i) /mg (USP)

LC-MS ] (BAAb5)
-~FH U ANVFR BT RY T A

TEhr=FUL:
A A
Tru~x 7T TR (BT A v SRR
=)
NTZTNA apERE (8 0.5 mol/L KK
LC-MS H (AU Ak T35

AHB )=, U, /uauakirh, R
=R=411317 NV/N 3ol NUNL/IVNNES ¥ 2t all U4
UNNIDING v & 5 JURVIVNNIURNG [ 5/ & S
MU AT s Rk (BET A LA
Frf i)
ABTABT VI VB~ IR T L 0 A
U NSN (B Hee )

F BTN N B AL =T



L Sep-Pak C18 Classic (360 mg, Waters fi)

AT T 7 4% —  Millex-LG (0.2 um,
MILLIPORE )

U VERYGARENR (pH 6.0) : VU R IKkFED
U h 70 g ROV VEEAKE S R YA+
K 6.0g 28V, K750mL Nz THEMNL
7=t. ULERT pH % 6.0 ICHHHE L, AKEMNX
TIEMIZ 1000mL & L7z, Z4%& 121°C T 1545
1. e FEZR U 28 R L, IREE K T 2 fi5 A
WL,

N7 oaFEER . MU oalg20g%h
Y, 7K 1000 mL Z Nz THH LT,
KL Tk

U120 g &Y. /K 375 mL Z 0 2 T

6 mol/L /Kfgft.F b U o AWK -

L7-#%. K&z TIEMEIZ 500 mL & L7,
KERIE T B

Vo L20g%&EYD, K375mL ZMx THEML

1 mol/L /KE&ftF b U o AWK -

7-%%. KZ&EMZ TIEMIZ 500mL & L7,
N on

MU DA 2gZ®ED, /K375 mL 2012 THED

0.1 mol/L /KE&{kT b U v AVAIR -

L7=%%. KEMATEMIZ500mL & L7,
115V VEBIRWE U > 20 mL & UK 280 mL
wiRA LT,

3% MY U LK Wb RU DA 1S
gxEYD, K4S mL ZMA THEN LT,

1 mol/L ~FH > ZLR T R U 7 LA
I-~FH U ANVR BT R A 3764 g &
V. K 150 mL ZI1Z TE@E Lizth, KEMZ
TIEMEIZ 200 mL & L7z,

0.05 mol/L ~FH L ALK UEEF MY 7 AEGH

44

U UEERRMENR (pH 2.0) U U EEKFE Sk
U L355g N 1-~FHh U A)LR g R Y
7941 g B, K750 mL N CTEML
7otk. U UEET pH % 2.0 IZFHFE L., K&z
CIEAEIZ 1000 mL & L7z,
KEOAZ 7 —/DiRHK (1:1) @ /K500 mL
KA R ) —500mL ZiRE LT,
KEONT B2 7 F a gl (£ 0.5 mol/L K&
%) OE# (1000 : 10) : 7K 1000 mL & UM~
7B 7 A aEgEE (59 0.5 mol/L K¥A#R) 10 mL
IRE LT,
TER= MU WVEONTZ T VA iR (K
0.5 mol/L /K¥iR) Dig#k (1000 : 10) = 7k
F=h U/ 1000 mL }x N~ % 7 )V v figfig
(#7 0.5 mol/L /K¥ai#k) 10 mL ZiR& L7,
PRI
i & JE T (0.67kPall ). 60°C T 3 IRfftl iz

A MV bvA TRl

L7, #1166 mg (ARL T h~A 2 50 mg
(J1ff) FH2E) ZFEFF L.

(pH 6.0) TIAf# L T 1000 mg (Jiff) /L A&

U > 1 M % 1

FHFEBLI-, e RueA LT heA VUl
FREAEYE L 2 08)E T (0.67kPall F), 60°CT 3
R U775, 59 132 mg (P Fr A kL
7 h=A 2 100 mg (JIff) FHXY) EFEFEL.
U U ERHTAEETR (pH 6.0) T¥&ME L C 1000 mg
(i) /L ¥tk 2 s U7z,

I AR ER R

JFE K P Fu X L7 b= o o R

ARV b A v Y

AR TAHNL T 4 mg/L IBREWEIRZRAR LT,
@ MEE



REVFTAPF— 1 BM-2 (HAREHEEIER)

o—X&J—x /KL —&—: N-1000V (R

{b ot i)
ST EERE 0 H-60R (= 7 )
REIKE: EL (AXY~F7 8
pHEl :  F-72 (G T KRR KT /)
LC-MS/MS (&M : £ 1-4)
wOE K A —F—
MS 4000 Q TRAP | SCIEX
LC Nexera X2 R ERT
7 — X 4LE | Analyst SCIEX
® TE&

ARVT bV UBERER TV E MR
A VT b A T EETIR T K B TS
A a g (59 0.5 mol/L KIFE) DRI
(1000 : 10) TAMRLT0.01, 0.02, 0.05, 0.1,
0.2 & TN 0.4 mg/L DIRAFEMERIR 2R LT,
Z DVEIR 2 uL & LC-MS/MS (ZIEAL T, 55
N — 27 mEs AW THRERZ1ER LT,
FRERVAE 2 uL & LC-MS/MS (ZiEA L, HE#t
OB RERIEICLI DA N LT hva v
LOYE FrA RNV T A~V rDOERBEER
L7,
@  WwIEE O TR

OB 5 g ICIRIMANE SR HEE TR (4 mg/L)

0.125 mL[/K]Z#HI L 7=,

® HEREE O
W (X 1-4)

ARV A=A KOV E KA ML b
~A RS Y 7 oo FERIER T
L. Z7aafR/LATHEER, AXTABT LI

45

N S S AVINN SO e B 2 A
UATNI =07 LA THRLZE%, LC-MS/MS
TEEMOHER LT,

il

AEFS g & 250 mL BOJA H AR VI £ B
UIN

a.

KU 7 oo FEERRIR 45 mL 2 N2 721, &
EVTAY—THL LI, Z7radR A 100
mL ZMzx., #REHHT 5 HIRE 5 L,
3500 r/min T 5 53 [l Doy B L 72#% . /KJE 20 mL
GUBF 2 g #HY) Zim OB, 0.1, 1 K&
O 6 mol/L KE{t 7 b U 7 AEIRM O /15 ) &~
FRYATE C pH 7.0 IZFH3& L 7=,

b. FEi

MR E A X FA BT VI Vg~ T 22D
LHTH (HHENLH lem D7~ E7 T A
B/ AV 2 NN ZKICEB ST T, 20
3mL ZFELH D) I[CAM Lo, mLOEN
Z/K20mL THEW, Wk CT/ rn~ 7T L E %
Vet L7, 3%ME(b7 MY O AR 20 mL T
L. HOEIZZIT 72, BHITRIZ 1 mol/L ~F
P ANV RS B Y U AEHK 1 mL KT 0.05
mol/L ~FH > 2 VRUEEF M) T AERY v
MEARE (pH 2.0) 10 mL ZM%, EK<IEA L,
FI AT YN ) BTV =T A
[Sep-Pak C18 Classic (360 mg)] (& 57 L
A% 7 —/L 10 mL, 7K 10 mL, 0.05 mol/L ™~
YU ANK BT MY U LAER D CEBEEIK
(pH2.0) 5mL THEHF L7=b D) ICAM LTz,
717 bR THH L. VEBHRD pH 23 4~4.5 ff
Tl 27 & ZATKRKEOA K J — VDRI



(1:1) 10mL THHL, 2RI T7TRA=2I%
J7e, WK ERr —F ) —Z NKRL—F—
(40°C) TiRMFE L, IR CEHRNT A 2@
UBEIFIE A RE LT, R E KK AT
&7 VA agiE (590.5 mol/L KIEIE) DR
(1000 : 10) 10 mL IZHfRL, AT T 7
ANV H—TABLTEbDOERBIERE Lz,
© 2R AR

O & X R I E =R FIRE (100 pg/kg)
T S MR e R 22 S0 U 7o, 2 MR A
A RTA PN, 1 H LE Q7). 5 HHE

DALY INIVEBREATV, BT A —H %

FFAM L 72,

5. IF=ATUHTE

O I - B

NI ~A v UhBEEEES 0 790 pg/mg
(USP)

T h=hVU/L: LC-MSH (BEsfrHl)

AT Z T FaEER (§) 0.5 mol/L KEK) :
LC-MS i CRAEUERR T3 8)

AL )= VU, ~FH o U UK
ZF MV UK, U ol KkFESY
7 A
Kl (55t 7 A L LRGSR

ZNVR VIR = LR U N-E =L

U7 aolilig, 25% 7 VE=T K

ol RUEEASARI =T L Oasis MCX

(150 mg/6 mL, Waters )
AT T 7 4% — Millex-LG (0.2 um,
MILLIPORE #)

U VERYGARER (pH 6.0) : VU R IKkED
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VoA 70g KON UfkE_F M) o+
KF#) 6.0g 28D . /K750mL Z I TENL
72t%. UVEET pH % 6.0 IZFAE L, KEMZ
CTIEMEIZ1000mL & L7z, 24L& 121°C T 1547
. M EZARKIREZ CIEE L, JREK T2 54
WL,

N 7o FgRER . hU 7 oalRs0g s
®=Y . /K 1000 mL & 002 THE LT,

Ky AL =R 25%T =T KDIRERE
(6:3:1): /K 120mL, A%/ —/L 60 mL
KON25%7 =7 /K20mL #iEE LT,
KEONT 7 F afgiE (£ 0.5 mol/L 7K¥%
) DI (1000 : 10) : 7K 1000 mL & U~
T H 7 VA aEgEE (5 0.5 mol/L /K¥A#R) 10 mL
iRA LT,

T F= NI AVROANTZ 7 VA v gEE (K
0.5 mol/L /K¥#R) gk (1000 : 10) = 7k
F="HFU/L 1000 mL K ONT & 7 )V 4 v Bz
(%7 0.5 mol/L /K¥#%) 10 mL ZiRG L7,

TR YE SR
3lmg (BWF~A > A25 mg fiY) ZREML,

AT A 2 T R AR Y i A

U v ERMTAE®E R (pH 6.0) TIEfiE L T 1000

mg/L iR AR LT,

WIS« I~ A > A EHEFR
Z K TR L T 2 mg/L ISk Z2 il U7,

@ L&

RETDT AP — BM-2 (HAKHER R

H—& ) —TNRL—F—
2 e ey

Tk 57 BER

N-1000V (H 5T

H-60R (=7 ¥ #l)



RE 98 EL (AX v~/ i)
pHElF : F-72 (JBGT R ART 7 /)
LC-MS/MS (HIESRM: : £ 1-5)
OB A K A= —
MS 4000 Q TRAP | SCIEX
LC Nexera X2 R E R
T — A QLEL | Analyst SCIEX
©® E&

NF~AT v ABFREFEERZ KL I~NT X T
VA a SR (K9 0.5 mol/L KIEW) DR
(1000 : 10) THINL T, 77 > 7 HWEBRIEHK
DOEPEZFRE L2 ORI L, 0.005, 0.01,
0.02, 0.05 % 7*0.1 mg/lL D~ kU v 7 AFEHER
AT Lz, Z OB 10uL Z LC-MS/MS 12
HEALT, o —7EELY AW ThE
MR VERR LT, 3RBRIRIE 10 uL & LC-MS/MS (Z
HEAL, REHR S RERIEICLD BT
YA ADEREERM L,

@  IINEEOFH R

B 5 g ISR MEVE K (2 mg/L) 0.25
mL[K]Z RN L7,
© BRI O TR
B (12 1-5)

NF~Av e Azt MU 7o g
W T L, ~% 0 THREHR, ALk s
MRIGEM Y =R N-E=rEr ) R
VIEAARI =T ATHER L%, LC-
MS/MS TJE & M Ofifgss L7z,
filiH
REFS g & 250 mL ADJA H AR VI &Y B

a.

v, Y7o FEREIE 45 mL 2 N2 T2, A

FEVF AP —THHE L7, 3500 r/min T 5 43

47

EOOBEL-%., RiEEfesl Lz, AR
Z 250 mL X DJE H AR VI A L, ~FH 50
mL iz, lRE ST 5 HIRE 5 L,
3500 r/min T 5 5yl 0oy B L 72,

b. Y

KB 10mL GRUEH 1 g #0Y) % 2 L7k v EghfE
fifiv e =L_EBN-E= e R3LE
AR =47 2 [Oasis MCX (150 mg/6 mL) ]
(HHEMMLEOH AKX ) —/L5mL, /K 5mL CTHei
L7zb?) I[ZAf LTz, A7 L5%K10mL, A
X J—/ 5mL THF LTtk K, A/ —L
KON 25% 7 E=TKDIBK (6:3:1) 10
mL THEH L, RIET7 I 23507, B
Warr—4Y—x/NKRL—%— (40C) TP
MadzE L, B CEREN A &8 CRA R %
BrE Lz, BEMEKKONT Z 74 g
iz (K 0.5 mol/L /K¥iE) DR (1000 : 10)
100 mLIZWEfEL, AV T T2 7 4V H—TAHill
L7t OBk & Lz,

©® 2GR AR

O %X R ERERFEE (100 pg/kg)
T2 Y VERHm AER 2 520 U 7o, 2 S PEREA 7
A R4 09, 1R 1R QOMT). 5 AN
DI PIVEBREATV, KHERAT A -2 %
M L 72,

6. AT FARFY — )L AV T7E AR
ANTZ 7% )FFI | MIANT VLR OF T 7 =
=a—)Vorik
O - R
ANT 7 A RF S — AEAE N,
(B A1)

ANT 7E ) A MR K EEUE S,

HEE 99.9%



HIEE 99.6% (8 17 A L LR flis )
ANT XXV RN . HE 99.0%
(Sigma-Aldrich %)

FYU XM7Y AEEAEL - HiE999% (B~

A TV IRl L)
FT T = a—)UFERER, o M 99.7% (&
17 A v AR SRR

AR )=, TEr=bFI L, ~FHho X

M. Wife 7 =" A K (5L741

DTSR

A% —)v: HPLC Wl (L7 A /vLFtil
B3y

AH )= ¥ LCMS H (BEL7An
YN IPRUE S

T 7Tabe U Y BTNV =TT
2 InertSep NH2 FF (500 mg/6 mL, ¥—=T
N A o A

AT T T 4V —
MILLIPORE )

T =Y FIANFY s TR R= B
UL 30 mL g OMNF4 2 270 mL #iRE
SR E 5 Z T o7, ER.
YrlEE LT,
T =KV,
1) :

K OFEE (LC-MS ) SmL ZR&

L. 5
SHEL 7~

K OFEE ORI (100 :
100 : 7 F=1HU/500mL, 7K500mL
L7,

T R= MUK OEFREOREK (100:1) :
7 =1V 100 mL XOFEE (LC-MS )

I mL ZE& L7z,

1 mol/L HEfR T v =7 AVRUE © [T o &

Millex-LG (0.2 pm.
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= Ah3854g D

K%z CTIEME

7K 350 mL % % CEED
L7=1%. 500 mL & L7,
0.5 mmol/L FEEET > =17 AL : /K 1000
mL & T 1 mol/L iR T > & =7 AYAR 0.5 mL
ZIRE LT,
PRYEIRIR

10 mg ZEFEL, A% /—/L (HPLC H)

2T 7 A N FY S — LU

T L T200 mg/LiAKzEFM L=, AL>
fuf) 10 mg %
L, A% /7 —/ (HPLC H) T¥&fEL T

7E ) A X — KT

200 mg/L IFiREFHR LTz, AVT 7%/ %4
U R 10 mg BAEFEL, A X ) —L
(HPLC ) T L T 200 mg/L I % i
MU AT U LEREGK) 10 mg & RGFE
L. A% /= (Frfh) TEMLTI100 mg/L

L7z,

WikERAE Lz, 77 2 =a— LI,
10 mg ZREL, T h=KMU L THEHEL
T 100 mg/L Ak Z s Lz,

WINAERRIE : AL T 7 A MW — L
FEAEFW . AL T 7E ) AN —AKWY

R, AL T 7% ) 9 FEAERRK,
FU AN MEREFRE N NTFT 7 =2
— VR A A 2 ) — )b (Bfk) TR L

T1 mgLiERzEf L, s6lc, 7=+
Uv, KEOFEOREK (100 : 100 : 1) THA
RLTO02mg/LIRETAIKRE TR L 7=,

@ i

REVT AW — BM-2 (HAKERER/EFTHRL)

1 0y BER
LC-MS/MS (GHIZESRM: : 37 1-6)

*OE Al 5
MS Triple Quad

H-60R (=7 - -fl)

A= —
SCIEX




5500
LC Nexera X2 B ERT
T — A ALER | Analyst SCIEX
® TE&
AT 7 A MR — VB AL T
7E AN IKIIIEE R, AT

7 % U L UE R
WER L ONTF T v 7 = = a— LSRR & A

FU A RNTY LE

& 7 —v (Ffk) THANL T 1 mg/L WiR4A
WML, &5, 7 =MV, KEOFE
DR (100 : 100 : 1) TAIR L T 0.000125,
0.00025, 0.0005. 0.00125 & 0% 0.0025 mg/L D&
AR HERIR A R L7, Z O 5 uL % LC-
MS/MS IZIEAL T, oz — 7 mfEs M
VN TR R A VERL L 72,
MS/MS (ZVEA L, RREMRH Ok iR &AL

ABRVANR 5 uL % LC-

XV AVT 7 A NFH =L ANVT7ES
ARXvr, ANVT77x/FH V0 FU A
KU ARRNFT v 7= a— LOGEEHE
H L7,

@ IRINEEO TR

ER 10 g (IZHINATR B AE AR (0.2 mg/L)
05mL [T =RV, KEOFEORIK
(100 : 100 : 1)] Z##IM L 7=,

® HEBRIEE O
W (X 1-6)

ANT 7 A NFH S —)b AN T 7E ) A
Fxor, ANT77x )XY MY AL
TV LR OFT 7 z=a—)ERENLT
Eh=hrU L THii LRI E =D L

i~ TE L, Xk Rk 2z

49

T. 737UV hrF LI =
77 LCREL L 721 . LC-MS/MS T & & Ui
LT,

a. fhH

FBF10 g & 250 mL A8 H AR URICE D B |
72 F=FUASOmML KT & h= K VU Lfafn
~FH U 80mL A MA Tk, HEVS AP —T
¥R L7z, 3500 r/min T 5 43 00 B L 7- %%,
TREZMEAE LTz, A% 100 mL A E&E7
7 A=A, KR Fk) 1 mL 22724,
T r=RMILTEXRL],
b. i

i S mL GREFO.S g#iY) 272/ 71
e Uk ) v =97 A [InertSep
NH2FF (500 mg/6 mL)] (HHCHT & =
FUL S mL CHEHE LD D) 1AM L, Wi
2 20mLAREY T A2, IRWT,
TE =PI AKROF@BORIK (100:1) 5
mL T L, EORET T A 2lHhbEE,
KTERL, AVT T T4 NMH—TAhiEL
7o b O &R & LTz,

© YV RER

O % G E &R FIRE (10 pg/kg)
TR ERER A T L7, 2 MEETA
A RZ A9, 1 H 1R Q0HT). 5 HIH
DG IPINFER ATV, BVERAT A — 2 %
M L 7,

7. yuvuxd¥ir uavaXPg o LOR)
B T7axd o 450riE

O B - WK



Tru7aX U MEE99.8% (B -
7 A )b LFERISEER)

a7 a Rk AR YE S ML 100%
(& 47 A L D F Al S )

V7t AR R 99.9% (BT
A L ST

T h= bRV AX ) —)b o G EAGAER
M (BRI 5)
TERr=hrVU, A% /—/L:HPLC A (K
b5 8d)

e, XER. HERT T =7 A, KEE{T b
U KRk (BE bR

ALY PR R (BRI bR
AR PUNE=Z LR Y RULES
K 2 =% 7 & :Oasis HLB (60 mg/3 mL,
Waters )

AVT T T 4V — PTFE U T 7 4L
Z— (022 pm, FHEFFEEEER R

1 mol/L ¥R & =7 LR : WEiET &=
T 1543 g 2D . /K200 mL SRR LT,

1 vol% X B & A 50 mmol/L FEER 7 > & = 7 LR
% : 1 mol/L HEER T > &= LYK 50 mL K& O
W2 10 mL (2K Z 2 CIEAEIZ 1000 mL & L
77

02%AX ) VEREIK : A XV VEE2g B &Y |
7K 1000 mL \Z¥f# L 7=,

02% A XV kX7 h=hKU/ILDORIE
(3:2) :02% A%V UEEEHE 600 mL & ONT
=M UL (GREEFEEM) 400 mL ZiR
AL,

Ko AZ 7 — VRO RO (500 : 500 :
1) : K500mL, A% /—/L (HPLCJH) 500mL
F OMERR 1 mL Z2iRA Lz,

1 mol/L /KE&{t.F ~ U 7 AEHE - KRt~V
Uh4ghED, KEMZTHENLEMIZ 100

mL & L7z,

0.1 mol/L /KE&{tF N U 7 AR 1 mol/L /K&
b7 B Y 7 AEKE 10 mL & 7K 90 mL 224 L
7o

PEREIR - = a7 a Yo AR 10 mg
BREFEL, A% ) —/LCHME LT 100 mg/L %
AR LT,

v7m T m L O RREATE AR 12 mg (3
ZuzaXxPr 10 mg FHY) ZREFFL. 0.1
mol/L /KEE{t T b U w7 AESHE 1 mL & N % 72 4%
A B ) — )L CEHME LT 100 mg/L iR &= S L
Too /7 X URERERLK) 10 mg A AEFE L,
0.1 mol/L /KffkF ~ U 7 A 1 mL 2Nz 7=
%, AHX J—)V TR LT 100 mg/L AR %
L,

WIS ERRIE « =1 7 1 4 o o UE
K, v*7mrzaxi s AEERE LT VT
oY UERERE K, A X ) — VRO
i DIRWE (500 : 500 : 1) THAIRL T 0.5 mg/L
IRAVWIKZ TR LT,

@ HEE

AT VA Y— T 25 digital ULTRA-TURRAX
(IKA ¥ v 7 8)

0—% J—T R L — & — :N-1300 (H A H
)

Ny
=

ka5
DS HER - H-107DF (= 7 - )

N2
LC-MS/MS GHIZESRM: : 37 1-7)

xrOE A 5K A—T—
Triple Quad SCIEX
MS 6500+
LC Exion LC AD SCIEX
F— A ALE | Analyst SCIEX
@ E=
TrurT7udY I UEERE, v 7nT7ax



P UAERERGE KON v T a2 L R Y
aAK, A¥ =)V O OIREK (500 :
500 : 1) TAAM L T, 0.00025, 0.0005, 0.001,
0.0025 & T 0.005 mg/L DR AHEHERRIK % Sl L
7o ZOVRIR 2 uL & LC-MS/MS IZHEA L T,
BJonlze—7 iz AWV CRERE ER L
720 FRBRIANE 2 uL %2 LC-MS/MS I[ZHEA L., #
B D RERIEICEIY a7 a XY
DAV = Bl = i o VAV VA OV Al = i oA
v DOEBEEREH L,

@  WwIEE O TR

B 5 g IR #EAHE (0.5 mg/L) 0.1 mL

(K, A% 7 — )V RO 8 ORKE (500 :
500 : )] Z@NL., K<EA L%, 30 4k
&L,
® BRI OTR
M (14 1-7)

SN A= b A VN A= D = o oAV
LV v7ax$y ozl Bhns 02% A %)
VERLR T F= U ILOIRIE (3:2) T
HL, Y=o r-NE=rEenrl R
LEAERI =N T L THB L72%, LC-MS/MS
TEEM R LT,

A S g2 250 mL &A1 AR U HIZ & D HY |
02% A X VU BEEOT X b=k VU LOIRIK
(3:2) 80 mL &M 7%, FEZFAHP—T
1 43R5 L=, 3000 t/min C 5 43 fE)i L5 B
L7ct%, iR o i sl Lz, Ak
Z 100 ML B8 7 7 A2 AN, 02% A XY
VRO F= U LORKE 3:2) TE
K U7e, K 10 mL GUEL 0.5 g #HY) % 7¢
TI7 7 AL, m—% U —T KL
— % — (40°C) TH 3 mL F THRUEREM L7,

51

b. fEH

Bl e =L _RP U N-E= L n )
R HEAIRI =47 A [Oasis HLB (60 mg/3
mL)] (b2 UHAX /—/L5mL, /K 10 mL
THHELIEbD) AW L, RTBT T X
aN%ZK S mL THW., WiRE 07 A& fm L
foo AX /=L 5mL THEHL, RIET T X
2z, WA —2 ) — SR L —
X — (40°C) TRfMEHE L, |R TEEH X
U IREZRE LT, BREMEZK, A
K =V R O ORI (500 : 500 : 1) 10
mL [ZHEfREL, AT T 7 4 Z—TAhlL
7o b D% BRI & LTz,

® 2P AR

HOMHW %= B E &R FIRE (10 pgke)
Y M REAM AR & b U 7o, 2 PEREAM
A RTA4 2%, 1 H LR QOHMT). 5 HHE
DE Gy IV FEREATV, BEREASTA—F %
AT L7,

8. IunNTIIY A7V XTI ATV
BOWRFY ATV 54Tk

@O HE - IR

JuanNT NT7Y A7) RS .
F£99.2% (FroeifiZEtdd)

doepi-7 AIVT N T A TV YR EREAEYE S,
ML 86.5% (Carbosynth )

X T NIV AU RS . R

JE 99.4% (Fnyfdiskay)
beepi-A X T NIV ATV AEAES . M

o

95% (Toronto Research Chemicals )
T NIV A7) SRR EYE S,

(et dd)

HIEE 99.1%



doepi-7 N TV A 7 U UHEFREREAES, M
99.4% (Honeywell #4)

F¥IH A 2707 T — MERER - M
98.1% (Feffikiy)

TERr=hrU, AZ/—/: HPLC H (¥

FALFR)

TF LY T I MER ) R U T A TR
Y. WEER., WEERT E=U L, U UERKFE
FT U U AFZKRY 0 Rk (B L)
7ok s Rk (L7 A v s
pR LSy

ZF Ly PR P U BERKI =N T
2 InertSep PLS-2 (270 mg, ¥—=x /LA
x> Al

1 molV/L FEfEYT E=U LAWK WEET - E
=UL154gHED . KEMZTED LIEFEIZ
200 mL & L7z,

20 mmol/L BffET v E=U LGEH AL ) —IL K
OUKDIEHE (4:1) : 1 mol/L Wk 7 v =17
LPRWE 20 mL, 7K 180 mL Jx TN A %/ — /L 800
mL ZEA L7,

10 mmol/L =F L 7 I IUEEE -~ ©
LEH~ v X N_A FEER (pH 4.0) © 7
T UFE—KFI 129 g KOV U FEKFE T R
UL+ KF 276 g Y . KEMZTEHEN
LIEMEIZ 1000mL & L7z, ZOEWRIC=F L
T UVERR T U U AR 3.7 ¢ &
Mz TR LTz,

KEOAZ ) =D (4:1) : 7K 160 mL

LAH ) — ) 40mL FRE LT,
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K OWERROIRHE (1000 : 1) © 7K 1000 mL &
FERE 1 mL 2IRG L7,

YR . s uAT I A 2 U R
MEHESLK) 269 mg (Z LT hTH A7) v
25mg tHY) ZREBEL, A% ) — /L THEMHRLT
1000 mg/L AR & L U7z, d-epi-Z 0 VT R T
WA 7 U R 26.9 mg (4-epi-7 1
NT NTH A7V 25mg FiY) EREFFL, A
% ) — )L TR L C 1000 mg/L AR % s Uiz,
FXTT NI A7V R 27.0
mg (AXT T FTH A7V 25mgFIY) &K
FEL, A% —/V TR L T 1000 mg/L AR %
L 72, deepi-A XV A 7 U EAELK
25mg AIEFEL. A X/ —/LCHRL T 1000
mg/L Wik a2 Lz, 7 NIV A7V VMR
ALK 27.0mg (7 T %4 27 U > 25mg fH
W) L, A X/ — L THEML T 1000
mg/L Wik U=, d-epi-7 N TV ATV
HEFRYEAEUE L 27.1 mg (4-epi-T b T A 27 U
v 25mg FHY) ZREFEL. A ¥/ — /L CIMEL
F&xHA4 27
e s T — MEHELK 289 mg (R¥ a2

C 1000 mg/L K & R L 7=,

U 25mg FHY) ZREFEL. A ¥ ) — /L THfk
LT 1000 mg/L AR = RS L 7=,

IO EE IR
FEYEIRWR ., d-epi-7 2 )VT T A 7 U FEYE

Gk, X T TV A7 U AEAERL., 4-

rsanvr hogH A 70

epi-AX T NI A 7Y UEERKR., T N7
A7V R, 4-epi-T VT A7V v
FEHEFIR L N R Y4 7 ) VEERER R & 20



mmol/L FEfE T v F= W AEH AKX ) — L KN

KORHK (4:1) THRLT1 mg/LIRARIK
IR LT,

@ &

mE YIS A Y — T 25 digital ULTRA-

TURRAX (IKA 2 23 i)
EODHE 0 H-107DF (= 7 H )
LC-MS/MS (&M : £ 1-8)

@ WA | A—h—
MS LCMS8050 SR ERT
LC Nexera X2 B R ERT
— LabSolutions St e
T — A GLE LOMS B T
® E&E
JuanT STV A7) NEREFR ., d-epi-7

a7 T A 7Y SRR, X7 b
T A7 NERERHE, d-epi-A X T N T
A7V MEREFIR, T NIV A7) AR
. 4-epi-7 N T A 7 U REHERHE N N R %
YA T U REREREE A 20 mmol/L FEE T E
SULEHAL =R OKDIRIE (4:1)
TAR L C0.0005, 0.001, 0.0015, 0.005, 0.01
K OY0.015 mg/L DIRAFEHEA R 2 L=, =
DO 1 uL & LC-MS/MS IZIEA LT, 61
=7 HEE AW TRERZER Lz, &
BRYAIE 1 uL % LC-MS/MS (Z7EA L, HEfREH,»
S POy i e (e I/ =1 Pl N /o (78
V. deepi-7 VT NIV AT FXRTT
NTZH ATV, deepi-A X T FTH A2
Y. T IV ATV deepi-T FTH ATV
VEORF VYAV oEREEREB LR,
@  WwIEkE O TR

B 5 g IR #EA R (1 mg/L) 0.25 mL

[20 mmol/L FEFET v F= A EH AKX ) —)b
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K OUKDEME (4:1) WiR] 2L 7%,
30 Sy [RTB0E LTz,
® R O T
W (12 1-8)

rywa)rT NI ATV deepi-7 BT R
THA TV XTI THA TV deep
XTI AV T RITHA T
beepi-7 NIV A7 VKA RFIH A7
Z B2y 510 mmol/L=F L > U7 I MRS
TF M) T LAEA~ RIS AEER (pH 4.
0) THIHL, AF LY=L _o P dbE
HERI=HT7 LT L%, LC-MS/MST/E
B RO LT,
a. fli

S g2250 mLAED A AR Y HICE D By |
10 mmol/L=F L > 7 2 IUFEER —F b U
LEA~ XA CARER (pH 4.0) 100 mL
Bz, RETFAF =TI L%, 3
000 r/min"C5%7 i3z Lo Bl L 72,
b. Y

% 10 mL GRUEF 0.5 g fHY) 2 AF L
VE=ARVEBUEEREAEKRI =N T A
[InertSep PLS-2 (270 mg) ] (HH N H A X
J = 5mL & UVK SmL T L7z b d) 124
ff L7z 7K 20 mL, KK DA Z J — )L DR
(4:1) 10 mL THAZKBENA L72#. 20 mmol/L
BT VE=T LEHAY ) — VR OUKDIRK
(4:1) 10mL CH&H L7, WHIKAE 10 mL &
S8BT T ATEY . 20 mmol/L FEERT T =
VLAGHAL ) =NV R OKDIEK (4:1) T
ER LT OERBIREE Lz,
® FLPET AR



F DA % kG SR (50 pg/kg) T
TV PEREAR B & FEh U 7o, 2 SRR AT A
R A28, 1 H 1E Q0T 5 HREO
ROy inVEBR A ATV, BMEREN T A — & & 5F
i L 7=,

9. TuiNTxz=o— VT
ORN- % - v/
TunT e =a—/U i 0 i 98.8% (F
7 A v DRGSR

T 7 = a— L7 I REUREN . R
99.8% (Sigma-Aldrich )

HPLC ] (B9A#b1Y)

]

T =R
FEfie =T L, ~FHh o, AX ) —)
e RGR A (B R L)

T b BT RU DA FEEE. KERIL T

MU DL KR (R )
Hlg o ek UML)

25% T =T K K (BT A A F
St E)
gAY Tt BT A b 545 (B L)

LM A Y 77 A0 InertSep K-solute
(5mL, ¥—=x/ A =2

ZIVR VBB Y E =L RN N =L
el FOREAKRI =TT L Oasis MCX
(150 mg/6 mL, Waters )
AT T T 4V —
MILLIPORE )
6 mol/L ¥if#& : ¥ 500 mL & UK 500 mL %
RA LT,

7.5 mol/L /KE&{tF MU o AW« Kb

Millex-LG (0.2 pm.
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MU T LA60gaEED, K20mLZ, ~7 %
F oI AR —F—THILEL, WL,
TERAKROKDOREK (1:1): T~
500 mL } OVK 500 mL #JR4& L7z,

0.1 vol %Nl :  HER2 1 mL IZ/KZ N4, 1000
mL IZER LT,

0.1 vol%MEfE e N A % /7 — )V DIRHR (1 :1) :
0.1 vol %% 100 mL LN A % 7 —/1 100 mL %
Ba L,

0.1 vol%MEfE e N A & — )V DIRHR (9 : 1) :
0.1 vol%EEEE 450 mL KON A % / —/L 50 mL %
Ba L,

AL =V R 25% T =T KORE
(99:1) : A% /=198 mL R 25%7 >
T=7/K2mL ZEA LT,
KB OWERE DIRHE (1000 : 1) © 7K 1000 mL
OVWERR 1 mL 2 R4 L7z,

7t b=k UNKOFEERORIE (1000 : 1) :
7 =1 VUL 1000 mL & OWERE | mL {45
L7,
PRI
i Smg ZREFE L, A ¥/ — /L CHMEL T 100

a7 o a—)L7 I fEYE

mg/L ¥k Z i U7z,
NY)IDEER 81T BT,

ik 145 mg (ZulrZx=a— L7 Ik L

Tu) T == a— )RR

T10mgFHY) ZREFEL, A ¥/ — /L CHRL

T7mur7xz=a—)L7 It LT 100 mg/L

R R L7z,
WINAAR MRS TR« BSINAR IR 2 A &2

— LT LT 1 mg/L ik A8 L7,



@ &

A Jbs3NA : THERMO MINDER SH-12 (%
A7 v 7R

BELH5H: EL (A¥v~r i)

ST EERE 0 H-1000FR (= 7 H o #l)

n—XY—T /KL —H—: N-1300 (HK

PR )
LC-MS/MS (JIESME : & 1-9)
¥ & RES A= —
Triple  Quad
MS 6500+ SCIEX
LC Nexera X2 B flERT
T —ZALE | Analyst SCIEX
® ik
Tua)N T z=a—)L7 I UERFEK A 0.1

vol% WERE K TR A & ) — L DIRHE (9:1) TH
FRL T 0.0005. 0.001, 0.0025. 0.005 % T* 0.01
mg/L DIFHER IR A2 R L7z, T OWIR S uL %
LC-MS/MSIZHEAL T, bl —7 mi4A
MW TR 2 R LT,
MS/MS (ZVEA L., B D bkt A IS

FRIBR AR S uL & LC-

Iv7urrvz=ma—nAT7IroaREEEH
L7,

@ WnEEl o

B 10 g IR HERSHE (1 mg/L) 1 mL
(A% —NEiR] Z@mL., E<ERALE
. 30y fikE L7,

® R O

e (M 1-9)

B D7 BT 2= 3= R ONKS R
koo oL s cma— 7 I K

I N LW 2l kL., 7rL
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Trx=a— L7 I b Lk, ~FHY T
WL, Tk, %A VYO DT LK
WA VIR VBB =L NP N-E =
nenrly RUOHESGEKRI =T LATHERLE
#%. LC-MS/MS TiE &M OFER L7z,

a. KGR K OVl

10 g 2 100 mL A O LFIZEY BLY |
6 mol/L il 20 mL A i1 2., %t L T 100C DO A
A NV S AT 3] (1540 B & 2HHE) Ik
il U=, 30 5yl t4 .

DOELEICE L, 100 mL BEOELENZ K 10

sUEHA R &2 200 mL %

mL & OMF 42 40 mL CHEVY, Bk % 200 mL
BOBLEICHDEIE, IRE DHET S MR
&5 Lz, 3000 r/min T 5 43R Doy L 7=,
~NXY U AR, Mtk YU+
[BT7 4 h545] 2g &M IRA L, Wl Al
ZHWTHHEZ A L%, ZEOENLEY
P aE T 7 b ROUKOERK (1:1) 20 mL
T, Wik E Al L7z, 2A#% 100 mL
PRI T AACHEDLETKTER LT,

b.

HONL DT MY 7 A1 g T 7.5 mol/L
KEE(ET U U AFEHR 1 mL 22 723 0RE 12,
FHHHE 2.5 mL (GUEF0.25 g #H2) & 43 e Ltk
EIX VI —CTRALELE, 2T Y UL
777 2 [InertSep K-solute (5mL) ] (Z&fr L 30
SyTEGE LT, sBRE N A FEE =T /L 5 mL T
Ve, Wik 7 7 LT, WHET 5 8E% 2
[El# VKL, 100 mL FOELEIZZ T2, K’

WTCHFEE—FL 20mL TIAH L. e LEIC



ST, WHiREZa —2 ) —= RF L —H —
(40C) TIRMimE L, EIR CERI A&l
U A bR LT,

FEEEM & 0.1 vol Y%l K N A & ) — )L DIRHR
(1:1) 1mL (ZMEL. AR RIEE D
PR PUN-E= e ) RUobEAK
R =% 7 A [Oasis MCX (150 mg/6 mL)] (%
HMNMLEH AKX /7 —1 2 mL KO0.1 vol % BEEE &
OA % 7 —/)LOIRIR (1:1) 3 mL CTHE LI
H D) ITAfT LT, mOENZE 0.1 vol %FENE K&
OAZ =Dl (1:1) 3 mL TPV, ¥
Wa 7 MCAm Lo, EOBENEASY ) —
Jb 2 mL T, Wheikzx B 7 MCAff Lz, A
B )=V 25%T =T KOIRE (99 : 1)
S5mLCHH L. 50mLADELEICZ T, &
iz —4 Y —z KL —%— (40C) T
IEfEEE L, IR CER T A &l UFR A it
EERE L, FEBWZ 0.1 vol%EHR K VA &/
—JVOIRIE (9:1) 25mLIZIFfMEL, AT
VI ANE—TABLIELOERBRIRIIKRE L
7
© 2R AR
FROFHP 2 Rt B FEEM R E (100 pg/kg)
T2 Y PR AR 4 S50 U 7o, 2 G MEREA 7
ARTAAZHEN, 1T H TR QM) 5 HHE
DIy DINFEBREIT VN, SRS T A= %
Rl L7z, Ards. WIIEREHZ W IR Y
% 0.1 vol%FFiE K ONA %/ — /L DIRIR (9 : 1)
S5mL M LTIz O & lBRIRiK & Lz,
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10. TEFTIV, TUVETIVE R
=VY o TR
© R - Rk

TEXTUY K EAE R,
(& -+ 7 A )V AFE iR
T v SRR v

HEE 99.8%

i 98.9%
(Sigma-Aldrich )
NRUVNR=y Y v U o AERES,
J£100.0% (BAsRAL2EY)

T E X U eds

il

(Toronto Research
Chemicals #4)

T vV -ds : (Toronto Research Chemicals
B

R=2 VUV Gdy N-=FLERY V=0 LI

(Sigma-Aldrich #%)

AKX J)—)L: LC-MS il (ELt7A4viafnik
fliERd)
TR VUVBAKE TV T A KR

(B b 3Y)

T hr=FUJN, ZuuaRiLlh,6 XTI AT
> (VD MU U LK, BT E
=0 L, UVUBIKFEZFT NI UL+ K,
Urlig “KFEHV DL VR, 25%T F

=T7OK, R - Rk (8 £ 7 A v AFEAHE

FEHL)

filiz ©  $#fk (Sigma-Aldrich %)
REEKFZT v E= L —#k (BEL740
DR

b= ARUPUN-E= LR Y RUoEES
KI =472 : InertSep HLB (200 mg/6 mL,

VT )L A = AR



AT TUT LIV H—
MILLIPORE )

U VEEEREER (pH 6.0) @ : U Rk
HYVTNT g RO VEBKFEZF M UL+
KF¥ 6 g Y . K 750 mL Z 1z TN L
7=%. VBT pH % 6.0 L, K&z
CTIEMEIZ 1000 mL & L7z,

1 mol/L HEfg7 & =0 LUSIR ©  BFfET €
=T A5 3854g &Y, K350mL ZMZ TE)
L7=t%, K& A CIEMIZ 500 mL & L7z,
50 mmol/L BElE 7T > & =7 AVAWK 1 mol/L FE
fE7 =7 AR 50 mL & OVK 950 mL % &
ALT,

0.17 mol/L fiiil#% :  Fiif# 4.8 mL IZ/K AN TIE
filElZ 500 mL & L 7=,

5% 5 T AT BT N ULEKR . AT
A7y (VD) BT U oAk 25 ¢ &
V. K475 mL Z M THN LT,

UV ERtEAEETE (pH 6.0) @ @ U VB KHE
NIV TLBg RO NKFE VT L2 g%
PG S
TpH % 6.0 ICFHFE L, KEZMx TEMIZ 1000

B0, K750 mL ZI02 TEN LT,

mL & L7,
7T R RONY CRIERREERR (pH 6.0) @ DR
1) :

& (pH 6.0) @150 mL ZEA L7,

W (1 T o 150mL VY Rt

BRI K 3R

TUE=ULTI g ED, /K 1000 mL AN x

0.1 mol/L [REET v =1 LXK :

TEN LT, 25% 7 »FE=7/KT pH % 8.0
IR L7,

Millex-LG (0.2 um,
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T =RV ALKROKDOER (1:1): Tk
F =1 U500 mL & TUVK 500mL 2 {RE L7,
K% OEERE DIRWEZ (1000 : 1) © 7K 1000 mL }
OWER%E 1 mL 286 L=,

AL =)V K OEERE OIRHE (1000 : 1) @ A
% /) —/L 1000 mL & O'FERZ 1 mL 2 IRA L7z,
PRI

#1158 mg (7EXT U 250 mgFHY) ZHEFE

TEF VU KR U b
L. U U ER (pH 6.0) O THfME L T
1000 mg/L Wik AFRE LIz, 7oy ) =K
TEERERR 59 mg (7> B U > 50 mg FHY)
AL, U UIREREEHR (pH 6.0) O Tiafik
L T 1000 mg/L WK A LTz, Nodn~=
U T U U ARERERK 21 mg (RS
=V 20mgtHY) ZREFF L. U o BRIERETE
% (pH 6.0) D T¥EME L T 1000 mg/L ¥&E % i
"L,

AR TR -

L ZKTIOMLESE Y 7 AW Ao

Il mg REOTEFXFT VY -dy

. WML T 100 mg/L Wik 2R Uiz, 1
mg KEDT VY ds IEHEE U R
ik (pH6.0) OTIOmLAEEEY 7 A= |2ik
WZ AT, AR LT 100 me/L VAR 2 iHE L
2o 10mg BED=V > G-dy N-TF /L
VY= AERERER & ) IR R (pH 6.0)
OT4OML AR T 7 AW AEER, 5
fift L C 250 mg/L ISk Z siHd L7-,

IR

T RN O U=

TEXUY FEURER

VREUEF R 22 50 mmol/L FERE 7 o & = 7 AR



TR L T 0.5 mg/L IRARIR AR LT,
WMANIERERR . TEX VU NERE
IRk, 7 e ) R N P e
N= U CNERRERE & £ 12 50 mmol/L FE
7 =D LI CTHRL T 5 mg/L Wik%E
TR 7,

© HEE
REIDF AP —: BM-=2 (HAKHERERTL)

o0—%J—x /KL —&—: N-1000V (BA

PR g i)
EOTEERS ¢ H-60R (=7 )
e oM : EBL (RXy~A 8l
pHEF 1 F-72 (WET KAV R BT 7 8
LC-MS/MS (HIES M - #£ 1-10)
T K A= —
Triple Quad
MS 65004 SCIEX
LC Nexera X2 R ERT
T — &AL | Analyst SCIEX
® T=

TEFVVY UBEEFRIRETTEFTTY
VINIEHERR, T BV ) ERERIR KR VT
YEVY CREERERRR, NN =2 )
FEHE R Sy VR D L= Y o N HE LR
% 50 mmol/L FEliE 7 & =7 LI CTAR L,
0.00005, 0.0001, 0.0002, 0.0005 & % 0.001
mg/L (PUAEVEVRIRIRE 0.0025 mg/L) PNFZHER
A HERIR R L7, Z O 5 uL % LC-
MSMS IZIEAL T, BonleTrEFv U -
diDE—7HREICHTHT7EF VY O —
JHEEDO, 7Y vds DY — 7 HEIC
XTAHET7T V) O —ZEBEO], L=
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YUY G-dy DE—VEEICKT 5N TR
=V O —7 MOk E RV THRERE
TERR L7z, $RBRIANE 5 uL %2 LC-MS/MS (Z7EA
L. REMRNONHEREEZLY 7ER v
Vo, 7o Y ORI AR= ]
DEEERH LR,
@  WwIEEO TR

B 5 g ICHIMANE A EEHEEK (0.5 mg/L)
0.2 mL [50 mmol/L FFi2Y & =U AEHR] %
WLz,
® BRI OFR
e (X 1-10)
TEXVIVI U, TUEL TV RORSY
NR=V Y 2R ENLTE KDY U
HAEE T (pH 6.0) @DiRHE (1:1) THiH L,
JauaiRVhTHERER, YE= L -N-
t=nvnl) RUOMEAKRI =0T 5 THHRE
L7 . LC-MS/MS TiE &M OHEE L7z,
Eiiilan

B g2 250 mLA D VEIZE Y BLY | 017

a.

mol/LAREES mLE 5% % o 7 AT g U v
DVEHES mLEMAZ TANA—=FT AL TELSRAEL
7o TEXIVY U, TUESY VRN Y
W= U D5 mg/LUSINH NAZ HEVR#20.125
mL, 7t RO CEREREETR (pH6.0) @
ORI (1:1) 40 mLEMZ 2%, "EV A
P—THH L7z, 3500 r/minT5%y i LB L
Tete. EVEZ A (EA125 mm,. No. 5A,
ADVANTECH) <A L7=, fiHiK2 mL G
FH0.2 gfiY) %50 mLADELEFIC/HERL, 0.1

mol/LIREET & = 0 AIEIR20 mLZ& M 2 7=%% .



7\ kL A20 mLAE A TR E OB TS50 M
IR & D Lz, 3500 r/min TS5y e OBl L 7= 14,
FEERTIET 7 AWML, ERITATY
ook AEEE LR,

Fo

a CTHELNEREE P E= 1B U-N-E=

b.

el RUORESAKI =0T L [InertSep
HLB (200 mg/6 mL)] (6L 7 & F=Fh
UL 10mL, 7K 10 mL, 0.1 mol/L JKEET > &=
U LR 10mL THF L7 b D) IZAfTF LT,
YT 7 A% 0.1 mol/lL [REET E=1
LR 5 mL THEW, PR E I T MTAR LT,
EHIZ, BT L% 0.1 mol/L [REET »E=1T A
W 5 mL C2EIEE Lz, T R=hrU LK
UUKDIEHR (1:1) 5mL THEHL, e~
T AAlzZ T e, wihiREr—2 ) —x2 R
L—%— (40C) TiRMiFE L, EHTEHR
A%l Ui 2 R L, 8% 50
mmol/L FElE 7 > & = 7 LAVRIR 4 mL \ZVAfE L 7=
H D% 2 mL 4 E L, 50 mmol/L FffiET v &=
AT SmLICER L, AT TT 40
2 —TAHim LTt DOERBIEHE Lz,

©  ZY R AR

DN % QT ELYEERE (20 pg/kg) T
2 PR R ER A FEhE L 7, B Y PR T A
R4 A2V, 1T H 1LE Q7). SHED
By mMIVEBRZATV BT A —F & 5F
fili L 7=,

1. I3 ~FEARGSHTEE
O w7

59

JUNTHA NS R 960 pug (Ji4ilf)
Img (EMOKPEIHE Z 2Bt v 2 —H)

T by BRERIEEBRA BIRFER)

A X J)—)v: HPLC Al (BIs/(b#M)

HElE : Fpfk (BIBb7EY)
BTN I Y NI =R T
2 : InertSep C18 (1,000 mg/6 mL, ¥ —=x L
A T A

5%MERE © /K 950 mL K& O'FERE 50 mL ZJR4 L
7o

Ko AZ 7 =V R OFERE DIRHE (50 : 50 :
1) :

mL ZIBE L7,

K50 mL, A% /—/L 50 mL } OFEEz 1
AH )= VR OEEREORK (99:1) @ A X
J =/ 495 mL K OVl 5 mL ZIRA L7z,
AL )= KEOEEREDIRIK (95:5:1) :
AKX 7 —95mL, /K S5mL & OEEE 1 mL % &
ALz,

AL )= KEOHERE ORI (65:35:
1) :

10mL Z{RA L7,

A& 7 —/L650mL, 7K 350 mL & OVFERR

FEUEE . ) S ~NT A A R 10 mg %
FREL, A% ) — VKR OWEEEORKR (99 : 1)
TR L C 100 mg/L ik 2 8 LT,

N A EEVEVS IR

AL =V ROWER O (99 : 1) THRL

I UNT B A NEREE R &

T 0.1 mg/L ik Z i U7,
@ &
REY S AW — 1 T 25 digital ULTRA-

TURRAX (IKA ¥ ¥ 2Rl



HPLC (HIESM: : £ 1-11)

E ® RES A=
LC Prominence BT
LC-20AD
Foi RF-10Axcs e ERT
F— & LR | LabSolutions | B fUfERT
@ E=

JUNTZA FEERERR A A 2 ) —v . K
K OFERE OJRIR (95 05 : 1) THAFR L T 0.0005,
0.001, 0.002, 0.005 } O 0.01 mg/L DFEHERSHK
LU 72, Z OB 20 uL & HPLC IV EA L
T, fBonv—2miEE A0 CRERZE
% L7z, kBRI 20 uL 2 HPLC IZVEA L.,
BRI ERIEICLY VAT H AR
DEBEERMLE,

@  IINEE O R

B 10 g IS AR #EYS K (0.1 mg/L) 1 mL
[ A% ) — VR OWEEEE DIRR (99 : 1) DOIRIK]
WML,
® R O T
B (14 1-11)

)T EA Rae@dBn s 5%HER &K 0T &
M THHL, A7 27Uk U@
TNV =HT AT L%, HPLC TE&R L
7,
filiH
FREF10 g & 250 mL &AO L AR Y HRIC Y B

a.

V. 5%WEEE 20mL OV B 100mL 21X,
REVFA P —"T 1M L%, W5l A
Liz, Aings EOERAYZ KA R Y HIZE L,
TERS0mLAMA THRED ST AP —T 15

M L72%., WEl ALz, 6= A1

60

% 200 mL A28 7 5 Aallhbd, Tk
TER L,
b.

i 10 mL GREF 0.5 g M) ZimLFIC
S7HCL. /K 50 mL M OVEERZ 0.5 mL 2z, A
JBTINT I N Y ATV =TT A
[InertSep C18 (1,000 mg/6 mL)] (H 5L
AL ) —)v 5 mL, 5%NfEE 5 mL THREL7H
D) AW Lz, K, A¥ J—V K OFEEEE O
JRWE (50 :50: 1) 10 mL Tk, A%/ —
o KK OEERROIRE (95:5:1) 5 mL TH
ML, SmL BAE®E7 7 A2Z% 7, K, A
4 ) — N ROEEEEOIRWE (50 :50 : 1) TEXR
L7eb D& lBRisik & Lz,

® 2 PERAT R

O % it G E IR SRE (10 pg/kg)
TERY MM ARER 2 o L 7o, Y MR
A RIA A2, 1T H LA QOHMT). 5 B
DR PIFEBREITV, FHEART A -2 %
S L 72,

12. 2T ATU5HE

@O RE - IR
TrIwA Ty AR M 96.426%
(TOKU-E %)

T b=tV LC-MSH (BEafb2Hl)

vrimm AL AL —)v, HilE, WAk
MU DL KRk (87 A0SRk HiigEa)
7 KR ek (BRI

PE=ARCPUN-E= A n Y RUomEA
KX =572 : InertSep HLB (200 mg/6 mL,

B iy A = e ¥ - )



T T I Y BTV =T
2 : Sep-Pak Plus NH2 (360 mg, Waters )

AT T 7 4% —:  Milex-LG (0.2 pm,

MILLIPORE )
7 T BRI . 7 UK 50 ¢ &

B, K950 mL ZMx TENLIZHZ, 07
T UPRTAHR 600 mL SN A &/ —/L 1200 mL %
BE L, ZORABRICEAMEOE T R
U AEMZ THERYE, EEAREHETL
77

AL )=V ROKDIREHK (4:1) 0 AHXJ)—
JL 800 mL & UVK 200 mL ZEA L7,
KEOAZ 7 =D (7:3) : 7K 700 mL
LA R ) —1300mL ZiRE LT,
KEOAZ 7 =D (1:1) : /K500 mL
KA X ) —)L 500 mL ZiRA LT,

KK OEERE DR (1000 : 1) : 7K 1000 mL &
OWERS 1 mL 2784 L=,

7 b= UV ROFERE ORI (1000 : 1) :

7 =k U/l 1000 mL & OFEERE 1| mL 2184

L7,
BEYERR : o T~A v AEHERK 5 mg
EREFREL, A X =V ROKDOEKR 4:1)

TYAE LT 100 mg/L ik Z2 sl U7,
WINFAEREIRIR = T~ A > A BEYERK
KK OAZ ) —LDiRK (1:1) THERL

T 1 mg/L WA LT,

© HE
REIDF AP — 1 BM-=2 (HAKHERERT)

g—&ZY)—xT/NKRL—&Z—: N-1000V (3T

HYbE R

EOSBERE 0 H-60R (= 7 ¥ )

REOH : EL (AXv~~ )
LC-MS/MS (HIESRME « £ 1-12)
ik E N A—T1—
Triple Quad

MS 6500+ SCIEX

LC Nexera X2 A ERT

T — A ALEE | Analyst SCIEX
® TE

TUTRA vy AR Z KL AL
— /A OiRKE (1:1) THRL T 0.00125,
0.0025, 0.005, 0.0125 %% 0.025 mg/L DFEHEYS
WEPFHE LT, Z O 5 uL % LC-MS/MS (Z
EALT, Gohi-v—7mHEEHO ChiE
MRAER LT, SUBRIEIE 5 uL % LC-MS/MS (2
AL, BEMHRD D Mo iR B E I L =
FTvATV L ADEERERM LT,

@  IINEEF O Y

B 5 g IR ER#E (1 mg/L) 0.150
mL [KEOAZ 7 —LDiRiE (1:1)] Z&m
L. K<IRG L7z, 30 /5 MfE Lz,
® AR O F Y
e (11 1-12)

T TRA T UAREND 7 = TR I
THiH L, YZ7om X% TlkiEk, Y=
NP UN-E=ber ) RUEEAKI =S
FTLRKRONT I Tae b U AR
=07 L THE L%, LC-MS/MSTEEKL D
e L7z,

a. fl

B g2250 mLA O OEICEY Y, 7



T PRS0 mLE OV 7 ma A X 225 mL
Mz T, REVFTA P —THL L, 3500
r/min C547 il OB L 7=, Ei5 %100 mL%¥
=TT AT EL, R s ekl
25 mLAE MR 2%, IRE HWTSHMIEE S

L7z, 3500 r/min CT557 i DB L=k, LiE
2100 mL& =47 7 A 2T/ bET,

R 2 T 7 A AHE (EAE40 mm, GA-200,
ADVANTECH) TWksl Al L7z, A% 100
MLASE T 7 A ZHbE T, 7 Uil
KCER Uiz, KRS mL (GUE0.25 gff)
HIRTITBT T AL, BREATATY 71
OAREEELR,

b.

a THLNTEKIZK TmL 2%, YE=
NARUEBUN-E=nl RUVREAKRI =
717 2 [InertSep HLB (200 mg/6 mL) ] (& & 7>
CHAH 7 —/5mL, /KSmL THELEZSHD)
B LTc, RITBT T AaNEZKEDAH
J—I)VOIRHR (7:3) 5 mL THV, HEiEE D
TALIZAR LT, 52, BT LEKEDA
2 ) —)VOIRWR (7:3) SmL THEHFLE, ¥
PRy UNEZ LR ) RULELSK
R=HTLAOPIZT I ey
U7 v =77 L [Sep-Pak Plus NH2 (360
mg)] (BHHENPLHAK /) —/ 5mL, A&/ —
NVROUKOERR (4:1) SmL THRELIEDHOD)
BEEEL, AKX — NV RKOKOERK 4:1) 5
mL THEHE L., RIET7 72220, &l

Whrna—42 1) —x /KL —H— (40C) T

MawzlEl L, S|IR CER T A &l U r sl %
brE Lo, BEWEZKKRRAZ ) —/L DRI
(1:1) 25mLIZEEL, AT T 74 0%
—TABLIZLDERBRERE Lz,

® 2R

O %t R E 'R (30 pg/kg) T
PR AN AR 2 FE ke U7, B PR A
R4 AZfEWv, 1 H LE QOHMT). SHRE®
By MIVEBR ATV BYERERT A — & 2 5F
filiL 7=,

[&5Fn 4 ]

RE . BOBWIE, A F—xy MERAT
BFRE (BT D MBI &) =) ik
DA —/"—=TWNEPME, PCB oHriklEA 4
— Xy MERHTHERRE) WAL, WEE
IRV REMIEZRE, v AR =TT Y I Y —
W CHIGI) —{b LTz,

1. RIATFUoHriE

O R

RZ A7 F L BEHE f L 98.7%(Sigma-Aldrich £)
il = /L« FR B8 R G (B AR 22 8

A% )—)v 7' bh=FJ/L:HPLC F(BA 8 k52 0)
X, BEET o E=0 L AX ) — )b FEfk(BE R AL
£330

TIT 7 AN —RAT I 7 v Uk U H
7 VFEIE =77 2 InertSep GC/NH2

(500 mg/500 mg/20 mL, 3— /LA = R H)

FERE = F )L K Ol DR HR(100: 1) : BEER = F /v
100 mL }2 O % 1 mL #RA LTz,

1 mol/L HEFET > E=0 NEHE W T - E=0 A
15.4 ¢ &0, KEMZ THENLIEMEIZ 200 mL &
L7z,



2 mmol/L FFEAT &= LEEHR : 1 mol/L FFlET
F=UARIE 2 mL & OVK 1000 mL Z2{EA LT,
FEYEIRIR - RT A F ALK 10 mg ZH5FEL .
A% ) —)L (HPLC HI) TEf#L T 100 mg/L ¥#ik%
TR 7=,

WIN AR ERIR : KT A7 T NERE SR o A ) —
JL(HPLC H) TARL T 0.5 mg/L Az i L=,
@ &

K E Y A4 W — T 25 digital ULTRA-

TURRAX(IKA ¥ /X )

o—& ) —T R L— & — : N-1300(H U H#AL,

)
LC-MS/MS (JIESM: - & 1-1)
% B e A—Jr—
MS Triple Quad SCIEX
5500+ QTRAP
LC ExionL.C AD SCIEX
T — AL Analyst SCIEX
® E=

N A7 F AR A A % 7 —/v (HPLC
M) THNLTO0.25, 0.5, 1, 2.5 %K TN5 pg/L D
IERRIR R L=, ZO%IKR 2 uL % LC-
MS/MS [ZIEAL T, Fbhict—27 miEaz M
WTRRERZERR LT, SRBRIEHK 2 uL % LC-
MS/MS (ZVEA L, FREMR Ok iR &AL
KO RIxI7ForoEEZH T L,

@  WmEE O TR

FOBE 10 g ITHRIN A R ¥EE #7(0.5 mg/L)0.1
mL[A % J — VIR ZiRmL, L<RA LK
#%. 30 yfhiE Lz,

® BRI O
e (K1-1)

RI R F o ZdlBnb A X ) — L THIH
L. V9774 Mh—RIT I 7Ly
Vb Y A AL EEI =87 LA TREL -

63

#%. LC-MS/MS TE&MK OB L7z,
a.

B 10 g 2 250 mL &R H AR URICE D B |
ALK )= (k) 100 mL 21z 7=, REY
FA =T 1B LR, v Y UL
cm DJE S ZH - ARKESE 60 mm, No. 4.
Ml I ERT D 2 DTl s A L7e, AR E
DR & A 5 7 — (Fpfk) 50 mL THE L,
A Z 200 mL BRET T A2 |ZHbET, A
%= (k) TEARLI
b. &

K 4 mLGRE 02 g fBX)E 777 74 B
=TI Ta e Uk s
g X =% 7 2 [InertSep GC/NH2(500 mg/500
mg/20 mL)] (H 51U A%/ —/ (HPLC H)
10 mL CHe# Lz b O)NCAMT LI-th, K=
TV RO EEOIRHZ(100 = 1)20 mL T L,
WK Zim DEICZ Tz, wilikE e —42 )
—T/NR L —H —(40C) CIRMERLE L, IR T
BRAALEUBRGFENRERE L, KEY
A% ) —/ (HPLCH) 2mLICHfE L7726 D
ZBRIsR & LTz,
© YV RER

RO & et G E RIR IR LS nglkg) TH
WPEREAG B 2 FEh L 7o, 2R T A R
FA TN, 1R LIEIQR BFHT). 5 HORSy
MAIVEBR 2TV BMERE/NT A — 2 Z5Eh L
77

2. LAY — AT

O I - RiK

LR Y VR IR R YR AL ¢ R 100% (B
7 A v DTS



T R= U Xy R RS A
(BERAb 5

T =RV, AKX /—/L:HPLC H(BIH
{a=

X« Rk (B b )

KRS ~ U 7 4 2 PCB 43T (B s AL 22 )
AVT T T 4 NE— PTFEL Y P 7 4L
2 —(0.22 um, HERF R RS )

7 h= kUL~ F B A~ F 500
mL &7 = kU VR R 100 mL
ZIRA L, SHMIRE DO BEHE L TF )8
LT,

AKEOTE =R YULOIRIKREAE : 2): /K120
mL % 7% b=k Y JL(HPLC A)80 mL % &5
L7,

K B ONEFR DIRE(1000 = 1) : 7K 1000 mL K& Y
X 1 mL ZRA LT,

FEAERHE © LN ) — LIRS Y L & L
IV LTHIS mEg BHEFE L, AKX ) —
JL TGRSR L C 500 mg/L Ak & sl L 7=,
TINRE ARSI - LN S — VA YRR % A
& ) — VTR LT 1 mg/L IRiE AR Lz,
@ HE

K E Y A4 W — T 25 digital ULTRA-

TURRAX(IKA ¥ ¥ /< i)
152 L BfER% © H-107DF & O H-80Ro (= 7 )
e

n—# Y —x /R L —%— : N-1300CE X # 1L

Atk i)

OB EL(A XY~ )

LC-MS/MS (HIESM: : £ 1-2)

[ LY
Triple Quad

A==
SCIEX

by
%

MS

64

5500
ExionL.C
LC AD SCIEX
T — A ALER | Analyst SCIEX
® E&E

LAY — VEHERR 2 KL OV T & R = b
UIVDOIRIEAB : 2) TAR LT 0.125, 0.25, 0.5,
1, 25 KOS ug/l OREHERR 2R L=, Z o0
R 5 uL % LC-MS/MS I EA LT, bz
E— 7 AR E DT A R L7, Bk
R 5 uL & LC-MS/MS IZiEA L, BEHRNS
R RBEHRIEICLIV LAI Y — LG REE
H L7,

@  IINEEF O Y

FUBF 10 g IR MERS IR (1 mg/L)100 L[ A
2 ) —=)iEiRlEmmL, K<ES L%, 30
Sy TRTIRCIE L 72,

®  REBEIR O
e (X1-2)

LI Y — L ERE NPT E =Y LT
L, ~F o Tl L7-%. LC-MS/MS T
R OMERS LT,

a. filit

AEH10 g 2 250 mL &S A AR VIRICED BD |
7k b= U VERREREGAER60 mL K& OVEE
AKWiEET U U A 20 g MR T2, RETT
A W —"T 1 5B L7, 3000 t/min T 5 43fH
EOSBEL7Z%., 7 h= R ABERGRA
U7, BEWICT ' b= kU LR R
BRHDH40 mL 2z 5 ik & 9 L. 3000 r/min
TS5oMELHBEL72%., 7= ) VEE
fike A L,

b. fEH



a THLNTAREEDYE, TEF=FI L
fFn~4 2 100 mL Z 1z 5 R & 9 %,
TER=RFUVEE 200 ML HRET 7 A 2T
LV Tk =R AVERREEEGER) TER
L7z, fHIE 1 mLGUEE 0.05 ¢ F024) & i Ik 1T
SEL, m—# U —T /K L — & —(40 °C) Tl
MEHLE L, | CHEEN A%l UETFHEE S
brE LTz, BEMEKRKEKOYTE =) LD
BB : DI mLIZER L, AT T 07 4%
—TAHB L7 O &R RBRIREE LT,
© M VERTAL AR

D 2 56t G FEEE IR FE(10 pg/kg) T#
WPEREM AR & JhE L 7n, M ERE MY A K
TA eV, 1 H 1@ PHT). 5 BREIOESy
MIVEREZAITV, BMERE/RT A — X B3l L
7

3. NIFRUEY —NoHTE

O ¥ - HWK
NUZFRZ T — UREHER, - W 99.9% (&
+ 7 A v BTG R

NU 7 TGROE Y — LA o FERE S,
98.4% (Bt 7 A )L A FEHIZEAL)

AE =), TEIN=FNIV, HElEZF L,
FERR, KB N U v A R, BT
=L R CE LT A L AT

TH ) )b Rk U AL

AH =)L LC-MS H(8 L7 A v S Fei s
30% R (LK FE K KBS HE L7 A LA
Frottise )

2R BB =L P N-E =L
ey RO EASKI =D T L Oasis
MCX(500 mg/6 mL, Waters f)

i

AT T 7 40 F — : Millex-LG(0.2 um,

65

MILLIPORE )

5 mol/L KEEfbF MU & NEEHR - Kk R Y
7200 g xEY  KEZTENL 1000 mL
L7,

5 mol/L Y&k : Wk 450 mL (Z/K %12 C 1000
mL & L7,

T & ) — )V OWERE DIRHRA @ 1) :
50 mL & OFERE 50 mL % R4 L 7= (AR,
A B =)V R OIKDOIRWET :3): A X ) — v
700 mL } UK 300 mL Zi84& L7z,
TER=RUKOKOERAIL: 1) : T =
~ UL 1000 mL % UK 1000 mL Z A L7z,

1 mol/L FEER T »E=1 ARWR - Wi T v &=
VL3854 g mY . KEMZTHENL 500 mL
L7,

0.5 mmol/L FEfE T > & =7 LAWK : /K 1000 mL
J OV 1 mol/L BEfE T B = LYSHR 0.5 mL %
ALz,

Th-NU T TGROEY— VIR N U Z
TRUB Y VAR Y AERERLK) 10 mg & AEHE
L, A%/ —)LCEME LT 100 mg/L V&K% i
WL,

WIMAEERE « Y 7 TR H Y — L fE
ff) 10 mg AREFEL, A ¥ ) — /L CHRL T
100 mg/L ¥AiR 2 S U 7=,

WA R - SRR R % A & ) —
NTHR LT 2 mg/L ISRz L7,

& ) —)

@ H@E
n—%—xT/NK L —&— : N-1000(E 7L Fi 1L,
ek )

Dy BERE - H-1000FR(= 7 5 o i)
RE I EL(AX v~ i)
Ty b —&— : MG-3200 3 ER b g i)

LC-MS/MS (HITESMH: : 3 1-3)



oOE A 5K A=) —
MS Triple Quad 5500 | SCIEX
LC Nexera X2 R ERT
7 — A JLER | Analyst SCIEX
® TE&

7 h-NU T T RUE = VR B A X
J = V(R TR L C S mg/L IR A R L,
EHC, T = MU AKOKORERED: )T
FIRLTO0.05, 0.1, 0.2, 0.5 %1 pg/L DIEHE
iRz LTz, Z O 5 uL % LC-MS/MS
WCHEALT, Bohize—7mEz AV TRl
AR AR L7, SUBREEHK 5 uL & LC-MS/MS
ICHEA L, BERD DR ERRIEIC LD &
M-bU T IROES—NVDEEEET LT,

PR 1.091% 2] UC R 7 IR E Y —)L

DEEEEH L,
NI ZF X — )L DAy 1B
*1.091= 359.66 T =
TR T TR — )V Doy 5
329.57

@  BInEEE O R Y

A B 10 g 1T EN A EE HE PR (2 mg/L)0.05
mL[A %/ —/ViERIZBmL, K<ESG LK
%, 30 s fEIE Lz,

® BRI O
W (X 1-3)

B2 TV UK Sy R LTS % HEER TR
PEE LT R 7 ITRNE Y — )L RO
TTT MMV IRUE—)VITEBREND
Rt z=mgg—F L Citi L7, =%/ —
K OHERRIR IR DR & LTk, wmig{bkFE %
MABACSOET R Y 7 T X Z = %

66

DR %7 b-KNV 7T X H ) — Vg

L7z BALES#., AR VEBEER Y £ =
NR_RUPUN-E= L n ) FRULEAEI =
717 AT L 721% . LC-MS/MS C/E & & UM
L7,

c. NKG R

B 10 g % 50 mL B0 fRA#GRY 7o v
CEDIZE Y ELY . 5 mol/L KER{LT b U 7 AYE
10 mL Z00%, %4 LT 100°CC 3 REfMEL
L7,

d. fhiH

Tt th. NEWZ 250 mL )5 0K U HICK
L. ORI NE A S /) —/L 5 mL THEE
L. BERENEY &Gz, 5 mol/L % 12
mL & O = /L 40 mL Z 1%, 10 23 [HE &
9 L7z, 3500 t/min C 5 475000 B L 7214
FEfe = F VI8 & Sy B L7z, IR\ TR IS BERR
TF /L 40mL A, 5o E 5 Lz,

3500 r/min T 5 srfilim Doy BEL 72, HEe—
FVEZ R LT, Wik F Vg% 100 mL %5
BET T A IHEDLYE, BT FLTERL
7=

FhHE 0.5 mLGGREF 0.05 g #1249 &4 U A kbR
BICHM LT, BIRTERT A2l Cialz
br#E Lz,

e. BRILEUS

R AZ & ) — )V K OFERE ORI : 1)5
mL ([ZEfE L. R bk FEK 25 uL 20z TR
ez L. 90°CT 16 FEREINEN L 7=,

f. Kt
BRE 2 m LTtk RIS & A% ) — )b
I0mLEZHWCARITIEZ 7 AallBL, u—#



U —T KR b —4& —(40°C) CARrzE L., =il
TEHRN A %l U2 R E L,

P A 2 ) — v K OUKDIEHRR(T « 3)5 mL
WL, ANV UVBEEMY =1 E
YN-t=nvrel FIEEAKI =T A

[Oasis MCX(500 mg/6 mL)] (HHNUH A X

J = 5mL, A% =)V OUKDIEIET : 3)
5mL CElELE-bO)NCAR LZ, RTTBE7 T
A2 aWNZFRIK 5 mL THW, EiRE 7 A
A, YL,
AL —=n20mL THRH L, 2377 22
S, WiRERr—2 ) — NR L — X% —
(40°C) TR MR L, S|IR CER T A %18 U5k
A R E L,

WM ET 2 h= btV KOKOEREA :
DAmL ICIEE L, AT I T4 NE—ThH
WL DEREBRARE LT,
©® 2 PEREAT SR

O A Z R E B IRFIRE10 1 g/kg)T
T VETEAN AR 2 e U 7o, B G PERRAN A
RZ A4 2, 1 H 1TEQPHMT). S A Ok
SYINIVEBRZATUN, BMERE /N T A — & & 3
L7,

4. ©RZFVUGHTE

OR= = v/

BTGV AEUE S R 98.0% (Dr.Ehrenstorfer H)
FEfE =T L~ 7R SRR (B sk
)

A% )—)V:HPLC H(& L7 AV ARl

N7 aafEg AL (7 AL DR
25% 7 B =T KGRI (E L7 AV SRR
P30

R T LB =0 I AR (B R L 2B

ZIVIRVERIEEMi Y = L R B -N-E = /L'

67

RV ALE AR =17 4 Oasis MCX(500 mg/6 cc.
Waters %)

AT T T 4NH—(0.2 um)fFE ATV (U —
LA A )

10% ) 7 aafifg: M) 7aafifg 50 g 2K
FRARL . 500 mL (ZER LT,

AZ )=V RN 25% 7 =T KOIRNK(95:5): A
Z /=)L 190 mL & 25%7 > E=7"/K 10 mL Zi&
AL,

1 mol/L FEEAT &= LRI : HEfE T > &=
15.41 g \ZHE K% 200 mL 0z IR L=,

10 mmol/L FEfET > &= AR : 1 mol/L HEfE
TS ARIE 10 mL SRR 990 mL ZIREA
L7z,

BEYEIRIR BT DU R A 2.5 mg ZREFEL | A
K )— )V CEREL T 100 mg/L iR A s L7,

@ &

RE VT A Y — : NS-52 PHYSCOTRON(~ A 7
BTy - =F )

iz Ly HERE - H-80F(= 7 ¥ i)

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

B OE v A—T1—
MS Triple Quad SCIEX
4500
LC Nexera X2 EESVERT
T —AKLE | Analyst SCIEX
@ &=

BT UREERE A A X ) — IV R 25%
T =T KON (95:5) THR L TO0.5. 1. 5.
10 LN 20 pg/L OFFHETRIR A2 iR LT=, Z O
% 5 uL % LC-MS/MS IZIEA LT, BFohizt
— 7 EREE RV THREREIER L, RERE
#% 5 uL Z LC-MS/MS (ZiEA L. HE#) b
RREFIBICIOVEXTZ VoG E&FHE L
7=



@  WHEE O FR R
ABE 5 g IZEIN AR HERS I (1 mg/L)0.05 mL[ A
B )=V N 25% T ' =T KODIRIK95:5)] %

wmL., X<IEE L%, 30 5RIE L,

® REREEIE O
e (X 1-4)

BT U EREIND 10% b Y 7 oo g
THH & [FIRFIZA~F W o R OFERR — )L Tk
WL, AR VUEBREEMY =P L N-
t=bvel) RUOKEASERI =0T A TR
L7-t%. LC-MS/MS CE& L7,

a. filit

REFS ¢ 2 50 mL AR Y 7'r v L o REEE
ICEVED ., 10% b U 7 v ok 30 mL, ~F
o 5SmL L OFEE=F /L SmL Nz 72%., &
FEVFAP—T 1 R L7, 2500 r/min T
5 fE DB L72%. 10% b U 27 v o ERgkE
Zipte Al Lz, FREWIZ 10% MY 7 o afE
fi£ 15 mL, ~F¥ > 2mL LK OWEE=F /L 2 mL
EMZT-%, REDT AV —T 1oL,
2500 r/min T 5 ZrflE O BEL 72, 10% RV
7 v aFERE Z e Al Lz, A% S0mL &
BET T AICAN, 10% ~V 7 oo T
ER LT,

b. FEf

R % A VR VBB B = LR R

YN-t=nrvel FIEEAKI =T L
[Oasis MCX

(500 mg/6 cc)]l (LM UOH AL ) — )L KN
25% 7 =7 KDIRHE(95:5)10 mL, A Z /
—/L'5mL, /K 5mL kO 10% ~Y 7 = o FEg
10 mL TP L7= b O)NTHIHR 10 mLGUEF 1 g
Y ZAM Lz, AX =LK 25%7T U F

68

=7 KDIEWK 7.5mL THH L, I5SmLARY 7
o v L RIS T, IWHIRE AKX
— VIR 25% T | =T KOIEHT 10 mL (2
ERL, AVT T T 4 IV B —fFERLT L
THE LT b DOEREBRARE Lz,

©® 2R R

O % BT E BRI E (10 pgkg) T
Y B R BR 2 i U 7o, B Y AR T A
RZ A AV, 1 H LEIQR GFHT). 5 BEOR
SIMIVEBREITV KRN T A — 2 &R
L7,

5. Tr7alyLSHE

© FRFE - Rk

T 7a )y N ERE AR Y AR 99.3%(E T
AL LRSI

TER=RIL R R (B A b )

T h=RL, A% )—/L:HPLC (B sS85
R Rk (B SRAL Y

FWET =0 I Bk (B LR

TINRF LI =R N-E =L a4t

|

BAKRI=D7 4 :0asis WCX(150 mg/6 mL,
Waters %)

50 mmol/L F¥EE7T > E=7 LA (pH 4.5): XERT
VE=UAL 315 g ZBHIZK 990 mL (ZHNZ CIARE
L. X2 T pH4.5 IZFTHEE L 7= . 7K T 1000 mL
Ll

K, T EBR=RIV KOS DR (90:10:2) : EE
7K 900 mL, 7-Er=kJ/L (HPLC H) 100 mL % O}
¥ 20 mL ZRA L=,

TR HE TR - 77 2 7 e U 3 A E LR 29
mg(7 > 7 ey A 25 mg M) EREFEL, AX ) —/L
TIAFLT 500 mg/L iz,

BN YETRIE 7 7 e SR A A )



— /L CAHIRL T 1 mg/L IRiEE LT, o

@ &

RETF A — : T 25 digital ULTRA-TURRAX
(IKA ¥ v 3l

Ly BfER% © H-80Ro( =2 7 i)

RE OB EL(AF Y~ 7 )

pH &t : D-13(S35 AT

LC-MS/MS (HIESM: : £ 1-5)

%O A K A—F—
MS Triple Quad AB SCIEX
6500+
LC ExionLC AD | AB SCIEX
T — A HLE | Analyst SCIEX
@ E&

Trodumy MERERKEK, T =B

UL R OVEEROIRHE(90 : 10 : 2) TAHR L T 0.5,

1, 2.5, 5 KOV 10 ng/L OREEHREHE & R L7,
ZOWIE 2 uL & LC-MS/MS IZIEAL T, 55
N7 — 7 ad AW THRER 2 ER LT,
FRERVAY 2 uL & LC-MS/MS (ZiEA L, HE#t
PO REREICED T T o= A0E
BERERMH L,

@ ISR O R Y

FOEF 10 g I AR MERS R (1 mg/L)100 pL[ A
& —VER & RN L7z,
® HBRER O
B2 (X 1-5)

Tr7a )Ll TE =YL
THIHL, 22 AFL P =L_RPU-N-E
=enl FUEREAGERI =TT L TREL
721 . LC-MS/MS CTE &M Ok L7z,

a.

FUEF 10 g & 250 mL A K A AN URICE D By |

69

T b= UL GRRESEGEBRA) 50 mL Z 0
2T, REVTAF—T 1 R LT,
3000 r/min T 10 5[z OB L 7212, BIE A
AR, BEWITE =ML (B
JEEREAER ) 20 mL 2% 5 oREE 5 L.,
3000 r/min T 10 5[z OB L7212, BIE A
AL, A% 100 mL A&7 7 A2l
A, TEr=FU Vv (REEERRH) <
ER LTz,
b. fEH

P 10mL 2 LR F L V=N
N-E=nrtrl) FRVIEEAGKI =T A
[Oasis WCX(150 mg/6 mL)] (H 5202 Cd 7T &
F=h U (FREEIGERERA) 10 mL THE L
bR LT, #7627 EF=1FU L
(R RIEBRH) S mL CHES L7=1%%. K.
T h= UK OFREOERKOO : 10 : 2)
10 mL CEH L, 10 mLARREY 7 A 225107
oo FHRECER LI bOERBREKE Lz,
® 2R AR

e Ol A & kG E B R SR FE(10 pg/kg) T
T PEREARGABR & FEhE U 7o, 2 SRR AT A
RZ A 2860, 1A 1EQ T, 5 B O
IMIVEBREZATV . FMERENNT A — & &5kl

L7z,

6. ThR—FotTEE

O R

TSR MEAEN HEEE 99.4%(E L7 A /v 00
e )

TRR=RIL Tt R R R SRR (B b
)

TRvh=RL A% /—/)L:HPLC i (B (b7 HL)
e ek (B R 7Y



E KRR TR 2 PCB 4347 (BE AL 2 H)
AT T T 4 H— PTFE VU V7 4L H—
(0.22 pm, HERL R RS )

T ER=RIVEEFIAF Y ~F e 500 mL &7
Th=hv GRBRRHGAERM) 100 mL 278A1L. 5
Oy RIHRED T B L T a4 LT,
KEOT /=L OIEHE(3:2): 7K 120 mL J O}
72r=kJL (HPLC H)80 mL Z/E & L7=,

KB OFEROIHR(1000: 1): 7K 1000 mL K VR
1 mL ZRE LT,

FEEJRUR - = RS —MEAESLK) 25 mg ZR5FEL .
AH ) — )L CYEFRL T 500 mg/L A &2 BT,
IS HEYRL . =~ S —MERE R A T b=
RV (HPLC ) TARL T 0.1 mg/L ¥Rk % 5l
L7z,
@
YAV —

K&
: T 25 digital ULTRA-
TURRAX(IKA ¥+ 73

w04y BfER © H-107DF & ONH-80Ro, (=227 4 )
KL Ot EL(AX Y ~7 i)

H—X ) —x XNRL—H—

Ak )

: N-1300(H ¢ BRAL:

LC-MS/MS (GHITES:A: : & 1-6)

*OE K A—T—
MS Triple Quad SCIEX
6500+
LC ExionLC AD SCIEX
F—&4LE | Analyst SCIEX
Q@ E=

T h SN — MEEFRIKEZ KL OTE =

70

UNDIRIKAG : 2)THRL T 0.1, 0.2, 05, 1
KON 2 ng/L OFEERRZ T L2, ZOWHE 2
uL Z LC-MS/MS IZIEAL T, Aol —7
i E AN THREREZIER L, MBAIK 2
uL % LC-MS/MS IZVEA L, FREHMRD B faxt i
BRIEICE DV hR— b OGRERERE L,
@  WwhEEO TR

FBE 10 g IR HERE#12(0.1 mg/L)1 mL[ 7
¥ b= MU MEKIZRML, L<RA LK,
30 oy I E LTz,
® BRI OFR
e (1K 1-6)

T R —= R Z2HE NPT =Y LT
& R ~F Y THE Lk, LC-
MS/MS TiE & M OMfifgad L7z,

a. filitH

B 10 g 2 250 mL 288 AR URIC & D Bo |
T M= RV GERHEEERT) 60 mL, 7
k= bk U LAIFI~F 2 40 mL K OV /K i e
FhRUDTA 2 g #MATte, REDTA P —
T 1 A L7z, 3000 r/min T 5 5y 05
L7, EzmesrmL, 7 F=HY
NEEGE LT, BRI~ BT
T h=FUv GREESEGEM) 40 mL 202
5 yMEE 9 L. 3000 r/min T 5 43 i 05y B
L%, WEzhesmL, 7= UL
JEESE LT, 7 =RV /VEE 200 mL %
PET7TIAAIZHELETC, 7=V
(IR CER L, MK 4
mLGREF 0.2 g A1) 2L EF Tl n—X
J—x /R L—H —(40 C) CIEMEzE L, =i’
TERITA B UBRAEREZRE L, E¥
WEKEOTE b=k Y ILORIES : 2)10 mL
IR L, AT I T4V E—TABLIE
b O BRI & LT,



® 2 YPERTAT SR

o D 5 A & % G2 E B R LR E (10 pg/kg) T
ZUVERTEAMARBR 2 S hE U 7o, 2 4 VRS A
RI A4 2 1 TEQGHT). 5 BRO
N FEBRZATV, FMEEE/ ST A —Z Z 3kl
L7,

7. FTAINASDUROANGTY ) 3HTE

OR- % - v/

FATINVAST U REIES HEE 99.7% (& L7 AV A
Folt i)

a7 ) RAG K SR R AT YE L R 98.5%
(SIGMA-ALDRICH )

THRR=RIL |~ R R SRR (B SR L
5

T h=RL, A% )—/L:HPLC (B0
KW ek (B R b )

HE KRR T N7 2 PCB 4347 (RS B 52 4)
AT F T 4NH— PTFE UV 7 4V 5 —
(0.22 pm, FHEFF AR )

T2 R=RIVAEFIAF Y ~F e 500 mL &7
Th=RVFE R EEEBRA)100 mL ZEAL. S
SRR EI BB L CAFT U EE SR,
KEOTER=RNLODIRHK(3:2): 7K 120 mL J T
7 & h=RJ/L(HPLC H)80 mL ZIE & LT,

K M O R DR R (1000: 1) : 7K 1000 mL Mz Oz
I mL ZIRA LT,

BEERIR . AT NSO U NFERE R 44-0 =)

JR=UREL TR 12,5 mg ZHEFEL . N,N-U AF L
RNVATINZIMA CWMLIZZT Eh= L
(HPLC )T 250 mg/L ¥z il /a7y
v BV K SE e LA a7 D ) LT 10.0

mg AAEFEL . AZ ) — /L THEL T 500 mg/L ik
ARz,

PRI AR AE VA 1 4,4'-2 = b L X =) R HE R
W% 7 2h=RrJ/L(HPLC ) TARL T 1 mg/L &

71

AR LTz, a7 ) ABRER G e AR ) — )L
TARLT | mg/L iz L7,

@ HE

AR E Y A4 — T 25 digital ULTRA-
TURRAX(IKA ¥ 73 i)

0y BfER - H-107DF } O H-80Ra( = 27 - i)
RE O BL(AT v~ 7 i)

n—%—xT/NK L —&— : N-1300(E 7L Fi 1k

Ak i)
LC-MS/MS  (HIESA: « % 1-7)
K OE A A—T]—
MS Triple Quad SCIEX
5500

LC ExionLC AD | SCIEX
F—ZHLE | Analyst SCIEX

@ E&E

44- = b AR = ) FEERER G K N1
7V UEERKE KK O TE F=RM) LD
JRIEG3 - 2) TR LT 0.125, 025, 0.5, 1, 25
J N5 pg/L DIFHERIK 2 LTc, Z OWHR S
uL Z LC-MS/MS IZIEAL T, fHonicr—7
mfE A D CTRER A ER Lo, BB S
uL % LC-MS/MS I[Z{EA L, FREHMRD D Hax ik
BRIEICE VD 44- = b nn=1 RO
R7Y ) o DERERIE LR,

@ USRI Y

MEH10glz44-U= b =1 RIFMA
FEYEA (1 mg/L)100 pL[7 & b=k U /LIRHK]
KOo~a 72 7 I EREE (1 mg/L)100
uUL[ A &/ —WIERI =L, L <IRE L7214,
30 43 FRTIRIE L 72,

® BRI O
Bz (1 1-7)



44-C=ra A=) REOANE TV )
BN L T2 h= MY LTHHEL, ~%9
YV CHe L72% . LC-MS/MS CTEE M OEE L
77

ABF10 g & 250 mL &R H AR URIZ & D I |
7 b= b UV RGN0 mL M OV
KT U 7 A 20 g #MMATM%, REDT
AW —T 1 B L7z, 3000 r/min T 5 47 fH
mOSEELZ%, T b= U ABEREAS
L7, BEWICT ' = hULFRHEEER
B )40 mL 202 5 3k & 5 L. 3000 r/min
TS5oMELTEEL-®%, 7 b= ) VEAE
fate A L,
b. FEf

a CHLNTAREEDE, 7= UL
fAFI~4 2 100 mL 2Nz 5 R & 5 4.
T7Er=FUVEE 200 ML BEET 7 A3
LV T RN= MU VGBI CTER
L7, fhHE 1 mLGUEF 0.05 g fHY4) 2= L& 1T
SRL, B—% U —T /KL —%—(40 C) T
FH A %l U AT IR %

brE L7, BEMEARKERTE =1 I LD

MEwzlE L, =i T

BIRGB : D)ImLIZWEfR L, AT T T 404
—TAHBELIEbDERBIRKE Lz,
©® 2 PEREAT SR

5D W 2 % G E R PRI FE(10 pg/kg) T
ZG PR AR 2 e U 7o, B PEERAN  A
RZ A A8, 1 H 1EIQ U7, 5 HE O
SYINIVEBRZATUN, BMERE /N T A — & &3
L7,
8. ERXVVU,TFIBRVRN, FIVUROYY 2

72

A5

© K - ik
TRV MY SRR EEAE G U 98.7%
(Dr.Ehrenstorfer %)

ZYus R A F R LR (100 mg/L) : il
100% (Dr.Ehrenstorfer £%)

FTr AREYES, K 86.1% (Sigma Aldrich HY)
PV~ AT RID LHEAEYE G 79.6%
(Dr.Ehrenstorfer )
Th=Rv R AR (B AR

A% )—)v:HPLC H (B3 -5)
WEfE T =0 I Rl (B U b8

=R P N-Eo LR R EARI=

ﬂé

717 25 Oasis HLB(200 mg/6 mL, Waters %)

7T ER=RL R OKDIEHEO:1): 7 =RV
900 mL &% UK 100 mL Z{EA L7,

KB OAZ 7 — )V DIEHR(1:1): 7K 100 mL fx RA%
/—/V 100 mL &4 LT,

1 mol/L FEEAT &= LV : HEfE T > B =T
154 g &Y, KEMZ THENLUIEMEIZ 200 mL &
L7z,

2 mmol/L FEEE T &= AFEHE : 1 mol/L BERE T
T AIRHE 2 mL & OVK 1000 mL Z2{EA LT,
TEAETEUK B 1 2 T N KRN E i 2K
21.0 mg ((EFR T 20 mg AHY) ZREFEL, AX )
— )L CEHRLC 1000 mg/L IEiEE L7, 79
oY REREFRIT TR D 100 me/L RiRE AL
Too 7TV A BEHERLKY 29.1 mg (T3 A 25
mg A1) BREFEL . AX ) — L CEfEL T 500 mg/L
B R LT,

PV~ AT F N AEEERER K 32.3 mg () /
~ AT 25 mg ARY) TREREL . AX ) — )V TERL
T 500 mg/L iR Z TR LT,

TN A EPRG - & R B YR R, FY R
PRUEIRIR . T AR S OH ) )~ A AR



e R 2 AL ) — )V AL T 0.1 mg/L {BA IR
IR,

@ HEE

K E YV A4 % — T 25 digital ULTRA-
TURRAX(IKA ¥ % /3 )

LC-MS/MS (HIESRM: : & 1-8)

*OE A K A—T—
MS Triple Quad SCIEX
5500+ QTRAP
LC ExionLC AD SCIEX
T —XALE | Analyst SCIEX
Q@ E=

FRVUBEIFR, T v R
TV~ A T UBERERR AT e v Y
JFika A S 7 —/THRLT, TR,
FIT U ROBTHr Y RIZoWTIE 0.1, 0.25,
05, 1 X225 pg/l, U /<A 0220 T
1% 0.05, 0.1, 025, 0.5 X" 1 pg/L OIRAHEHE
Wik ERE L, ZOWiHK 4 uL % LC-MS/MS
ICHEALT, oz —7 iz v TRl
B A ERR LT, REBREIR 4 uL % LC-MS/MS
WCHEA L, BEHR» SR ERIEIC LD £
X, I PV AT UKD
ey ROoGEEZRM L,

@  WwINEKE O TR

TRV, FTTUURRTHr Y RiZo
WO, BB 10 g (ICESINARE HEYRWE (0.1 mg/L)
0.5 mL[A %/ —iEiklzdimL ., K<EEL
7. 30 RE Lz, YU~ lo
W, FRUEE 10 g ICES AR HEYRWE (0.1 mg/L)
02 mL[A %/ —iEiklzwimL ., K<EEL
Tot%. 30 7 MIAE Lz,

® BRI O

e (12 1-8)
TR, FI VIR
KTy RN T7E h=F ) VKD
KOBHKO : DTHIH L, Ye=rX B -
N-t=rvel FOEEGEKRI =0T L TH
fL7-#%., LC-MS/MS TERKOHER LT,

a. fility

FEF 10 g & 250 mL &8 AR VRIS &Y By |
7 b= N UK OKDIERO : 1)60 mL % Al
Z Tk, BREDTF AP —T 30 HREHEE L,
AHR(EARE 60 mm, GFP, Ml ILEERTEL) 2 H
Tl Al L7, A EOEREME T =
UV ROKOIRIRO : 1)60 mL THIFL, A
% 200 mL RE&7 7 A3 Z/{bE T, 7k
b= F UV OUKDIERKO : ) TER LT,

b. i

FhH 10 mLGREF 0.5 g AH24)I2/K 15 mL
Z. YE=ARUEUN-bE= LR Y Fodk
EAIKI =4 T L [Oasis HLB(200 mg/6 mL)]
(HLHENPCHTEF=FY L 5mL KUK 5 mL
TEWH LT DONZAM LIz, KERAHZ ) —
JVOIERR 2 1)10 mL THF Lictk, A%/ —
b 10mL THH Lo, Wi~ 10mL A&~
TAIHRY, AX ) —LVTERLEZLDE
AREBRVAIR & LTz,

© YV

HWOFHRZRIT, EERMRE (Ex
Yo, TV RTYa Y RIZoWnTE S
uglkg, VU <A 2O TIE 2 ugkg) T
ZY MR R A S U 7o, B Y MR REAT T A
R4 A2, 1A 1A Q2 PHT). 5 A
By mMIVEBR ATV FHERENT A — 2 Z7F
fili L 7=,



9. ANANRYLVSHE

O #RE - Rk

TIPS VEEYE S 99.4% (BE AL HY)
TR R R (B b )

A% ) — v :HPLC F(B b5 5Y)
HEfE T B =0 A Rk (B L5

FIE2TFT NI I BT NI =TT A
InertSep C18(1000 mg/6 mL, ¥ — =T /L AL X
%)

KK OAZ ) — /L DR (8:2): 7K 800 mL Jz "MAX
/—/L 200 mL ZRA LT,

AL )= K OUKDIRHK(8:2): A% /—/L 800 mL
JOVK 200 mL Z{RA L7z,

1 mol/L WFEET &= MK  HEIR T B =0 L
154 g # &0, KEMA THENLUIEHEIZ 200 mL &
L7z,

2 mmol/L HEEE T &= LNEHR : 1 mol/L HEEE 7>
F=U AR 2 mL & OVK 1000 mL &R A LT,
FEMEHR - T /S VAR HE S 25 mg AAGFEL . T
TR TERMEL T 500 mg/L ¥k &2 TR L=,

BN AR HE VAL - L R VAR R 2 7 R b
TARL T 0.2 mg/L Az 8L 7-,

@ HEE

K E Y A4 % — T 25 digital ULTRA-

TURRAX(IKA ¥ /X i)

o—& Y —x KL —&— : N-1300C L B4k,

bR L)
LC-MS/MS  (HIESA: « % 1-9)
*E A 5K A—F)—
MS Triple Quad SCIEX
6500+
LC ExionLC AD | SCIEX
T —HMLEE | Analyst SCIEX
@ E&

74

TNV N Y VAR R & A & ) — )V R UKD
RS - 2)TAHAIRLTO0.5, 1, 2, 5SKU10pug/L
DOEFEERREZRE LT, ZOWHK 4 uL % LC-
MS/MS IZHEA LT, btz — 7 mfg4x A
WTHREMRZERR LT, RBREHE 4 uL % LC-
MS/MS (ZIEA L, BRESED D e i SR IE I
KA NOGEEEZRT L,

@  TIMEREL O FH R

FUBF 10 g (U AR MERS IR (1 mg/L)0.5 mL[ 7
v oI ERmL, K<EA L%, 30 4
i E LTz,

® BRI O
B (X 1-9)

TNNY NV ERENS T ' N TR L,
F RTINS Y BTV =T A
TR L7=t&. LC-MS/MS TiE & & OHER L 7=,
a. i

B 10 g & 250 mL AD L AR Y HRICE 0 B
W, 7 F 100 mL 21X 72, REZSFAF
— 7T 1 o Le%, AHR(EA: 60 mm, No.
4, HilLEERTEY Z W C S A L2, A
FoERBWE T2 2 50mL TS L, AiRE
200 mL AEE7 7 A3l ZhbE T, 7k b
TER LTz, MR 10 mLGUEF0.5 g F1%) % 72
THEZ7 7 AZHIL, m—2 Y —x /KL
— X —(40C)THK 1 mL F TME L7,

b. fEH

BRRIZAK20mL 2 MZ, A7 XTIl
e U BV =57 A [InertSep C18(1000
mg/6mL) | (BT AZ /) —/L 5mL UK
5mL THHF LI b DO)NTAR Lic, KEDA X
J —)VOIRIES : 2)10 mL TG L%, A
J =V ROUKOIRKES = 2)10 mL THH L7z,

BEHIKRZ 1I0mL AR T 7 AR, AX



— VR OKDIERR® = 2) TER LTz b D%l
iR L Lz,
©® ZH R AR

5 D 15 A % 6 G FEVE MBI FE (50 pg/ke) T %
WA AR 2 b LT, S MEERAE A R
7AW TR LEIQ OHMT). 5 ARORS:
PIVERZAITV, AVERE/ST A — 2 Z R0 L
7o

10. ~VARIS3HTIE

OR- % - v/

cis-~L AR AR AEN, AT 99.8% (& L7 AL A
FAliE T35

trans-~~ L AR AR AE b WEE 98.3% (& -7 AL
LFDEHISE TR

TER=RNI TEIN VEZTFNLT—T ~F
Yoo B R (B b )

R (ol WIVRNE S I E )

E KR TR 2 PCB 4347 (BE AL 2 )

AT Lo~ T TT4—HERT AR~ T F D L
(ki 150~250 1 m): Florisil PR(7% 58 B 38 |
B L7 AV AT

~FH AT =RV 7 ER=k/L 500 mL
ENFH 100 mL ZIRA L, 5 0 HIREO B FHEL
TT7b=RIVEET LT,

AEP RN =T )L —T )L DIRHR(85:15) : ~
X9 850 mL N =F/)L—7 /b 150 mL %
RELZ,

FEAE IR - cis-~ LV ANV AR UE ) 25 mg ZFEFR
L. 7R CIAfEL T 500 mg/L A2 LT,
trans -~V AN REEL K 25 mg AAEFEL ., 7 &R
VCERfEL T 500 mg/L iR A TR LT,

TN R YETRIE - cis-L ARY A HE JFU By OF
trans -~ VAN UAEHERHR A1 1 CIREG ., 7R

75

THIRL TV AR ELTO0.5 mg/LiIRETAKE
FRHEILT-,

@ HEE

AE Y A Y — T 25 digital ULTRA-
TURRAX(IKA ¥+ /<)

w5y BiERE © H-80Ro(= 77 4l

RE M ELAF Y~ 7 iy

n—% U —xT/NK L —&— : N-1300CE 7L Fi 1k

A i)
GC (HIEZRAM: : % 1-10)
% @ ES A=
GC Agilent Agilent
6890N Technologies
F—& 4L | ChemStation | Agilent
Technologies
@ T

cis-~L A N U HEHEIRE X O trans -~/ A
MY CHEREREEZ 1 2 1 TRA. ~X % T
FIRLTULA RY LTS5, 10, 20, 40 &
V60 WL DIRASIEERIR AT LTz, Z OB
1 uL % GC - ECD IZ{EA L T, 557z cis-
VAR D trans -~V A N DO — 7 H
HOG®EEH W THREMRZER LTz, RBRE
W 1uL % GC - ECDIZIEA L, ME#o St
BMERIEIZLV VAN oG EZR L
776
@  WwhEEO TSR

B 5 g ISR HERIE (v A R U &
LT 05mgL) 05 mL[7 & bR EIZTRML,
K <IBA L7z, 30 5fMiE L,
® REREEOTR
W (B4 1-10)

SN A RN CERENLL T N THIH L.
AFYUTERELE, ~FY /7 R=1Y



Sy B CHLAE L.
7 LATHRE L%, GC-ECD TE&
a. filit

S g2 250 mL &A1 AR U HRIZ & D HLY |
7' Ry 100 mL 21X 7%, REVFA P —

S L7z, 2500 r/min T 5 4y fHlE

SEELT-R. BiEEMmEAE LT, REWIC
TEMSOMLEMZ, BE SHEAEHNTS
& 5 L. 2500 r/min C 5 5y D0 L7z
%, Lixftesitd Lz, A% 200 mL &

B 7 AAHEbLET, TN TERLT,
FHE 20 mLGREL 0.5 g #H24) % 20 ke k2 43 B
L. #{EFT MY 7L 10 g, 7K 200 mL JZ O~
#2100 mL 2z, #RE S HEA HWT 5 5/
Lo L, BMRAER, ~F ¥ EEx oI
L7, KEIZIE~FY 2 50mL 2%, FEEIC

ReoL, ~FIVUEEmiT 2 8EL ik

BLl, &~ rBaRkmgErh) va
# 50 g DT Ailgsa WV THKAE L

Hittge A2 ~F 2 20mL THF Lz, A
BRI 7 I AICHRLE, r—F Y —x2AN
AL —4%—@0C)TH SmL ETRME L, =
DR % RS LTtk ~F 4 25 mL
KONFH Afaf7T & h=FU/30mL &I,
RESHEHNTS oIS O Lic, BIRFAE
%, 7= I IVEERRTIET T A2y
WMLz, ~FH @iz~ @iyt
=hUA30mLEAZ, FERICHEEES L, T
F=FUNEESIT DB EZ VIR LT,
TEr=PMINEEEORTIET 7 A3ZH
O, B—F U —x /R L —# —40°C) TlEAE
HolE L, S|IE CEFZN A &l URIFIRLE 4 R
KLz, BEWME~FTY L 5mLICEM LT,

BT A~ T X T Lh
L7

)L)

/I_)

b. kil

76

THONTERE DT L a~ 7T 7 4
—HERT AW~ TR T LT M(HBNLE
DN 1Secm D7 a~ b7 7 LEIZ
5~k ABRBIETCREL, REICE
KHEEET R U T A 1 g ZFEE L2 b O)Z AR
L=,

Florisil PR

AFX YRRV ETFLT—T VDR
#(85:15)70 mL T L, REHKE 2T 7
TR ST, B—HFV—T NRL—H—
(40°C) TiRfEE L, S|IB CTER A A &8 Uik
R A BRE LT, BB EZ~F ) 25 mL
(VIR L=t O % R BRIsIR & LT,

® 2 Y PERTAT SR

55 O i N % 6 G2\ Z SR YRR FE (50 pg/kg) T %
M A R & K L7, SR A R
T A AZPEV, 1 H 1@ OHT). 5 BREORSY
DIVEBRZITV, AMERE/NT A — X 230 L
7=

1. T INAVRNIV KRBT IVARY L S3HTis
©  FH - R

T VRY REAE S M 99%(F L7 AV L F
ol K T 2

T IVAN) AEYE S AR 98.5% (Dr.Ehrenstorfer )
TERh AFY VT LT R
AR T (B ALY
TEh=R)JL A% /)—)L :HPLC A (BEH L HY)
T eh=RV R OVKDIERE(1:1):7K 500 mL KT
7Er=R/L 500 mL 2R & L7,

AF YRRV TF )L —T )L DR (96:4): ~
I 960 mL K N =F/LT—7 /L 40 mL %k
AL,

FI2E2TF N INAET VDT NI =H T A
InertSep C18(1000 mg/6mL, ¥ — =T /L A= X



%)

BT AT~ 7 32T 5I=T17 I Sep-Pak Plus
florisil(910 mg, Waters )

1 mol/L WEfET =0 LR - WER T E=10 I
154 g &0, KEMA THEPLIEMEIZ 200 mL &
L7,

2 mmol/L FFlAT &= LEEHE : 1 mol/L HElET
FE=UARIE 2 mL & OVK 1000 mL Z2{EA LT,
BB : > 7 V) AR YE KD 25 mg ZREFEL
TR TEHEMRELT 500 mg/L IERA R, 7
VAN AEYESKT 10 mg ZREFEL . 7R TR
fiELC 200 mg/L VA& LT,

TN FREEYRTR - o 7 VR AR HE R J N L A
R AEARE i %7 B R TARL T 0.05 mg/L 1R
BV TR LT,

@ &

KE Y A Y — T 25 digital ULTRA-
TURRAX(IKA ¥+ 73 #)

RE IH  EL(A X ~~ i)

0—% U —xT/NR L—&— : N-1300CK i{# b

et )
LC-MS/MS (JIESM: - & 1-11)
2 OE -V A—T)—
MS Triple Quad SCIEX
6500+

LC ExionLC AD SCIEX
F—H4LE | Analyst SCIEX

® TE&

IR EEFREN N7 VA N EE
WFRRZ T F= U LTHRL T, 025,

0.5, 1.

2.5 KON 5 pg/l OIRAIEAEVRIR & TR 5

L7z, ZO¥IR 5 uL % LC-MS/MS IZiEA L T,

Boni-E— 7 miEZ AW CTRERE 1ER L
72o RBRVAHE 5 uL & LC-MS/MS IZIEA L., 1

77

B DM RERIECID Y7V RY U K
V7NV A RN v OEEEREH L,
@  WwhEEO TSR

FEE S g \CHIN AL YA R (0.05 mg/L)1 mL[ 7
T MEKIZRIL, K<IRA L7, 30 9
& L7z,
©® REREIEOTR
M (M 1-11)

VIZNRY U ROTZ VAN CEREINS
TEMCSTHMBL, 2270 U by
UAFNI =T BROERT A B~ T R
UAI =T ATHER L%, LC-MS/MS TE
2O LT,

a. i

5 g & 250 mL A AR VRICE D BELY |
T R 100 mL Z Mz 7%, REVFA P —
T 1M L=, 2500 r/min T 5 4y fliE O
SEELT R, RIEZMR A LTz, REWIC
TERS50mLEMA, IRE OHEEHNTS 2
f#E L 9 L. 2500 r/min T 5 5yfliz.000 B L7-
%, L&Al Lz, A% 200 mL A4
B 7 AAZEDLET, TEMATERLE,
FHHE 2 mLGEREE 0.05 g A1) A3 D IS/ HR L
B—& ) —T /R L— & —(40 C) CHAETLE L .
BIRCER T AZE URTFIBREZRE LT,
BRWE T F= bt VU I KOKDIEIKA : 1)5
mL (2R LT,

b. fEH

A THEONTERE A7 T v U by
U7V =%7 2 [lnertSep C18(1000 mg/6
mL)] (HOMALHTER=FIASmL, T
b= UK OUKOIERE( : 1)5 mL THE L7z
LO)NZHAM LT, BLENEZTEN=FU L

K OUKDIRIK( : 1)5mL THEVW, WikaE 7 A



AR L, 7' F=RF U 15mL CHEH L,
OB T, BHREr—% U —T 3R
L — 4 —(40 ‘C) CIMFRzE L, IR TERAT A
il UM 2 RE LT, M E~x Y
VROV ETF T —T )L DIRHR(96:4)10 mL 12
BIRL, BT A~ 7R T LI =T A
[Sep-Pak Plus florisil(910 mg) (& 57> L ~F
2 10 mL TG L= b O)NAM LIz, ~
XY U ROV T LT — T )L DIRIE96:4)20
mL CEM L, WHIREZEOE =T, B
lawa—4 1 —x K L — 4 —(40 C) TR
H L, |ECEHRET X%l UBTRE L HE
Lic, BEMEZT7E b=1FY /L | mL IZHFL
7o b D BRIAIK & LTz,

® M VERAEER

5 D i P 2 b AT B YRR FE (10 pg/kg) T %
W PEREAGABR & FEhE L 7o, MR T A K
FA RN 1 H LEIQ OMT), 5 A OSy
IMIVEBR ATV, BPERR/NT A — X &3l L
7

12. TN=%T Uik

OR- % - v/

TINE=H U AT NV REYE G R 100% (7
AV DRSS A
TERR=RIL  ~FH o AF ) — )L TR RS
B (B R A b )

7 h=kJ/L :HPLC f (A5 5)

R Rl (BRI

HE KBl RU™7 2 PCB 4347 (B8 #i b 52 4)
AT T 7 4 F — :Millex-LG(0.2 um,
MILLIPORE )

78

T ER=RIVEEFIAF Y ~F e 200 mL &7
=RV GREE RHGABR M) 40 mL 2R G L. 5
S RHREIBHE L TAFT I EE BT,
AR )=V T B =RV DIRIR(3:2): AX ) —
V120 mL B OB h=RU)L (55 R RSB ) 80
mL Z{E5 LT,

KB O EEOIRIR(1000: 1) : 7K 1000 mL & Nz
1 mLZIEALT,

FEAEJR G . 7 L =% L U AT LI FERE LK 21
mg (7/V=F T2 12.5 mg #HY) ZAEFEL, A¥ /) —
JUCIAfRL T 500 me/L ARz L7z,

TN R ARG 7 N =% B HE R A AS ) —
LR ORTER=FILDIRIKEG:2)THIRL T 1
mg/L iR LT,

@ HE

R E V) A ¥ — : ULTRA-TURRAX T25 basic
(IKA ¥ v 38l

Oy B - H-80 o (22 7 W)

RE O BL(AT v~ i)

LC-MS/MS (HITESRAME « 32 1-12)

€= LY A—T)—
MS LCMS8050 S ERT
LC Nexera X2 s L E T
F—X4LEL | LabSolutions | Bl {EHT
LCMS
® &

TN =F MR A S ) =V ROT
th=hUVOEHEQG : 2)THR LT 0.1, 0.2,
0.5, 1 X2 ng/L OFERERERERL L=, ZD
R 5 uL & LC-MS/MS IZEA LT, &bz
E— 7 mEE O THRERZER L7z, R
R 5 uL % LC-MS/MS IZ7EA L, BEHRN D
o mEREICL Y 7 = v EAHE
H L7,

@  WwIEEO TR



EE 5 g ISR R (1 mg/L) 50 pL[ A
X )= VK OT ' h=hKYILOIRIKQ3 : 2%
RIzwmL, X<IRA L2k, 30 offiE L
77
® REREE O
M (1% 1-12)

TN=X v ERENPLTE =M LT
FH & Rl ~F Y T L%k, LC-
MS/MS T &} OMigRd L7z,

a. fifitH

kS g & 250 mL &S A AR U RICE D BY |
T =RV GREEEHEM) 30mL, 7
T = bk U LAfI~F 4 20 mL K OV /K i
FRU DA 10g BMATH, REIF A F—
T 1 oy #E L7z, 3000 r/min T 5 5y 05
BEL7-%., wEsmesBL, T =1
NVEE G LT, BB R OA~FHF T
T h=hUv GREEEGEM) 20 mL 202
5 MR E S L. 3000 v/min T 5 4y R5E Oy B
L7, EZHmesEL, 7T h=FrU L
JE %S E LT, A% 100 mL AR ®ET 7 A2
IZEDbET, 7' F=FVUL (GRE IR
M) TER L, filiik 4 mLGREF 0.2 g #H24)
ZIOmLAEET 7 A2ZERY, AKX ) —)LT
ERL, AV T T 4N —TAhAELED
D Z R & LT,
® 2 PERTAM SR

F DR 2 kG E BRI E 10 pg/kg T
WPEREM AR & FEhE U 7m, M ERE MY A K
T A ZHE, 1 B 1EIQ PHT). 5 AROSy
MIVEBRZITV, AMERE/NT A — X 23l L
77

13. DDT, ARV R OTAVRY v =R,

79

NTEZIANV R ONTZIa VI REVR,| -
HCH, B-HCH I NZ v -HCH 4341k

@® ik

o,p-DDT FEHE N i &£ 97.6%(Dr.Ehrenstorfer )
p,p-DDE FEHE 5 - il & 99.9% (& L7 A /L A Fn il
B3y
p.p-DDD #5 #&
iR
p.p'-DDT AZHE i : #iE 99.4%(Dr.Ehrenstorfer fi)
TIVRUFEYE S - #EE 98.0%(Dr.Ehrenstorfer )
T A VR Y BEUE T i 99.9%(Dr.Ehrenstorfer
%)

TURUAEARES, i EE 96.5%( Dr.Ehrenstorfer fi)

B -

ih A 99.5%(8 7 AV AF0E

o

N a )V FEAE S HLEE 99.3%(Dr.Ehrenstorfer
%)

ciss~ 7 X 7 m )L TR R B UE
100%(AccuStandard %)

trans-~ 7" A 7 1 L TR & o KPR UE
99.1%(Dr.Ehrenstorfer )

o-HCH #E Y i -
B-HCH & 5 : i 97.7%(Dr.Ehrenstorfer f)
v-HCH FEYE i i iE 98.8%(Dr.Ehrenstorfer )
Ter=RIL TR VEF =T L T
Tro R RS ] (B U b7 )

HEALT NI 2 R (B AL )

HEZKARER TR L PCB 2347 H (B B b 7

AT LI TT 40— BT AW~ 7 R L
CKif% 150~250 pm):Florisil PR(7 S K380 |
RS VSN S

~FH AT B h=R)L T ER=RU)L 500 mL
ENFHY L 100mL ZRA L, 5 D RIREO R EHEL
TT b= NVEE LT,

X PRV =T LT —T L OIRIK(85:15)

i
;R

#liE 98.6%( Dr.Ehrenstorfer )

FH 850 mL N F )LT=—7 /L 150 mL %
BEL,



FEAERUHK - 0,p'-DDT #J 25 mg ZHEFEL . 7&RT
AR LT 500 mg/L ARz L7, [RERIZ p.p'-
DDE f5#E8h p,p'-DDD £E#E 5 p,p-DDT £ ¥
TIVRY AR, T VR AERE R, R
KRR, ~T A7) VAR HESL | B-HCH AR S e OF
y-HCH £ 25 mg ZHEFEL . 72 b TR
LT 500 mg/L ikZEFLTz, cis-~T"Z 7L
TIRF U RNIEUE S | trans-~ T X711V TR U REE
e K Y - HCH AR HE S KD 10 mg ZAEFEL . 72 R
CEREL T 200 me/L ik & TR LUTZ,

TN P RS HE VS 3% 0,p'-DDT #ZYEJF % | p,p'-DDE
FEYEIF IR, p,p'-DDD FEHEJFIR, p,p'-DDT FEHEJH
. TR AAEREIRIR, T4V R AR, —
VRUAEHEIFUR , ~T B2 70 VAR R | cis-~
TH I TARX U REE R, trans-~7 X 711
TRF T RIEAE UL, o-HCH FEYE U, B-HCH 12
YR S OV y-HCH R MU A 7 £ b TARL T
1 mg/L IR G TR R AT T2,

@ &

KE Y A Y — T 25 digital ULTRA-
TURRAX(IKA ¥ ¥ 73 )

Dy B © H-80Ra(= 7 Yo i)

e IHE  EL(AX Y~ /7 )

n—4 ) —x /R L — & — : N-1300(F L # Ak
At )

GC (UEZRME : % 1-13)
% S A—T—
GC Agilent Agilent
6890N Technologies
F—4 ML | ChemStation | Agilent
Technologies
® EE

0,p-DDT £ ¥, p,p-DDE FE¥ERUE, p,p*-

80

DDD ZE#EJF%, p,p-DDT EH#EFK, 7V KV
VIEERR, T 4V R SRR, = K
U UEHERGR, ~T7F 7 a VEERGR, cis-~
a7 TRy REEERER, trans-~T7 4
7\ R Y FARHEIRHR . o-HCH AR YR
B-HCH HE U % Y v-HCH FEHEJF R 2 1R A .
~AFHUTHRLT 025, 05, 1, 25 XS
ug/L OIREFEERR 2R L=, T OWIK 2
uL % GC - ECD (ZIEAL T, fFboinice—7
S E AN THREREZIER L, HBAK 2
uL % GC - ECD IZ¥EA L, MEMHRH» O HxHR
BHEIZE Y 0,p-DDT, p,p-DDE, p,p-DDD,
p.p-DDT, 7V RV T4 K) 2 =R
Yo, ~"THE7a)l, cis~F X7 a)TRE
v R, trans-~7" % 7 v )L =RF T K, o-HCH,
B-HCH K (N y-HCH D& B R L,

@  TIMEREL O FH R

B 5 g ICUSIN AR HEVS IR (1 mg/L)S0 uL[ 7 &
MR EZTRINL, K<BE L%, 30 i
& Uiz,

©® BRI OTR

W (4 1-13)

0,p-DDT, p,p-DDE, p,p-DDD, p,p'-DDT,
TRV, T4V RY Y, =R~
THE T ) cis-NTH T L EIRE Y R
trans-~~7 % 7 v )L =R ¥ 2 K| o-HCH, B-
HCH & OY y-HCH Z 3Bl 5 7 & ko Thlt,
ANFY AT LT, ~F /TR R= Y
NGB THAE L, BT A~ 7 X T L0
T LTCH L%, GC-ECD CTE®& LT,
a. filit

RS g & 250 mL AR AR U RIZ & D HLY |
7 M 100 mL ZMNZ 7, BED A Y —
T 1 MEEE L=, 2500 r/min T 5 43O
SEELTR, RIEZRE A Lz, FREWIC



T b SOmL EZMZ S REEE S L.
2500 r/min T 5 syfdi O BEL 72, BIG &R
A LT, A% 200 mL BHE®ET 7 AT
Hb¥ T, TEMCTERLE, MK 20
mLGUEF 0.5 g #H2) & i r B L. ik
7 hU A 10 g, /K 200 mL O F 42 100
mL 2z, EE AT 5 ofEL 9 L
7o WREHER., ~FFUEE SR Lz, K
JEIZIEA~F T 50mL 1A, [FERICHIRE 9 L,
~EXYUEE ST OBEAKRY IR L, 42
~F A BOKEREE T N Y LK 50 ¢ 2D
HioAlgmE AW THKABL, Ailg Ea
AFH L 20mL THNF LT, BARE LT
FJAaZEZF, n—F ) —= AR —F —
(40°C)T#J 5 mL £ TRMi L7z, ZOWKRE
WRFIZB LItk ~F P 15mL KU F 4
vEafn 7 b= MU A 30mL A A, IEE O
ERAWCSoMIEE 5 Lz, Bk ER. 7k
F=RIUNVEEZRTET 7 A2 HLT,
ANFY BT UMY F= YL
30 mL ZN%x, FERICIRES L, TR F=HFY
IVIEE ST D EE 2BV IR LT, T R
= FINEEREDRTIET 7 A3l bY,
n—4Y—T/NNKL—&—U40C)TH 1 mL
THME L, BIRCERY A %@ URFRE
bRELTZ, BEWE XY S mL AR LT,
b. FE

A TCHONTEWKEN T LI~ NI T 7 4
—HERT AR~ TR TETT N(BHOENT
RN 1Secm DY v~ 275 N2 Florisil PR
5g A~ T BB IETCREL, EEBIcmE
KEEEET R U T L5 1 g ZFEE L= b O)C AT
Lictk, ~FH o ERvZTF L —T VDR

(85:15)70 mL THH L. i x 2T~

TAAZHoT, n—F Y —Z AR —HF —
(40°C)TH) 1 mL ETHRM L, BELTERT X
U frIRE 2 RE LT, BEWME~%
Y10 mL SR L72 b O &2 BRI & Lie,
© YV

D W 2 56 G E R PR 2 (10 pg/kg) T
ZY MR ERBR 2 S U 7o, B Y MR T A
R A A2, 1 B 1EQ PHT). 5 BE O
SIMIVEBREITV KRN T A — 2 &5
L7z,

14. PCB 43#ri%

O #RE - Rk

BP-D7 #E % & #(PCB28, PCB52, PCBI101,
PCB138, PCB153 J% (" PCB180 % 10 pg/mL,
WELLINGTON LABORATORIES %)

MBP-D7 £ % ¥ {#K([13C12]PCB28,
[13CI12]PCB52, [13CI2]PCBIOI,
[13C12]PCB138, [13C12]PCB153 K [6)
[13C12]PCB180 # 5 pg/mL, WELLINGTON
LABORATORIES )

MBP-19 #% % % #%(50 pg/mL, WELLINGTON
LABORATORIES %)

MBP-70 % % ¥ (50 pg/mL, WELLINGTON
LABORATORIES )

MBP-111 £ %€ % #%(50 pg/mL, WELLINGTON
LABORATORIES )

MBP-159 #2% % %5 #2(50 pg/mL, WELLINGTON
LABORATORIES %)

MBP-170 #% % ¥ #% (50 pg/mL, WELLINGTON
LABORATORIES %)

TH )b NFH U H AR AT (B
T AV DTSR L)

T R R (B R L )



IKEBAE AV I Rk (B B b2 )

KRR TR 2 PCB 4347 (RS HA L 52)

N7 L0~ T TT7 40— RERT AR~ T T L
(ki 150~250 um) : Florisil PR(7% 4 2505k A |
B L7 AV AR

Tmol/L/KEE(L A VD LDTH ) — VIR : KR A7
U 56.11 g &Y, =& ) — L ENNZTHENLIE
€Lz 1000 mL &L7=,

FRYESE - BP-D7 AR Y 1| mL 28V EY, 70
VCEREL T 500 pg/L Ak AL 7z,
PAEHE IR : MBP-D7 VA 1 mL 220D,
FH TR T 500 pg/L IWiEA L7,
WAEHE( Y P A SA D) IR : MBP-19 AR HEER R 1
mL Z&VIY, 7 TREELT 500 pg/L Wik
Z R B L 7=, MBP-70, MBP-111, MBP-159 & O}
MBP-170 [Z2WThH [RIARIZ 500 pg/L ik 2 i il
L7z,

IS REHEYRIK - BP-DT A YRR A 7 712 CAiR
LTIl pug/LIEELE N0 peg/L ke LT,
AN NAZ HES 17 - MBP-D7 BEYE U 27 A1 C
FRLTI10 pg/LisREFHRLT-,

TN NAEAE ) D A3 A 2RI : MBP-19 12
YEF 75 . MBP-70 A7 HE[UHE . MBP-111 A7 4E U
MBP-159 FEHEJR K& Y MBP-170 A5 YK A T
o THRLT 10 png/L BBk Z R,

@ &

o,

)

BHTAEE © GA-13S(\W 9 SRR
fRE DM EL(AX Y~ 7 1)

m—& ) —T R L— & —  R-200(4 H R

GC-MS (HIESM - £ 1-14)

O A 5K A—T)—
MS Agilent 5977A | Agilent
Technologies

82

GC Agilent 7890B | Agilent
Technologies
7 —H L | GC/MSD Agilent
ChemStation Technologies
@ Tk

BP-D7 #% #EJF ik . MBP-D7 PN A% ¥ 50K |
MBP-19 WEEHE(S Y > 234 7)JF k. MBP-
70 NAEHE(S ) o 284 7)) EiK ., MBP-111 N
FRAE(S U A NA )RR, MBP-159 PR
() D ANA 2R KT MBP-170 AR 3
(VU PANRAL DR ET 1 THRRL., 0,
2, 10, 20 TN 50 pg/L [PNAEHETA IR IR B X YW
FEHE(S ) o AN IOEIRIREE 10 pg/LINEE
WRAEERK AR LT, ZOWIK 1 ul &
GC-MS |[ZIEAL T, BonlzNiEREO ' —2
AR KT DG E O ¥ — 7 O & H
WTHREMRZERR LT, RBREHE 1 uL % GC-
MS IZHEA L., BEM» D NIHERELEIC LY
PCB28. PCB52, PCB101, PCB138, PCB153
N OVPCBIR0 DEEAFM LT, SXIGMEIC
RIS D NEEEMEIZRO®E Y,

XHRWE | NEERE)E

PCB28 [*C1,]PCB28

PCB52 [*C1,]PCB52

PCB101 ['*C1,]PCB101
PCB138 ['*C1,]JPCB138
PCB153 [*C1,]PCB153
PCB180 ['*C1,]PCB180

@  whnEe o L
0.07 pg/kg WM = #RE 1 g IR AAEHERR TR (1

ug/L) 70 uL [T 7 ¥R =ML, L<IBA L
Tot%. 30 ZrRIAE Lz,

0.13 pg/kg WM = 3URE 1 g (RN HAE HERR TR (1
pg/L) 130 uL [7 7 K Zdmm L, K <EAE
L7-t%., 30 rRIAE Lz,

0.2 ug/kg TN = FEE 1 g ICUSHIHEE HEVE TR (10
ug/L) 20 uL [T 7 R L, L<IBA L



To%. 30 57 fIRE LTz,
® BRI DT
M (1% 1-14)

AEE Imol/L KLV v LhDxTH ) — )b
Wi T Afb L 7= #% . PCB28, PCB52,
PCB101, PCB138, PCBI153 }2 (*PCB180 &~
hrTHtL, A7 Aae~ T T 0 —H
BT A B~ 7 R 7 SRS 150~250 um) T
L, GC-MS TiE &M OER L7z,

a. fifitH

B 1 g &2 300 mL BORTIE Y 7 A2 |l&
DELY . 10 pg/L WEEHEERHE % 50 L IIN(E#4
TR 10 ug/L) L7=%% . 1mol/L KEE{LH Y o7 LD
TH ) — IR 100mL Z 0%, K 90 ‘COKIE
T IRERINBVERE LTz, 97 7 XA a2 =ik
IR L7Ztg, ~F¥ 2 100 mL Z01% 72, ke
Al L Th b Lok 100 mL % A7z
500 mL Z3iEim=HZB L, #ik& 5T 10 iR
oL, IV UEe oL %< kik
WL, BEOKEEEET MY U ATHAKAE LT,
A —2 ) —x /R L—F—40 C)THK 5
mL F CTHRUERME L 7=,

b. AR

Bk is T rra~< 7T 7 4 —HEK
TAB~ T X T LT L O TDNEE 2.0
cm D7 v~ k7 Z LEIZ Florisil PR 20 g %~
Y TBATHELIZbDONAM Lz, 23T
7 F AaAWNE~FH K 2 mL T 3 ARV, B
W% 717 DAL LT, ~F 2 200 mL TH
ML, RIET7 I Aaicxzidz, wWHiRZEn
— XY —T/URL—X—(40 C)TH 5 mL £T
WIEREM L7z, 5000 10 ug/L RAERE(R Y

VAN DNRETRHE 50 uL Z AN A E

83

VEIWCREIRES Lic, T 7 7 A aN%E
~FH ) 1 mL T 3 EEV, ERE AR Y
Blzhbt, BIRTEETAZBELTCS0uL £
THHE L, s & Lz,

® 2R AR

RO A 2 et BT HEAEE D 0.5 5, 1 5RO
LS f5FE Y (4 0.07, 0.13 X Tr0.2 ng/kg) T4 1k
FEAMRRER 2 SE6E L7=, 1 B 1[El6 0ffT), 3 B
DI PINEREZITV, EHERENT A —F %
Ml L7, Feds. REE Y v AL —Hihik
ICEVHELZEZ A, 1.3g/100g TH T,

C. BREUVUBEZ
[4&Fn 2 E ]

1. B E

(1) FAITUHHTE
O EHRE

7T v 7B R ARG ITIEICIE S THfT LTz
EZA, suw N TARICEREGETS
E—2 i3 S n ot (K2-1),
@ HE., HMTHE R OENKEE

BHIE, HMTHEE L OENBEOREE £ 2-1
(ZR LTc, BEOREME (70~120%) KO
EoBEME (PHMTHEE 15%RKH, ENFEE
20%A) AT LT,
@ WE~ R v 7 ZOWE~DFE

ISR Lo T,



@ HEMROERME

0.00025~0.005 mg/L O % T &R % 7EAR
U7z, RERHK2>0.992 & 720 | BAfF /2 EAE
BEFELNT,
® EERR

TR R & VRN L 7 RN 45 5
N —271XSINZ10 Th o7,

T DORERNS . AGERITA O N A Xt
Gl LI ERRA 10 pg/kg TOERE O E LT
HETH D EFM ST,

(2) ANVTFEANE TV 53Tk
O B|PE

7T R R R EICE > Tt LT
LA, suvw NI ALICEREET D
v—7 i 3m s no7e (M2-2) o
@ EE, OHTREEE R OVE R

B HMTRELOENEEOE R K22
(R LT, BEEOHEME (70~120%) K OF
FED BREME (DT EE25 %A, BN 30%
i) Atz L7,
@ HEF~ N v 7 ZAORE~DFE

HEF~ MY v 7 ZAORE DB DN T
A Lo Tz,
@ RERROERRE

0.00025~0.005 mg/L O % T &R % 7EAR
U7z, RERRE /0999 & 720 | BAF 7 EAE
BEFELNT,
® EERRR

TR R & VRN L 7 RN A5 5
N —271XSIN=Z10 Th o7,
INODRERNE . AREII O & xt
L L LI ERIRA 10 pglkg TORERE SN E LT
HHETH D LA S T,

84

BTN

BEICIRE T 2RI, BRI XX EY
EIGL OB THDWEORBIE (FAk 17
R 0124001 &) THPLCIZ X 28 A=
mEDO—FIHE T (BAKED)

H

& A

(3) 4-epi-7 VT RFH ATV R d-epi-FF
NP ATV S HTIE

PR

7T 7R B RO HTEICE S Tt LTz
EZA, Iu~vw T A EICEREET D
E— 7 It &N nots (K2-3 KO 2-4),
@ HE., OMTREELXOENIEE

HIE, HTHEERORENBEOREE2E 2-3
KO 24 1R L, BEOHEME (70~
120%) K OFREHE D BAEME (DFTREEE 15% A0,
EWNREE 20%AT) A7 Lo,
@ B~ Y v ADORE~DEE
AEt~ FY v 7 ZORE~DEEIZDONT
ITRE L o7z,
@ MEMROBERRE
0.0005~0.015 mg/L. DHEiFH CHEMRZ /ERk L
Too REFRE2>0.998 & 72 0 B 7R EARE S
b7,
® EERRR
EERBFBEDO~ N v 7 ARNMEAEIR
MH/FLNTE—27ILS/INZ10 Th-oT,
INODRERNE . AT F O A % xt
Gl LTz deepi-Z BT R TV A 7Y 2O
TILE =R 30 pgkg, 4-epi-A ¥ 7 kT4
A7V AZDWTUIEEBS 20 ng/kg TOFEHE
e LTRYTH D LRl ST,

[5& k]
AR T D RS SRR XX B 4 A
EIML O Th 2WEORBRE X7

5“
o)



N A7V IuavT bTY AT 0 K
OT F 7% A7 U btk (BKED)

@) =vuerzudH v (FazaPi oo
) Ak
O BPRE

7T R R R ITEICE S T LT
LA u~w NI A EICEREZET D
E—Z 3R &N o7t (K 2-5 KON 2-6).,
@ EHE., OMTRELKOENEE
HE MTRELOENBEORBREELER 25 &
O 2-6 [TR LT, HEOREME (70~120%)
M ONEEE D BAEME (BFTHREEE 25% K0, =N
K5I 30%AT) Zife LTz,
@ B~ N v 7 ZAOWUE~
RE~ R v 7 ZOWE~D
ITHE L o7z,
@ MEROEIRE
0.00025~0.005 mg/L o i TH &R % 7EAR
L7z, DRERRE 50995 L7e v | BAF/REARE
DELIT,
® EERRR

TE & IR B 2 W U 72 Bl el 2 5 45 5
N —71LSINZ10 Th o7z,
INODRERNE . KRBT F DA % xt
L L LI ERIRA 10 pglkg TORERE SN E LT
ZYTH D LA S T,

B 3GN
BEICRE T 2 R SRR XX Eh 4
EI G DS Th 2 WE OBRiE (CFRk 17 48
BZHEF 0124001 5) TmrmrmF®ihio,
IV V= I Avuaxhrr e
=1 /AR A = I sh ARV NI = I S
o, X uuaxYrr FUTT AR,
IN7axY T ORIV AR UNE (B

85

IKPEW)) |

(5) Zun7Zxz=a—LVoHTiE
O BmPUE

7T v 7B R R HTEICHE > THMT LTz
LA, = T A LICEREET S
E— 7 3t S nie ot (X2-7) o
@ ERE,. OHTREEE R OVE NG

B JHTRE L BN E O R %2 £2-7
(R LT, BEEOHEE (70~120%) AU
FED HIEME (DHTRE10% A5, ENEE15%
Aii)  Zii 7 L7z,

@ HEI~ MU v 7 ZORE~DFE

REF~ MUy 7 ZAORE OB ON T
A Lo Tz,

@ MEMHROERME

0.0005~0.01 mg/L O #iPH T B & 1Bk L
7o RIERRE/>0.998 L 720 | BT 7R EARES
/oniz,
©® EERRR

TR IR R EE 2 RN L7 sl 54 5
N —271LSINZ10 Th o7,

IO DRERNS | AKRBRIT O A & Xt
G b LI-EERA 10 pg/kg TOERE O & LT
HBTH D LI S LT,

(53 3CHk]
BRI D EIE, SRR O3B

A DS Tl W ORI 7 BT =
=a— otk (FBAKED)

2. BR A

NIZFGR B — NV HTEE
© R
7T 7 RE e RS HTIEICHE > THMT LT



LZAH, zvuv b7 A LRI

E—Z 3 S e ol (1K2-8),
©@ HE, fMTHEMOENEE
B HMTHEROENEEOR-REZ £ 2-8
WOR LT, BEOHIEE (70~120%) KO
EoBEME (DHMTHRE 10% K, ENEE
15%A0m) &7z Lz,

@ RE~ R v 7 AORE~DFE
B~ U v 7 ZOHIE~DEEIC
TR L7220 72,

@ MEROERE
0.4~8 ug/L DOHiPH Tk

hETD

DT

Ea R L7, R’

TEFREL 7>0.996 & 720 | BIF/RERMENE L
7=,
® EERR

EERFIREDO~ Y v 7 RARMNEHEE R
MNHEELNTZE—271XSINZ10 TH o7z,
NSO DRERNE . KRBT O & xt
Gl LT EERA 10 ugkg TOERE /AT E LT
HXThH D LA S T,

[ 3R]
RAIZIRE T 2 BE BRI ST BV
EEL DOy THLWEOMERE FV 7T
N = Vo HTE (BED)

3. JLar vV AL

(1) VPV I~AT ROER TV HTE

© R
77 2 7 W B 2 RGHTIEICHE > ToHodr Lz
LA /v N T L LEICEREETD

Y— i3 E N o (K 229 F O 2-

10),

) PHS

bty
e
N

£, GHPHIE R O

~

86

BHJE, MR VSN OR %% 29
KOFE 2-10 1R L7, HEOHEME (70~
120%) M OWREEED BAEEAE (DHMTREE 25% A0,
ENFEEE 30%AT) Z iz L7,

@ RE~FU v 7 ZAOHE~DFE

et~ FY v 7 ZDOWE~DE
IIFTRE L2 no Tz,

@ MREMROERRNE

0.05~1 pg/L OHiPH CTHEfR A Rk L7z, 3’
ERREL rP>0.994 & 720 | BAFZRERRENRSE DN
77
® EERR

TR 2 RN L2 5455
N —271XSIN=Z10 TH -7,

TN DRERNG . AREIL O & %t

Z- ol ANE

Gl LTERERAR 2 uglkg TOERESHTE LT
U THDH LS,
(2) MVRZRUNGHEE
(OR: =X ;2

7T 7 RE e KO HTEICE S Tt LTz
LA, /v TN RIEREYET D

E— 7 i3mit Shie otz (K2-11),
@ HE., HMTHEROENKEE

BJE, PHTRE L O NASE OfE R 42 2-11
(R LTz, BEOHEE (70~120%) KO
EoBEME (DHMTHEE 15%KRH. ENKE
20% Adi) Ao L7z,
@ RE~ N v 7 ZAORE~DFE
B~ P U > 7 ZDOHE~DEEIZ DN T
IITRE L2Rno Tz,
@ RO ERE

0.00025~0.01 mg/L D#iPH THERRZ 1B L
7o RTERRE /0999 L 720 | B/ EARPES
Boii,



® EERRR
EERFREDO~ Y v 7 RARMEEHEE R
NH/ELNTEE—27ILS/INZ10 Tho 7,
INODRERNE . KRBT F DA % xt
Gl LTEER 10 ugkg TOERE /AT E LT
Y ThDH LIl ST,

4. BLVAOARNREEK

SIVARI s

R VE
7T 7R R R EICE > Tt LT
EZA e T TARICEREETD
=73t s ol (K2-12),
@ HPE, DHMTREEE R O R

B, DHTRE R OENEE O R %2 & 2-
HEOHIEE (70~120%) &OY
L i

@

12 IR LTz,
FEEE D BARAE (DM TREEE 15% AT
20% ) Al 7e LT,
@ HE~ U v 7 2AOHE
B~ MY > 7 2DHIE
TR Lo Tz,
@ MmO B
0.005~0.06 mg/L O#iPH T i 2 1ERk L7-,
RIEMREL 7>0.993 L 720 | RAFREAMMEDTG S
iz,
® EERS
BRI & W0 L 72 B na e s A3 6
N —271LSINZ10 Th o7z,
IO DRERNG, AT O & %t

Gl LT ERERI 50 pg/kg TOFEE AT & LT
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RHTHD LFHis T,

5. AR RWHE

(1) HCB 27
O B

7 2 7B R R GHTEICHE > THMT LTz
LZAHA, ruav N ITARICEREYIFET S

E—Z 3R SN o (K2-13),
@ HE, OMTREELXNENIEE

B, PHTREEE R OV INRSFE OfE R & 3% 2-
13 1R LT, HEDHGEME (70~120%) &O
FEE O BAME (PHMTRE 25% AR, ENFE
30%A) AT LTz,
@ WE~ MY v ADORE~DEE

A~ MU w7 ZDOHE~DREIZ DN T
ITHE L o7z,
@ MEMROBERRE
0.0005~0.02 mg/L D #iPH TR 2 /ERk L
Too RTERRE >0.996 & 720 | B 7R EARED

ERPRSRE 2RI L BB 6 15 5
N —27I1XSINZ10 Th o7z,

INODFERN G ARRBRITF O N 2%t
Sl LTZEER 5 nglkg TORE/HTE LT
M ThHDH LTS,

(2) DDT. 7RV = RYV TANVRY A~
TRy NTHEIaTRFUR, a-HCH, B-
HCH X O y-HCH 53#riE

O BERME
77 7 B 2 RGHTIEICHE > THr Lz
LA Iux NI ALRIIEREETD



v— 73t s o7 (¥ 2-14),

@ EBE, PHMTHE R OSENRE

B JHMTHEROENBEORKREEZ £ 2-1
4~ 226 [Zx Lo, HEOHEME (70~
120%) K OEEE D BEEE (BHTREEE 25% A0,
FENREEE 30%A0) 2Tz Lz,

@ REt~ RV v 7 AORE~DFE

RE~ FY v 7 ZORE~DEEIZHONT
ITIAE L7220 72,

@ HEMROERME

0.00025~0.005 mg/L O % T &R % 7EAR
U7z, RERE/>0.994 L 720 | BIF 72 EAE
BEFEHNT,

® EERR

TR & VRN L 7 RN A5 5
N —271XSINZ10 Th o7,

T DORERNS . ARERITA O N A Xt
Gl LI-ERRA 10 pg/kg TOERE O & LT
HETh D EFMI T,

(3) cis-Zva)V T trans-7 )V v cis-/ T m
R QR trans-/)F 7))V 3HriE
O EHRE

7T 7 RE e R HTIEICHE o ToHtr LT
LZA /e N T A RICERBEETD
V=23t s hgino e (K2-15) .
@ HE, JHMTREKRO=EREE

B DT R O RS DR R 2 3K2-27
~F2-301TR Lz, HEO PR (70~120%)
M OKEEE D BAFE (BHTREE25% A0, =S
FE30% Am) AT L7z,
@ Bt~ b v 7 ZDOHE~D

e~ h Uy 7 ZADORE~DEEIZ DN T
A Lo T,
@  RERROEMRE

0.00025~0.005 mg/L o> #i[H Tk & 2 1ERL
L7z PREAREL 250991 & 720 . BT/ ERE
BELIT,
® EERER
TEERRE 2 RN L2 5455
N —27 1L SINZ10 Th o7z,
IHDORRN G ARERITA O N A Xt

S U ERIRA 10 pglkg TORE ST E LT
ZHBThD LS T,

(4) PCB 53#riE
O BRI

7T 7 RE 2 K HTEICE S ToHatr LTz
LZAHA, v N TARICEREYIFET S

E— 7 i3t &N noz (K 2-16~[X] 2-20).,
@ HE, OMTREELKONENIEE

B, TR EE R OV INRSFE OfE R &2 3% 2-
31~% 236 ITx LT, HEOHBREME (70~
120%) M OMEEE D BARE (0.6 pg/kg @0 : Of
ITREFE 30% AT, ENREEE 35% K0, 1.2 KOV
1.8 pg/kg WAN = DHMTHEEE 25% A, NG
30% A0i) A7 L7z,

Fo, WEEDE L L THWE [BChL]
PCB28., ["Ci] PCB52, [®Ci2] PCBI0I,
[1*Cy»] PCBI153 &Y [BCy,]
PCB180 DEULZRIINT AL EH 50%Lh E 120% A
i Cd o7,

@ HEF~ Y v 7 ZAORE~DFE

AEb~ hY > 7 ZDORE~DFEBIZ DN T
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@ MEROBERRIE

0~50 ng/L OFH CHEREIER LTz, RE
RE7>0.999 L 720 | RAFREMMENG BT,
® EERRR
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TE B PRI L & W U 72 Bnal el o 545 5
N —271XSIN=10 ThH -7,
INHDRERNE . KRBT F O & xt
GuL LIZEERA 0.5 nglkg TOFREOHTE L
THEYThDHEIHMIINT,

[ &3 3Tk ]
1) HASRZ2SE T oNris - R 2010

2) COMMISION REGULATION (EU)

589/2014 of 2 June 2014 laying down methods of

No

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
[4&Fn 3 4B ]
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O ERM
7T 7B R ITEICE S T LT
LZAH, suv b7 A LRI hETS
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@ EE, PHMTREROENEE

B OHMTHE K OBNBE OB R E R 2-1

O 22 (2 RLE, BEEOHEME (70~

120%) M OWEEED HAEME (D TREEE 15% A
ENFEEE 20%AT#) iz Lo,
@  MEMROERE

0.00025~0.005 mg/L oD% [H T4 B & 1AL
U7z, RERE /0997 L7200 | B/ EARNE
Y= YSY dWial
@ ERERR

ERPR PRI 2 W L ek A 5
N —271XSIN=10 ThH -7,

TR R BRAE R S . ARBRIZB O
Wa xR L Lz E &R 10 pg/kg TOFERE /AT
ELTEYTHD LRl SNz,
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2. Fanml s
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7 v 7 R R R HTEICHE > T LT
LZA, s N TARICEREYIEFET S
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@ HE, OMTREELKOENEE

B M TRE R ORIV RS B O #E SR % #22-3
K OR2-4R LT, BEEOHEME (70~120%)
KOKEEED BAEAE (BHTREEE25% A0, ENFE
FE30%AmM) A lifi7o L7z,
@ MEMROERNE

0.0001~0.002mg/L O #i [ TR 2 fERk L
Too RTEFRE >0.998 L 700 | B EARED
HBoii,
@ EERR

TE PR SR 2 W0 LR Ek s 515 5
N —271LSINZ10 Th o7z,
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O SR
77 7 RELE R GHTIEICWE S THOMT LT
EZA, IJu~vw T AL EICERELET D
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@ EE, TR R OV ENRGE

B JMTRE R OENKEE ORE R % #£2-5
(R LT, HEOHEE (70~120%) & OF
EED BAEME (PHTREE15% A0, ENRE30%
Al) ZiTe LTz,

Fo, NEEME L LTHWEY va<da
T Uds DENRITNTIS 40% 0L ETH -7,
@ MEMROERRE

0.00025~0.01 mg/L D& T Eft 2 fER L
7o RTEFRE >0.998 L 700 | B 7R EARED
BFoni,



@ EEMRA
ERERAREDO~ b v 7 ZERIEAERTR

PoELNT-E—2IXSIN=10 TH o7,
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VoL
O B|IRE

7T BB R R EICE > Tt LT
LA, suvw NI A LICEREHET D
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@ EE, OHTREEE R OVE R

B OMTHS S e OV N Ot R % #2-6
B OER2-TCR LT, BEEOBEME (70~120%)
M ONEEE D BAFAE (DM TREEE LS %R0, =N
FE20% A) A 7e L7z,
@ MEMROERRE

0.01~0.4 mg/L D#i[H TRt & ER L7z,
REFRE 7>0.997 L 720 | BAFRERIEDRE S
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@ EERR

EERFIRE 2RI LI E N 6156
N —271XSINZ10 Th o7,

5. IF=ATUaETE
O B|PRE

7T R R R EICE > Tt LT
LA, suv NI A LICEREGET D
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@ EE, OHMTREEE R OVE R

BT, DT R OB IS OfE ] 4 #2-8
(R LTz, BEOBREE (70~120%) K OF
FED BREME (DT EE15% A0, BN 20%
ARiiti) Atz L7,
@ MEMROEHRE

0.005~0.1 mg/L DHiH THEMR A 1ER L 72,
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RIERI >0.993 L7200 | BAFRERENSE S
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@ EERAN
ERBHRIRED~ U v 7 ZGIIE AR
NHE/OLNTZE—2ZILSINZ10 Th -7,

6. ANTFANRYY — v ZANT 7 AN,
ANT7Fx )% YV NIANT VLR ORFT T =
=a— otk
O BmPE

7T R B RO HTIEICE > Tt LTz
LA, = T A LICEREYETS
E—Zimitisnie oz, (K2-9~[X2-1
3) .
@ HE. OMTRE R OENRE

B TR R OV NS O 5 R 2 #2-9
~FK2-13R Lo, EEOBEM (70~120%)
N OEEE D BAFE (BHTREEE25% AR, K
FE30%A) 7o L7z,
@ BEMROERRNE

0.000125~0.0025 mg/L > #iPH Tk E#j % 75
R L7z, RERREK >0.998 L 720 | EAF AR
PTG BT,
@ ERERR

TE B PRI B 2 VRN L 72 s i 45 5
N —271XSIN=Z10 TH -7,

ot

\

7. TvmzudPiu(aradti o lnR)
B O 7axdv o 5tk
O RN

77 7 i B KOG HTEICE S T LT
LA ruvw NI A RICERAETLE
— 7 ImH s nie otz (X2-14~16)
@ HEE, OMTREEE KON

BT TR E R ORI OfE 4 %2-14



~161Z/Rx L1z, BEEOREME (70~120%) &
OGO BRI (DTSR 15% AR, RIS
20%Ai) AT L7z,
@ FEMROEHRE

0.00025~0.005 mg/L O i T &R % 7EAR
U7z, RERE /0997 £ 720 | BIF/2EAE
BEFEHNT,
@ EERR

TR R & VRN L 7 RN A5 5
N —271XSINZ10 Th o7,

8. 7unrTIVA2V  FHXRTTIITHATV
‘ORI ATV ATE

O ERE

TR EE ARSI/ TR LTZE 2 A,
s~ TN PICEREETHE — 73S
nighotz (X2-17~X2-23)

@ EE, JHMTRE LK OENRFE

BJE, DM L ONENRE O R & £2-17
~F2-23R Lo, EEOHEM (70~120%)
JONEE O B (DM TREE15% R0, =R
FE20%A) 272 L7z,

@ MEMROBERRE
0.0005~0.015 mg/L OHi[H TR &R A TERR LTz,
TR ATV ATDNTIIRESREL #>0.998, 71
IWWTKNTH ATV deepi-Z VT NI ATV A
XTI ATV deepi-A X T RTH ATV
4-epi-T T ATV K ORF YA 7V AATDNT
X ELRRER 7>0.999 L7eh BAFZREREDFSH
77
@ EERR
TE BRI FE D~ RN 7 AURRNUEAER TR DD
BONT-E—27I1L SINZ10 Th-Tz,
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9. 7uiTz=a— ok
O EHRE

7T v 7B R AR GITEICE S THlT LTz
EZA, suw NI A RICEREETS
E—Zimit S hie otz (K2-24)
@ EE, JHMTREROENRFGE

B OMTREE R OB NS OS2 #2-24
(R LTz, BEEOREEE (70~120%) KU
FED B (PHTREE15% A0, EPNREE20%
A) AT LTz,
@ BEMROERRNE

0.0005~0.01 mg/L D#iPH THEMR % ERk L
oo REFREL7>0.999 & 720 | BAFIREARED
Boii,
@ EERR

TE BRI 2 RN L2 s 5455
N —271XSIN=Z10 TH -7,

10. TEFIVI TUEIIV R ORI DA
=V ST
O BmPUE

7T RE B RO HTEICE S Tt LTz
LA ITu~w NI T A LEICEREEET D
E—Z 3R &N o (K2-25~X2-27) .
@ HEE, OMTREEE KON

B (TR B R OV NS JE Dt SR & #62-25
~F227NR Lz, BEEDHEME (70~120%)
KOKEEED BREAE (BT % A0, ENFE
FE20% Am) A lii7o L7z,

T, WIEEMEE L THWETEXF TV
Yedy, TV eds KOIR=2Y U G-di D
BRIV TN H40% L ETHh - 7=,

@ MEMROBERRNE

0.00005~0.001 mg/L o> #i[H Tk & 2 1ERR

L7z, RIERREK 250999 L 720 | EAF/eE e



DFF BT,
@ EEMRS

ERBFIREAZ RN L2656
Nl —71ESINZ10 Th o7,

1. /I ~TEARDHTE
O B|IRE

7T 7R R R EICE > Tt LT
LA, su~w N TL RICEREYET S
V=27 I S e o (K2-28)
@ EE, OHTREEE R OVE R

BE, DM K OVEN RS OfE R & #22-28
(R LTc, BEEOHEME (70~120%) K OF
FED BREME (DT EE25 %A, BN 30%
ARiiti) Atz L7z,
@ HEAROEHRE

0.0005~0.01 mg/L O i T &f 2 Epk L
Too RERRE/>0.999 L 720 | BAF R EARES
/oniz,
@ EERR

TR & VRN L 7 RN A5 5
N —271XSINZ10 Th o7,

12. =0T AT T
O B’IRE

7 F v 7B R RS HTEIC > T LT
LA, suv NI A LICEREHET D
E—Z 3 S e o7 (1%2-29),
@ ERE, OHMTREEE R OVE R

B, DTS R OV N RS O e & #2-29
(R L7z, BEOHEE (70~120%) KO
FED BREME (DT EE15% A0, BN 20%
ARiiti) Atz L7z,
@ HEMROEHE

0.00125~0.025 mg/L O i TH &R % 7EAR
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L7z, RERE/>0.999 L 720 | BAFREARE
DFLIT,
@ EERR

TE R IR AL 2 M L2 RIEE 0 45 5
N —271LSIN=Z10 TH -7,

[&Fn 4 £ FE]
1. RIAZFUoHriE
O EwIRME

77 v 7B R R GHTEICHE > THMT LT
LA Iu~v N T A LRICEREEET S
E—7i3m s nrore (12-1),
@ HE, OMTREELKONENIEE

B, DHTRSEE R OVENKEE OFE R &2 % 2-1
(R LT, EE D HARET0~120%) M UK
O BIEEGHTREE 25% A, 2B 30% A
T i 7= L7,
@ MEMROBERRNE

0.25~5 pg/L O CREMZIER LT, T’
EARE12>0.997 £ 720 | BAFREAMENS S
77
@ EERS
&R A I LI NGB 655 6
N —27 1L SINZ10 Th o7z,

2. LI HTEE
O ERM

7T 7 RB 2 K HTEICE S Tt LTz
EZAH, ruvw NS TARICEREGETS
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i) &7z L7z,



@ HEMROEHRE

0.125~5 pg/L. OFiPH THREMREZ1EM LT,
REFRI12>0.999 L 720 | BAFREREDRE O
i,
@ EERR
EREBFBEDO~ MY v 7 ARIEERIR
MHEELNTZE—7XSINZ10 TH -7~

3. NIITFRUEY —)VoHTiE
O B|PRE

7T 7R R R IEICE > Tt LT
LA, suv NI A LICEREHET D
V=23 S e o (1K2-3)
@ EE, OHTREEE R OVENREEE

BT, PHTREEE L VRN Ot SR & #%2-3
R L7, BEEORET0~120%) & O E
O BT EE25% A0, ENAEE30% A
Tt &t 7= Lz,
@ MEMROERE
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EARE12>0.999 & 720 | BAFZREARMENS B
77
@ EERR
TR R & VRN L 7 RN A5 5
N —271XSINZ10 Th o7,

4. ©RZFVUGHTE
O B|IRE

7T 7R R R EICE > Tt LT
LA, suvw NI ALICEREGET D
V=2 I S e ol (1K2-4),
@ EE, PHMTHE R O=SENREE

BT, TR R OSNIEE O R4 % 24
(R Lz, BEEOHEEET0~120%) M UF B
O BB TR 25% A, NI 30% 4
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Tind) 2w 72 L7,

@ MO ERME

0.5~20 pg /L OHiFH TRt A4 fEpk L7z, 3’
ERRE12>0.999 & 720 | BAFZREHRIENSE D
77
@ ERERRS

TE IR SR IE 2 B0 U e DA S
N —271LSIN=Z10 TH -7,

5. TrraVyLASHTE
O EHRE

T 7B R R GITIEICE S THlT LTz
EZAH, suw N ITARICEREYETS
E—Zi3mit S e oz (K2-5),
@ HE., HMTHE R OENKEE

HIE, MTHEEL OENBEORREE £ 2-5
(2R Uiz, BEEO HEEET0~120%) M UK JE
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@ FEMROERRNE
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@ EERRS
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O EHRE
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E—2 i3 S n o7 (K2-6),
@ HE., HMTHE R OENKEE
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O B TREEE 25% A0, ENREE 30% A
i) i 7= L7,

@ MEROERE

0.1~2 pg/L OFIPH CTREMEZIER LTZ, ®

ERRE12>0.999 & 720 | B 7R ERERE LU
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@ EERR
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FUE, DHTHSE e OV INKS B D il e & 3% 2-7-
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OMEE O BAEEDHMTRE 25% A0, ENFEE
30% A i 7= L 7=,
@ MEMROBERRE
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@ ERERRR
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B, JMTREROENEEORREEE 2-
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EFREL 12>9953 &£ 720 | BAFREMENRGE LN
77
@ ERERR
TE BRI 2 0 L2 3snat bl s 515 5
N —271XSIN=10 ThH -7,

12.
@

TN U 5HTiE
JPRE

95

7 Z v 7B R RGHTEICHE > THMT LT
LZAH, va~v NI A ECEREET D
E—7i3m s nirnrore (M2-12),

@ EPE, PHMTRE R O ENEEE

B, OHTREE L OB PRE E OfE R 2 £ 2-
12 1ZR LT, EEO HIE#(70~120%) % O
FED HEEPHTRE 25% K%, BN 30%
A & iz Lz,

@ MEMROERME

0.1~2 pg/L. OHIPH CHREMZER L7z, T
EFRE12>0.998 £ 72 1) | BAFZREHIENSE D
7o
@ EERR
TE R A IR LI iNEE D 645 6
N —71XSINZ10 Th o7,

13. DDT, TARV R OTANRY =R
NTEIANV R ONTEZI7a VT RF TR, a-
HCH, B-HCH ¥ ONZ y -HCH 4347k
O BmPUE

7T 7R B RO ITEICE S Tl LTz
LA Iu~w NI T A LEICEEREET D
E— 7 3 & I AN TH -
7= (¥ 2-13-1~2-13-13),
@ HE. BHMTHEXROENEE

HE, IMTRELOCENBEOKRZ
# 2-13-1~2-13-13 (TR L7z, EJEO HEEfE (70
~120%) K O EE D B AEEDHTREEE 25% Al |
ENFEEE 30% A ) & it 72 L 7=,
@ BREROERRNE

0.25~5 pg/L O CHREMZIER LT, T’
EARE12>0.994 & 720 | BAFREARMENS B
7o

@ EEMRR



TE PRSI &2 W0 L 72 IRINEE 2 5 15
NI-E—271ESINZ10 Th o7z,

14. PCB 5#riE
O ERE

7T 7B R R ITEICE S T LT
LA, su~v NI A RICEREYIETS
v—7i3mt sz oot (K 2-14-1~2-14-5)
@ EHE., HMTHEKROENKEE

B, JMTRELROENEEORREEE 2-
14-1~2-14-6 128 L 7=, HEJE O B Z {70~
120%) e OV BE D B ARG TAEEE 30% A |
ENFEEE 35% A 27z L7z,

Fio, WIEEEME L LTHW
[13C12]PCB28, [13C12]PCB52,
[13CI12]PCB101., [13C12]PCB138.
[13C12]PCB153 & OY[13C12]PCB180 D[R K%
WL 50% L E 120% Kb Th - 72,

@ MEMROEHE

0~50 pg/L OFiFH CREM Ak L7z, E
£2312>0.999 L 72 0 | BAFREMIENE DT,
@ ERERRR

EERBAREDO~ MY v 7 AUIEHER K
NH/ELNTE—27ILSINZ10 Tho 7,

D. f&#

B2 FOMNERIGE L TBME DS
Witz (13 Z30rik) RSt L=, &0 3 EEITB 0
AE R RELT B WEDI LI MW E D 5T
(12 MR NI U=, S 4 HEFEIXB O

96

WExI5ELT B WEOHEMEDE LA O S HT

5 (4 HTR) ZRENT UT=, FENT U= 3B D224

PERPAMARBR A S M L 7oA 5L W3 vd BATZ2 ARG R

(BJE ., PHMTHEE ., SSNREE L ONRIRME) 2355

AN R RVABY s Y RT i LAY N N /N
BWHENFREDT =8 Y T ENL SR &S

NIEHA T L ELICHROMRE 2 ER/T 5

ZENTE, EU ~EMR LT 2B

ROONDREZ M IFIZHEDHZENATRELE B 26
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liquid chromatography-tandem mass spectrometry.
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[&Fn 2 ]
#£ 1-1 PIESM (FAIa k)

LC /4

77 I

ZORBAX RRHD Eclipse Plus C18
(W 2.1 mm, £ & 100 mm, K7 1% 1.8 um
: Agilent Technologies i)

BEFEEH (mL/min) 0.3
VFEAR: (L) 2
77 LRE (C) 40
BahH Al KK OFREORE (1000 : 0.5)
Biti : 7 F=F UK OEREOERK (1000 : 0.5)
VA A=A i
N A& B &
RER] (4) (%) %)
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 S
WEE— K SRM (EBIRKIEE=# 1 > 7)
AFALE—F ESI (+)
A4 4> 27 L —EF | 5500
(V)
v—&—iiE (C) 500
FTTAY—HA 225, 60 psi
S —RIA 784, 70 psi
aYTa s HA 7=
EEA A4 (m/z) 4354—1742 [DP:71 (V) , 2 Y a T X)L ¥ — :35
(eV)]
FEMEA A (m/z) 4354—1430 [DP:71 (V) , 22U ¥V 3 > = R L ¥ — :27
(eV)]
LREFIEM] (min) 4.8
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i
I #¥ts5g
o
| 7 UERREETR (pH4.0) KONA KX ) —LDiRH (1:1) 95mL Z M AT T A X
R B
L ~F P 100mL 2z 50 HEE S
L3000 r/min T 5 4y {5 D4y B
' FJE 10 mL %3 H
pH 7%
U AR (pH 8.0) 30 mL %A1 X pH 8.0 % fifeid
L3000 r/min T 5 4y 5 04y B
PE=A~NrPUN-E=AE Ry FUEAKI =4 F A [Oasis HLB (60 mg/3mL)] |

=
-+

=

I A2 /7= 5mL, K5mL, VU EEEERKR (pH8.0) SmLTar7F4ya=r7
| EEEEA

L KEOAZ 7 —OiRHK (3:1) 10 mL Ty

L A&/ —omL T (K Z )

| A% =LA TI0mLICER

111 FA 2 2L U DS HHE T B —F v — |
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12 WERMEANVT7EANT T 55HT1E)

LC /4
VBN ACQUITY UPLC BEH C18
(NfE 2.1 mm, & 100 mm, k7 7% 1.7 um
: Waters H)
BEE i (mL/min) 0.35
HEARE (uL) 5
B 7 LNEE (C) 40
BEhH AWE 2 K K OVEERE DR (1000 : 0.1)
Bik : A% /—/L (LC-MSH)
VA A=A N i
AT B ik
e (43) %) %)
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 &1
HEE— R SRM
A A AEE—F ESI (+)
A4 4> A7 L —EFE | 5500
(V)
b—&—iiE (C) 650
X7 TAY—HA 255, 60 psi
B —R I A 285, 70 psi
aYTa s HA EoE R
E'A A (k) 328.1—1082 [DP:56 (V), = U ¥ 3 = XK /L¥ — :29
(eV)]
EMEA A (m/z) 328.1—802 [DP:56 (V). == U ¥ g v 3x/)L¥— 7]
(eV)]
LREFRER (min) 3.0
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T
I #Br10g

=

ih

EE

I 7ERF=FUA8OmML XOT & =V ABFIA~FY L 80mL ZMAARET S A X
L 3500 r/min T 5 4y {5 D4y B
I FlEEme Ak
I FB1ImLEMZ2T7E b=kY/LTI100mLIZER
7/ 7u A U AL U A S =5 F 2 [nertSep NH2 FE (500 mg/6 mL)] |
I 7 bh=FVU/5mL TS
L HH 10 mL 2 A (PR HHE 2 5D
I 7 Rr=RMUVKOFEEE (100 : 1) R 5 mL TEH (SRR ZH5RE)
' KT20mL IZESR

K12 ANT 7 BTANK T aHEOGHTET7 a—F v — b
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72 1-3 WESM: (4-epi-2 VT TV AV Je O d-epi-A X T IT A7V M)

LC &4
T L-column2 ODS (AZ/L7U—_ HN%E 2.0 mm, £ 150 mm, B 1£8
5um ALY AL AT AR )
T B FA 7 33 (mL/min) 0.2
FEA (L) 1
BT LIRECC) 30
AR K S ORI D 1R#R(1000: 1)
BEH B i TEh=RL
IREfH(49) A WK (%) B #%(%)
0.00 95 5
NN 10.00 0 100
Etend 12.00 0 100
12.01 95 5
16.00 95 5
MS &4
HEE—F SRM
AF AT —F ESI(+)
A B —T A XEFKV) | 4.0
ALH—=T 2 ARIBSECC) | 300
R A IR EE(C) 250
t—h 7y 7R (C) 400
2T TGAYP—T A Z 3, 3 L/hr
RIA AT H A %3, 10 L/hr
b—T AT T A 72 10 L/hr
g A V=%
TEEA A2 (miz). EBMEA A2 (mrkz)
Ta ghA A D A=Y B4 & aNL @)
Sy | CERR) L GERR)
ey alvay alvay
(mf) | TALF (mf) | =HLF
—(eV) —(eV)
4-epi- 7 VT TH AT 479.0 4441 21 154.1 21
4-epi-F XTI H ALY 4610 426.2 28 4432 14
o )
LR FFRF ] (min) | 4-epi-/ VT IFH ALY 4.5, 4epi-F T TRFH ALV 4.0
N
L R Etsg
o
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L 10 mmol/L =F L o7 WUEEE N D LS H~ v LA U ARE R (pH 4.0) 100 mL Z /1%,
I 1 5MFREDF AR

| 3000 r/min T 5 4y [ 045 B

PFLovE =B Bl ARSI = 4T AlInertSep PLS-2 (270 mg/6 mL) ]|

L AH = VR OUKE S mL Cavs 4va=ry

FhHE 10 mL 27 A

7K 20 mL CYE

K OAZ ) — )V DIRIE (4: 1) THE

20 mmol/L FEE T = DGR AY ) —/V L QUKD (4:1) 10 mL TR H (B HIRE D)
I 20 mmol/L BEfE 7 &= LG AR ) — )V R OUKOEHK (4:1) T 10 mL IZEFR

—

1-34-epi-7 VT T H A7V kWd-epi-FxT7T 8TV A7V o BHEOSHTET7 e —F %
—k
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# 14 JESFRM (=ra7afd k)

LC &fF
IRV ACQUITY UPLC HSS C18
(N£E 2.1 mm, £ 100 mm, B 7£5 1.8 um  : Waters %)
BEME A (mL/min) 0.35
HEARE (ub) 5
H 7 N (C) 40
S AV : 1 vol%X B E A 50 mmol/LEEE T > € =7 AIRIK
BiZ : 7 h=FrU L
VAV N S0
N A& B i
e (43) (%) (%)
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 5:ff
HEE— K SRM
A FAME—F ESI (+)
A F v A7 L —3FEJFE|5500
(V)
v —&—iE (°C) 600
2T TA P —HA 2553, 60 psi
K —7RIT A 7253, 70 psi
a)Vg A ESES
E'mA T (mf) . EVEAA L (k)
Tag s A O | Tay s " F©Q
. (E&H) (EMH)
7Ui‘—ﬁ DP EYPE EYPE
PRy (V) (m/7) ‘/i\\?\/l/ (m/z) \/Iv*jl/
F— e
(eV) (eV)
:J:/D\7\D3’\f"j‘ 360.1 84 316.1 24 245.1 37
v
v D\\/7\/D x4 3322 %6 314.2 25 231.1 49

PREFFFRE (min)

TruvuXxti 34 e T7udt 30
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I #ksg
il
L 02%AX ) VLT h=bF Y LORKE 3:2) S0mL ZMMAAEYFAX
L 3500 r/min T 5 43 [E3E 047 B
| ks
I AEE02%AZ YV UBEOTE =KV /LOREHKE (3:2) T100mL IZEE
| HhH# % 10 mL 5y HY

| %93 mL & T
PE=A_rPrN-E=AEn ) RUEEAKI =55 4 [Oasis HLB (60 mg/3mL)] |
L A% /7—=n5mL, K10mL Tary7Fqa=v7
L FEEE A A
| 7K 5mL CHH
L A2 =/ 5mL T (iR 5 E)

l
D AR ) |
L BEEWEK, AZ =N KOHEREOIRK (500 : 500 : 1) 10 mL (2 f#

l-4 =u7uaXY o a0 piiE7 v —Fv—©h
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#* 1-5 WERME (v z=a— 1 3Hrik)

LC 41t

A7 I

Ascentis Express F5
(NfE 21 mm, & 100 mm, k7 7% 2.7 um
: Supelco )
+ Ascentis Express F5 Guard Column
(W& 21 mm, £ 5mm, R 7£52.7 um

: Supelco )
BEFEH (mL/min) 0.2
HEA‘E (L) 5
77 HRE (C) 40
BEH A KR OEERE DR (1000 : 1)
BiZ : 7 b=k U N KOWFEBEOIRNR (1000 : 1)
75 ox s Nk
A& B &
e (49) (%) (%)
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 Z:1F
HEE— R SRM
AFAME—FR ESI (+)
A A+ v AT L —5EE | 5500
(V)
b—%—iRE (C) 400
2T TA P —HA 255, 40 psi
F—IRHTA Z/%., 60 psi
AV H R %
E'mA A (m/z) 248.0—91.0 [DP:46 (V) , == U ¥ 3 » = %)L ¥ — :63
(eV) ]
EVEA A (mk) 248.0—131.0 [DP:46 (V) , =2 U ¥ 3 = X)L ¥ — :29
(eV) ]
PREFRER]  (min) 4.4
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£ HY

I #kt10g
Ik 4 it 1 OVt ]

L 6 mol/L ¥5f#% 20 mL Z# M 2% L, 100°C DA A /LN AT 3 RERIINK AR (15 43 & 128
)

T b ROUKOER (1:1) 20 mL TP
A Ao TR T 100 mL IZER
B LM A Y 7+ H 5 A [InertSep K-solute (5mL) ] |
L R 25 mL i, Mk R U v A 1 g O 7.5 mol/L KERE T B U T AVEIR 1 mL 2N 2 IRA
| RAWAETEN, 30 53 R AE
| HEEBT L 30 mL CYAEH (RIRHIKZHE)
i (R |
L W% 0.1 vol%FEER K YA % 7 — )V OJRIE (1 : 1) 1 mL IZIAfF
AR CBIREM Y E =N P N-E = e R ) RUREARI =4 5 4 [Oasis MCX|
[ (150 mg/6 mL) 7 |

L 305 flfem

L K10mL ZOANFH 2 40mL #N%, 50REE 5
L 3000 r/min T 5 43 i 05y B

I ~F T UERE

L HhgRIC A Y ot [T A b 545] 2 g Mz IR
U GIRS

l

!

L A% 7—=n2mL, 0.1 vol%RKEiEKE A% /) —/VORHK (1:1) 3mLCars a=>7
| R 2 A
L 0.1 vol %K N A & /) — /LD (1:1) 3mL THE
L A% —)v2mL Ty
L A2 =R 25%7 =7 KOIEHKE (99 1 1) 5mL T (G ik & £RE)
R (AR E) |
L B % 0.1 vol %R K YA & 7 — )V OIRIE (9 : 1) 2.5 mL IZfR

155 7 BT 2 = a— LHHEDSHIE 7 B —F x — |
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#1-6 MESRLE (N ITXEY — Vo HTiE)

LC /4
RN ACQUITY UPLC BEH C18
(N 2.1 mm, £ & 100 mm, K7 728 1.7 um
: Waters H)
BEfE s (mL/min) 0.35
HEAE (L) 1
717 KNEE (CC) 40

BENH

Al - KR OWEREORE (10000 : 1)

Biti : A% /) —)b

VA= N (i

AT B ik
e (49) (%) %)
0.0 30 70
3.5 30 70
MS &4
HEET— R SRM
A A AbE— R ESI (—)
Fy 7 UEE (V) -500
V—ZRE (C) 150
FRIREEREE (°C) 500
a— T 3. 150 L/hr
PR 7T A %23, 1000 L/hr
alYva s HA 2= 4

EEA LY (mfk)

327.0—182.0 [=— U FBE : -40 (V).

—:-25 (eV)]

=RV IV s

EMEA A (m/f)

327.0—146.0 [=2— U FBE : -40 (V).

— :-35 (eV)]

a2 VaryTRIF

PREFEER] (min)

2.3
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I #kh10g
K 5 i S OVl )

L 5SmolV/L/KEE{tF kU 7 AESHE 10 mL A2 100°CC 3 IpfHnEL
5mol/L it 12 mL, A% /—/L5mL K OFEF#ETF /L 40 mL Z M2 10 2R E 9
3000 r/min C 5 Fy [ 0o EE, BEE =T Vg A28 5
KB ICHE = F /L 40 mL 2z 5 5 RER E 5
3000 r/min T 5 pf#liE OB, BEE—FVE 28R D
Mile —F Vg 2 G od, B /L T 100 mL [ZE

L iR 6 mL 43 He
AR (AR E) |

l
~EH T = b Y s

L BRI~V 10 mL Z 0z A

— = =

L ~FHofafm7E h=hrUL10mL 2z 5 5HEE 5

| 7TEr=b I VEEED

L~V o7y b=RrU L 10mL 22 SR E 5

I T7Er=MIABEED, EOoTEN= I VELEEDED
D (AR ) |

| BEWMEx 2 ) — VR OWEEOERK (1:1) 10 mL (ZEE
b B

I SmL Z57E L, #E{b/k3EK 25 uL 201 % 90°C T 16 IFfENEL
WERE = F /L I O3 RIS
I K10mL, FEE=F LR OANFH DR (1:1) 15mL 202 5590RE 9
| AHREILE 2 5 5
L KEICHEGETF L RO DIRIR (1:1) 15mL 2% 5 3RS 5
| AR AR Y | eOAIELDE L AbE D
R GAstRE) |
L EEWME A X ) — VR OUKOER (7:3) 4mL ICHER
ALK VBB Y =R P U N-E e n ) RUOLEARI =4 5 A [Oasis MCX (500

L A7 —=5mL, A% = )VEOUKDREK (7:3) 5SmLTarsrsva=r7r

I ABREA
L AZ =V ROVUKDEE (7 :3) 8 mL TUE
L AH =V EROUKDRIK (95 :5) 20mL T (RRHKREERS)
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A AL |
| EEBWmAETE =N U A KROKDRKE (1:1) 3 mLICEHF

16 1 U 2 0 — A HHED ST T 0 —F v — b
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£ 17 WERME TV /=AML  ROER T3 HTE)

LC &1
L-column2 ODS(A% /L7 —)
VSN (A& 2.0 mm, £ 150 mm, B -£5 5 um
ALYV E A 2R )
) AH i (mL/min) 0.2
EAE(uL) 4
BT LIBE(CC) 40
AW :2 mmol/L FERE T & =" NIAHR
BEMH Bl A% ) — L
IRF[H (4) A 7(%) B (%)
0.00 40 60
SN 6.00 5 95
Varar=sa N s 15.00 S 95
15.01 40 60
18.00 40 60
MS Z:f:
HEE—R SRM
A4 AT —R ESI(+)
A F v AT L —EFEN) | 4500
v — & —{RFE(C) 500
X7 ITAF—HA ZE5. 70 psi
& —R I A 7253, 70 psi
al) Vg HA ESE

EEmA A ). EMEA A (mfz)

JRPEN
FYH—— | Faxsk | Dp :; e
A2 (m/f7) A3 (mfz) V)
(eV)
(EEH) 768.3 733.4 1 27
1 2
P A (ETEH) 773.4 431.3 1 67
R (EEH) 688.3 635.5 1 27
o
TR TR | 6933 6753 I 51
{5515 (min) [ $U /=420 97, XL A0
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£ 1
I #E10g
L TER=RNILV R OVKOIER(9: )60 mL 201 % 30 PRAET AR
L3000 r/min C 5 4y i LGy e
| fe it
L BT BR=RV R OVKOIRHR(9:1)60 mL AN 2 5 73 [FHRED
L3000 r/min C 5 5y iz 005y B
U Y S
| AikEEDE, 7 RNV R OVKOIERKO: 1)T 200 mL IZEF

PE= R P N-E = e Y Ry AR =47 A [Oasis HLB(200 mg/6 mL)]|
I TEF=MA KUK SmL Tarsrqia=r2

L HhH#E 10 mL 122K 15 mL 2002 THEA

l

l

K OAR ) — VDRI (1:1)10 mL THEE
A% 7—/L 10 mL TiEH (SR a2 85)
I AZ— T 10 mL IZER

17V ) ~A T RO R Y OTEDITE7 o —F v — b
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# 1-8 HIERME (MVIT RV Vo)

LC /4
InertSustain C18
RN (ML 2.1 mm, £ X 150 mm, KL {255 um
LY A o A
BERFEE (mL/min) | 0.2
HEAE (L) 2
BT LEE (C) 40

BENH

AR : 2 mmol/L BT v & =7 LIRIK
Bk : 7k hr=HrU L

BER (49) ‘?;‘f ‘?f;
S aS s . ) )
77 VxR 0.0 40 60
7.0 40 60
MS &4
HEE—K SRM
A F o AbE'E—F ESI (—)
A F v AT L —EFE -4500
(V)
v—%—iEE (C) 500

X7 TAP—HA

7258 70 psi

H—TRNH A

7253, 70 psi

aly Vg HA

EES

EEA A (mf)

456.0—42.0 [DP: -120 (V), 2V Ya = px/L¥— :-62
(eV) ]

EMEA A (mf)

456.0—399.0 [DP : -120 (V), =2V Y a T Rx/LF—:-14
(eV) ]

PREFFFRE (min)

3.9
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T

L REs5g
i
I 7 bF=HVUL100mL ZH0 2 30 DREIHRETF A X
L s A
| BE¥WETE =YL 50mL THiE
| AiREEDE, 7 b= kUL T200mLERXF
L HhiHE 10 mL 43 He

G
L #90.5 mL & T
A2 BTN Ve U SV =95 2 [InertSep C18 (1000 mg/6 mL) ] |
| 7EF=FIAKPKESML Carssva=y7
| RIS T2 b= b VUL 3mL R OVK 7mL 20 % THEA
| 7Eb=bUvSsmL CIEH (BREHKERD)
| 7ER=bMULTS5mLIZER

R 18 kb kT R U ASHHEDIHHET 7 —F ¢ — k

113



# 1-9 HIERME (VAN o34 i)

Tk H #s ECD
DB-1701
7N (PNFE 0.25 mm, £ 30 m, &5 0.25 um
: Agilent Technologies i)
H7 LBE(C) 80°C (2 min) —30°C/min— 190°C —3.6°C/min—280°C (5 min)
HEADREE(CC) 250
R HH#HIRE(C) 300
Fy v —ATA A~y L
XY —H A 28
(mL/min) ’
AL AN ST
EAR(uL) 1
LREFEFRH (min) cis-~JVARNI L 23 8. trans -~V AR 24 .4
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£
I kS5

L 7N 100 mL 22 1 AT T AKX
L2500 r/min C 5 %[5 05y B
L e A
L EBWICT R 50 mL 212 5 5 iREED
L 2500 r/min C 5 %[5 05y B
L e A
| AiiEEHETT T 200 mL IZER
L iR 20 mL 23 EY
L BT RIT A 10 g, 7K 200 mL K& O 42 100 mL 2002 5 55 iR ED
L ~FUEERD
L ~F e s50mL iz 5 5 EES
L ~FUEERD
| ~FVUEiss bt TEAKREE T N A THK A
e
L %95 mL TN
T =RV Sy
L ~FP 15 mL
L ~FH o7 =k % 30 mL Iz 5 5 REHRES

| TEr=NILVEBEERD
L ~FH i =k % 30 mL Iz 5 SRS
L 7TEr=NIVEEERY, o7 ER=RNVEEEDED
AR AR 22)
| W E~FH 5 mL IZEEfE
(B AW~ F e B HT L

| [Florisil PRCKIE 150~250 um),

L 5gx~F TR FeE, EICHKREE TN A8 1 g fEkE . NEE 1.5 cm]

I MR A EAN

| ~FH RO F =T L OIRHE(85:15)70 mL T H (B KA D)
A A R 52|

| BEWE A~V 2.5 mL AR

1:9 ~L A B Y U HED GHTE 7 n—F v — b
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7% 1-10 JIE S (HCB 43 #rik)

o 2 ECD
DB-1701
7N (NF% 0.25 mm, £X 30 m, fE/E 0.25 um
: Agilent Technologies )
717 LNIRE(C) 70°C(2 min)—20°C/min—280°C(10 min)
HEANDIRECC) 250
i H AR E (TC) 300
Xy —H A U7
Fr Y — AR 55
(mL/min) '
AL A7V R AL
FEAE (L) 1
PRFFIRF[H (min) 9.4
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=
=

I #kF10 g
l 7ER50 mLAEMA 1 AT FAR
L 2500 r/min C 5 43 iz 0oy BfE
| fe it
L BEEWZT RN 20 mLE2MNZ 5 2 EIEES
L2500 r/min C 5 5y [z 05y B
U Y S
| AEEDLETT T 100 mL IZER
I R 10 mL 53 He
I HAEFRIT A 10 g, 7K 200 mL 2 O~FH2 100 mL 2002 5 3R ED
| ~FVUBERD
L ~FH o 50mL Nz 5 o RERED
|~y UfEEERD
L~ UEE S TR T R Y A TTRUK A
L %95 mL ECRAM
(BT AB~ 7 R T LT 2

I [Florisil PR CKif% 150~250 um) .

L 10 g~ d il Fe i, EEICKMEEE N Y A2 g B, NFE 1.5 cm]
IR REREIN

L~ 90 mL CIEHI (VA IR Z TR D)

L %92 mL TR
| ~FH TS5 mLIZER

1-10 HCB /3 HriE D ik 7 v —F v — K
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#£ 1-11 JESM(DDT, 7KUY =RV T ANRY AT EZ T T TV TR VR
a-HCH. B-HCH Xy -HCH Z5#71E)

A ECD
DB-1701
77 I (W2 0.25mm, £ & 30m, [EE 0.25 um
: Agilent Technologies )
717 MR (C) 80C (2min) —30°C/min—190°C —3.6°C/min—280°C (5 min)
EADIRE (C) 250
BHERRE (C) 300
Xy v —TA ~U 7N
X U —H Ry 5
(mL/min) ’
EANE A7V v F L RIA
HEAE (L) 2
8.0 (a-HCH)
8.8 (y-HCH)

92 (~F'H 7))

98 (F/VFVU V)

10.5 (B-HCH)

11.6 (cis-~7F % 7 a LR RE R)
PRFFFER] (min) 11.7 (trans-~7% 7 1 )L TRF T R)
13.1 (p,p-DDE)

13.6 (T4 RU V)

143 (=2 RV V)

14.7 (o,p-DDT)

159 (p,p-DDD)

16.5 (p,p-DDT)
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Y
L #EkS g
fh
Il 7EF100mL 202 1 AT A X
L 2500 r/min T 5 435 004y B
I ke A
| BEWMCTE R S0mL 2R E 9
L 2500 r/min C 5 4y 5 00y B
l fe A
| AHlEEEHLETTE M T200mL IZER
L FhH# 20 mL 4y He
| b FY A 10g, K200 mL K OANFH 2 100 mL 20 % 5 5 fEE
I ~FUBEERD
L ~FP o 50mLinz 5oRIESE S
L ¥V UEERD
L ~® Y UEs G THEAKMEET N U ¥ A THKAE
L %95 mL % T
T =Y A
I ~FH > 15mL
~FF o E =M V& 30mL N 5 0fRE 9
TErN=RNUVEERD
~FH U7 h= YA AZ30mL Nz 5 0HIEE 5
TEN=RNIVEEED
~F o7 F= MY A& 30mL A SRR E
l 7Ebr=bINEERY, EOTE =M VEEEDED
e QAR |
L W E ATV 5 mL AR
B A~ I X b H T A
L [Florisil PR (hif% 150~250 pm) .
L S5ga oG, BT N Y v A 1 g BB, N 1.5 em]
I RMER 2 A
I ~F PR TF =7 VORK (85:15) 70 mL THEH (REHIKREZERD)
A (AR |

— — — —

¥ 1-11 DDT, 7/V RV >, = RU v, FANAR) o ~AFE 0L, ~ATE7aLTREY R,
a-HCH, B-HCH KOy -HCH BATED g7 v —F v — b
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# 1-12 WESM: ()T kN F 7V 45 4riE)

T R ECD
DB-1701
RN (N£%0.25mm, & & 30m, [E/E 0.25 um

: Agilent Technologies #)

A7 LiRE (C)

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

EALERE (C)

250

FHEHEE (C) 300
FrUr—H= ~JV UL

Fx U — A 55

(mL/min) '

HEANE A7V N AL
EAE (L) 2

PREFEFR]  (min)

12.6 (trans-7 )7 2 7)
12.8 (cis-7 w7 )
12.9 (trans-/ 7+ 7 v )v)
16.1 (cis-/FT 27 w)n)
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L
L #EkS g
fh
Il 7EF100mL 202 1 AT A X
L 2500 r/min T 5 435 004y B
L e A
| BEWMCTE R S0mL 2R E 9
L 2500 r/min C 5 4y 5 00y B
L e A
| AHlEEEHLETTE M T200mL IZER
L I 20 mL 43 B
I BT RY 7 A 10g, K200 mL X OMNFH 2100 mL 200 % 5 iR E 5
I ~FUBEERD
L ~FP o 50mLinz 5oRIESE S
L ¥V UEERD
L ~® Y UEs G THEAKMEET N U ¥ A THKAE
L %95 mL % T
T =Y A
I ~FH > 15mL
XM =YL& 30mL & SRR E 5
TErN=RNUVEERD
~FH U7 h= YA AZ30mL Nz 5 0HIEE 5
TEN=RNIVEEED
~F o7 F= MY A& 30mL A SRR E
l 7Ebr=bINEERY, EOTE =M VEEEDED
e QAR |
L W E ATV 5 mL AR
(BRI AW~ 7 %27 LT T b
L [Florisil PR (hif% 150~250 pm) .
I 5gx~x o clRmE, BB MY v A0 1 g fEE, N 1.5 cm]
I RMER 2 A
I ~F PR TF =7 VORK (85:15) 70 mL THEH (REHIKREZERD)
A (AR |

— — — —

X 1-12 7 a VT o N F 7 a VariEo gk 7 v —F ¥ — b
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# 1-13 JESA: (PCB 43#71ik)

GC &1t
VIRV Fused Silica HT8-PCB
(#2025 mm, £ & 60m, BE 0.25 um : B H{b2H)
= e (O 100°C (1 min) —20°C/min—180°C (0 min) —5°C/min—
#7 hRE (C) 300°C (0 min)
EADRE (C) 250
A B —T7 2—ZRBE (C) 300
FyUvr—HA ~U A
X U — 0 A& 1
(mL/min)
ENE A7 N AL
HEAE (uL) 1
MS &1
HEE—F SIM
A F o AbiE EI (+)
A A A= H X — (eV) 70
EMEE (V) F— " Fa—=r S TCOREHE
A A PEE (C) 230
WEMIERE (°C) 150

EEA Ay (mfz). A A (mk)

EBA A TEMEA A
(m/7) (m/z)
PCB28 256.0 258.0
[3Ci,] PCB28 268.0 270.0
MBP-19 268.0 270.0
PCB52 289.9 291.9
[°C12] PCB52 302.0 304.0
MBP-70 302.0 304.0
PCB101 325.9 327.9
[Ci.] PCB101 337.9 339.9
MBP-111 337.9 339.9
PCB138 X% U} PCB153 359.8 361.8
[3C1] PCB138 TN [1Cys] 371.9 373.9
PCB153
MBP-159 371.9 373.9
PCB180 393.8 395.8
[3Ci.] PCB180 405.8 407.8
MBP-170 405.8 407.8

PREFFFRE (min)

PCB28 15.3, PCB52 16.3, PCB101 19.5, PCB138 23.8,
PCB15322.7, PCB18026.3
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£ HyY
v O W
I 100 pg/L ARHEVIR % 25 nL ¥sN

=

ih

EE

L Imol/L KERIL A7V 7 LD X ) — LA 100 mL Z 1% . %9 90 ‘COKE T 1 B INBGR T

L ~FH100mL 2%, fife A4 L Toh DA UOREIIK 100 mL A AL7z 500 mL 3%
S

L1050 E S

R A kool BNt L I SV

I KEREE T N U T A TRK Al
e

L K5 mL ¥ Tl
BRI AT~ 7% T LT b

| [Florisil PR (Kif& 150~250 pm)

I 20g&=~FH oA T, N 2.0 cm]
| IRAMEIR & A
l
l

AFXHP R 2mL TR T 7 2 aNE 3EEV., RikE B T LA
~F 200 mL TS (A K A B R
= i
L %95 mL & CHE
L ~FH T 10 mL T ES
L 10 pg/L WEEHE (S0 P A8, 7)) IRGEIK 50 uL &2 A7z A B Y EITHIEHK 2 mL %

X 1-13 PCB 3 tHiED ik 7 v —F v — b
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[4&Fn 35K

K 1-1 PESRME (FAa v R OTF AT iiE)

LC :fF
IR InertSustain C18
(W2 2.1 mm, £ 150 mm, F7 % 5 um
VLA R
BB HH (mL/min) 0.2
EAE (uL) 2
71 Z LR (°C) 40
EZLE AR = KOV R OIR KR (1000 : 1)

Biti : 7T h=FrU L

75T Nk

RFfE (4) | AR (%) | BiR (%)
0.0 80 20
10.0 40 60
10.01 5 95
15.01 5 95
15.02 80 20
20.0 80 20
MS &1
HEE— K MS/MS, EERA A 5 H
AFMEE—R ESI(+)
A F ATV —FEE(V) | 5500
b — & —ifEE (°C) 700
2T TA P —HA 285, 60 psi
K —7R I A 7253 60 psi
aYTg A =3
EEA A (7). EVEA A2 (mrz)
Fyh—t— | Farsk | Dp | LT ATT
tA ) | AF ) | (V) Zgj)
R (=) 916.0 174.0 36 47
dd (EM:H) 916.0 772.0 36 41
FoLzas (E&H) 869.3 696.4 81 55
(EM:H) 435.0 174.0 71 35
(R (min) | Az 74, FAL3TL 55
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H
=

| kS5 g
fhH
| 7V EERRTEIR (pH 4.0) K OA% 7 — L DIER (1:1)95 mL M ARETF AR
AT Ec
L ~FH 100 mL 201 % 5 7RSS
1 3000 r/min “C 5 47 5 057 B
| FJE 10 mL 5y He
| VB AE R (pH 8.0) 30 mL Z /% pH 3ABRHEC pH 8 Z kiR
1 3000 r/min "C 5 47 5 057 B

=

e N = e R R B AR = 7 2 [Oasis HLB (60 mg/3 mL) ||
| A#/—v5mL, K5 mL KOV EREFEER (pH 8.0) SmL T 7 4a=r7
| BEEEZEAN
L AKREOAY 7 — L DIRHE (3:1) 10 mL THEE
| A/ —v 9 mL T H (IR R 2 ED)
| A¥ /=T 10 mLIZER

1 S4B ROFA L 2L U FHEOHHET B —F ¢ — b
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F 122 WIESM (F ooy 5eiriE)

LC /4
YT InertSustain C18
(N£E 2.1 mm, £ 150 mm, K125 5 um
=LA )
B EhAE i (mL/min) 0.2
A& (uL) 2
717 LiRJE (°C) 40
eSS Ag K S OVEER O 1R % (1000 : 1)
BiK:7Er=R)/L
7Gx N
e (5) | AW(%) | BiR(%)
0.0 70 30
10.0 5 95
15.0 5 95
15.1 70 30
20.0 70 30
MS &1
HEE—R MS/MS
AFALE—R ESI(+)
AT AT L —EBE (V) 5500
b—%—RE (°C) 450
AT TAY—TTA 7254, 50 psi
B—TNTT A 725 70 psi
al)a B A EH
EmATY (mfz) . EMWAZ (m/z)
A=Y 874 & avA()) TasIAF D)
yp—— | Dp (ﬁz“%ﬁﬁl) - (E'@FH]) .
e | W o g
(mfz) | =% | (mfz) | =LF
—(eV) —(eV)
F gy 1042.4 46 814.4 45 174.1 51
3_0_7??%’ 958.2 11 772.1 45 173.8 45
fas
{5 FFHE ] (min) | Fruiy 64, 3-0-7 ¥ FAHA 0L 50
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| B0 g
KOV ABEDIRNK (9:1) 10 mL & 7R 100 mL 20X REDF AR
W51 A5t
AHi s OB TR 50 mL 22 AREY AR
5| At
| AlEAEDETT 'R T 200 mL I IZESR
Pr=_UPr N =R E A RI =572 [Oasis HLB (200 mg/6 mL) ]|
| AZ /=L 10 mL, KK OAZ ) —/)LDIREHE (3:2) 10 mL T2 T 4 a=r7
| FhRH 4 mL 2K 15 mL 22 2 0% A
| AREOAZ ) — /)L DIRHE (3:2) 10 mL TP
| A% /=)L 9 mL T (B IR A BT
| A% /—1TI0mLIZER

— = —

12 FARRULSHHEDSHET B —F % — k
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# 13 WESM Voa~ AT ioiriE)

LC /4
YT InertSustain C18
(M££ 2.1 mm, K& 150 mm, K 7-£% 5 um
V=LA )
B#hFE i (mL/min) 0.2
HEARE (UL) 5
J17 LRE (°C) 40
eSS AW K O OIRHE (1000:1)
Bk : 7 Er=RIL
VAvava=sNaN Il
AT B ik
Ref (49) (%) (%)

0.00 90 10

5.00 70 30

5.01 10 90

10.00 10 90

10.01 90 10

15.00 90 10

MS S
HEE—R MS/MS., ZIRA A F5
AT ALE—R ESI (+)
AF ATV —FEE (V) | 5500
b—&—aE (°C) 550
T TAYP— I A 285, 60 psi
B —TNITA 723, 60 psi
a)a B A e
EBmAAY (mfz) . EMEALY (mfz)
PA=T /4 40D A= /4 A @)
(E&H) (EM:H)
ZVh—+%— | DP =YREVS alVgy
AF (V) (m/z) TRILF (m/z) TRILF
(eV) (eV)
Voo~ 407.1 66 126.0 33 359.1 25

Voa~ A -d; 410.2 66 129.2 35 362.1 27
PrFFIFH (min) | U a~va 46
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| #AkF5g
L 5 mg/L AT NEEERSHE 100 pL @0
it

| AZ =50 mL 2z 1 AT AR
1 3000 r/min "C 5 47 5 057 B
| BB 5 mL 25y B (GURE 0.5 g FH4)
AR (ABRE) |
| R A kR (pHT7.0) 10 mL [ Zia i
| BT =L 10 g BINZ S 3 RIHESED
| AR A
rFLve =Bk R A KI =45 L nertSep PLS-2 (500 mg/6mL) ]|
| A% 7—v5mL, K 5mL KOV E R (pH7.0) 5 mL Ty 7 4va=r7
| BEEA
1 K 10mL, K& OAZ ) — )L DR (3:1) 10 mL T
| A=) 10 mL TIAH
iR (AR |
| BERWZK TRV KOS RRORHE (900:100:0.9) 10 mL (2

13 VA A U HTEO ST E T B —F ¢ — b
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*1-4

WESRM (AT I~ AT LW ERBARN T~ AT 3T iE)

LC /4
T17 I TSKgel SuperODS
(NFE 2.0 mm, £ 100 mm, KL 7-£% 2.3 um
CHY—1)
B EhAE i (mL/min) 0.2
A& (UL) 2
717 IR (°C) 40
BEhH AW K e AT 27 v A e gk (590.5 mol/L/KEEHR) DIRIK
(1000:10)
Bik: 7B R=RI L K OIATFZ 7 )L F a g g (£0.5 mol/L/KIE
) DR (1000:10)
Varar=sa N
REfE (47) | AR (%) | BiR (%)
0.0 95 5
1.0 95 5
10.0 20 80
16.0 20 80
17.0 95 5
27.0 95 5
MS 1
HEET—F MS/MS., A A F
AFAE—R ESI(+)
AF AT —FEE (V) 5000
b—X—iiE (°C) 450
AT TAYP— T A 7253, 55 psi
B —7RHT A Z25% 70 psi
aUar HA EHR
EmALY (m/fz) . BMEAZY (msz)
TaKIsAF | TuX I AA @)
O (EMEA)
7VJ—H%— | DP (E&H)
A (V) =g N N =g I N
(m/z) | =K | (mfz) | =¥
—(eV) —(eV)
AR TR AT 582 120 | 263 45 246 45
JCERBARN T AT 584 120 | 263 43 246 43
(R F#H# R (min) | AL T h=A2 57, PERBARL T AT 57
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I "5 g
| NZ7ooBERAIR 45 mL 22T F AR
| Zeadsr 100 mL 200z 5 3 RHEED
1 3500 r/min "C 5 47 5 057 B
| EJE 20 mL 45 He
L 0.1, 1 KT8 6 mol/L /KEE b F R 2OKEAHE Mo OY 1/15 UV BRTA#RZ N % pH 7.0 IZFH%&
AT AT NI~ T 3T DT
I ATV NSON, KIZEE L 3 mL 2, N2 1 em]
i [ARh TREWN
7K 20 mL TP
3%HEAL T R AERIE 20 mL TIAH (2 ik 2 ER IR
1 mol/L ~FH 2 Z/LAR e RID A 1 mL &Y
1 0.05 mol/L ™Y 2V NID LG A Y AR ET#E (pH 2.0) 10 mL 212 185
G257 2 N YA Y P A= 05 1 [Sep-Pak C18 Classic (360 mg) J]
| A% /=10 mL, 7K 10 mL }x O
1 0.05 mol/L ~F Yo Z/VR T N Y N5 A YRR (pH 2.0)5 mL Tar 7 4a=v7
| ERETHELNIERETEAN
| VRHED pH 8 4~4.5 (T2 725 F TR THEE
L KRB OAZ )=V DiRE (1:1) 10 mL TYAH (7R R E B0
i (AR )|
| W E K AT Z7 VA a gz (£ 0.5 mol/L KIEIR) DR (1000: 10) 10mL [ ZEfif

— —

1-4 AT AT ROVERBAN T A~ A HHEO 7 v —F % — b
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#1-5 WERME T <A 55H1E)

LC 54
VAN TSKgel SuperODS
(PNEE 2.0 mm, X 100 mm, K 7£& 2.3 um
D H — )
B AE i (mL/min) 0.2
EAE (L) 10
HT LIEE (°C) 40
BEhH AR : K e AT 27 v A e fig i (590.5 mol/L/KIEHR) DIRIK
(1000:10)
BiZ: 7B h=RUL e OIAT H 7 VA v g g (#90.5 mol/L/KIE
%) DK (1000:10)
Varali=sa N i
RFfE (5) | AR (%) | BiR (%)
0.0 95 5
1.0 95 5
10.0 20 80
16.0 20 80
17.0 95 5
27.0 95 5
MS &1
P EE—R MS/MS, IR A At
AF AT —F ESI(+)
AF AT —EE (V) 5000
b—&—iiE (°C) 450
2T TAY— T A 225, 55 psi
H—RHTA 7253, 70 psi
al)a A EFR
TERALY (m/z) 485.3—163.2[DP: 106 (V) , 2V ¥z =1 /LF —:35(eV) |
EMEAT (m/z) 485.3—324.1[DP:106(V) , 2V Va3 /LF¥ —:23(eV) ]
ERFFREH (min) 6.1
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| kS5 g

| NI eaFREREIR 45 mL 22 REV AR

1 3500 r/min "C 5 47 i3 057 B

| AR A

L ~F P50 mL A INZ S R ED

1 3500 r/min "C 5 57 5 047 B
‘X/I/ﬂi‘/ﬁé“&ﬁﬂ%ﬁﬁ‘?t“:/I//\“?/“IZ“‘/-N-I:“:/I/BEIUF“/ﬁéié\ﬁii:ﬁ?AEOasis MCX (150 mg/6 mL) ]‘

| A% /—n5mL, K5mL Carsa=>7
| 7KJE 10 mL Z7EA
/K 10 mL TP
AH )—)v 5 mL CTHe
K AZ )=V N 25% 7 =T KOIRIR (6:3:1) 10 mL TH Y (4 ik A £ )
DA (AR )|
| W E K AT Z7 VA a gz (9 0.5 mol/L KIEIR) DR (1000: 10) 10 mL (ZIAfE

— —

15 BT~ A LU SHHEDSHET B —F ¢ — b
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#£ 1-6 WESME ARVTFARNEY S — )L AL TFE AN AN T7X )% NIANTY AR
WNFT7 o7 z=a— L5 HTiE)

LC &4
AN ACQUITY UPLC BEH C18
(W& 2.1 mm, £ 100 mm, $7 1% 1.7 um
: Waters )
FEENAR it S (mL/min) 0.35
HEA & (uL) 5
BT LIBE (°C) 40
BEhH A% :0.5 mmol/LEERET > €= LV
Bifi : A% ) — /L (LC-MSH)
75V N
RFE (43) | A#R(%) | B iR (%)
0.0 95 5
1.9 70 30
5.71 10 90
8.60 10 90
8.61 95 5
11.0 95 5
MS A4
HEE—R MS/MS, ZIRA A F5
AFAE—NR ESI(+ XX —)
AF L AT L —EBIE (V) 5500 3 1%-4500
b—H—iiE (°C) 650
T TAY— I A 285, 60 psi
K —RH A 723, 70 psi
g H A EH
EBmAS Y (mfz) . EMWAAY (m/z)
Ta A4 D Ta I A2
Yt — | DP (E&H) __ (EMER) __
qAe W) 2rar 2rar
(mfz) | =¥ | (mi) | =%
—(eV) —(eV)
AT 7 AT — L 254.0 81 92.1 37 108.1 33
ANNT 7E ) AN 280.9 81 156.0 23 108.0 33
ANT 7% )XY 301.1 96 156.1 25 92.0 45
R ARV 2 291.0 101 123.0 33 230.0 33
FFLTr=a—)L 354.0 45 185.0 28 289.9 -18
PREFIEH] (min) ANT 7 A RFPY =31 AVT7E) A RFT 34,
ANT 7 X FYY 40, FUARTY LA
FT T r=a—)L 33
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| B0 g
| 7ER=RIL 80 mL KON ER=RILEFI~FH L 80 mL ZANX RETF AR
1 3500 r/min “C 5 57 5z 047 B
| FlEziiie s
| KR (%) 1 mL 212 C7 B h=FJ/)LC 100 mL [ZEZ
77 e L LAY 7 VR =15 Al InertSep NH2 FF (500 mg/6 mL) J|
| 7Eh=RUL 5 mL CPEdE
L HRHE 5 mL 27 (B R A B
| TER=RILV RO (100: 1) IRHK 5 mL T H (B8 R 2B H)
| KT20mLIZESR

16 AT F AR =)l AT AR LY AT 7RI FP YL BIANTV LR OF T T =
= VBRI 7 B —F o — |
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2 1-7 WESRE (mrvaraxyor Favafto o eofn) kN /v 7aev 0 458rEE)

JnzaFxt 50

LC 54
BT A Mightysil RP-18GP
(NFE 2.1 mm, £ 150 mm, K128 5 um
B bR
T EFH it 13 (mL/min) 0.2
TEAR(uL) 2
1T LI E(CC) 40
BEhH A1 vol% X W& A 50 mmol/LFFEE T & =17 LRI
Bi&: 7 Er=RI/L
75 N
IRF[H (53) A #&(%) B #%(%)
0.0 90 10
8.0 50 50
12.0 10 90
18.0 10 90
18.01 90 10
25.0 90 10
MS &1
HEET—F MS/MS, JBIRAA
AT AEE—R ESI(+)
AF AT L —FEEN) 5500
b—&—IRJE(C) 300
AT TAYP—TTA 7253 50 psi
B—TNTT A 725 80 psi
aYgH A EH
TEmAA (mf). A (/)
Ta A4 D PA=Z A A0
e | pp | CERRD | G
puny W) :l):/a/\\ :t):/a/
(m/7) TRILF (m/7) TRILF
—(eV) —(eV)
Trazakt 360.1 46 316.1 27 245.1 37
AEVA=E S A 332.2 9 314.2 31 231.1 49
LT adH 320.0 66 302.0 23 276.0 23
LR FFEFRE] (min) zrunzafxthr 56 vrrvaxti 52,
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| #BF5g

1 02%AXV U K Y7 B =RV OIRIE (3:2)80 mL M Z ARETF AR
1 3000 r/min "C 5 57 5z 057 B

| AR A

1 AHEZE 0.2%AXV A% K O 7 Eh=R /L DIE#R(3:2)T 100 mL (ZER

| Al 10 mL 531
| 93 mL E TN
PE=A R PN E = E R R B ARSI =5F A [Oasis HLB(60 mg/3 mL)]|

| A%/—5mL, K10mL Tars4ra=r7
| RS A TEA
| 7K 5mL T
| A% =)V 5 mL CIEH (R K2 B
1
DA AR )
| BEWEIK, A% —V K OHEEE DR (500:500: 1)10 mL [Z¥f#

X 1-7 xTrovuXHsr (Fazaxhi oo KO V7 Xty o SirEOSE
7u—Fx—h
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# 1-8 WERME VT Y ATV e FHXT TRV ATV JORF ATV HTE)

LC 54
L-column2 ODS (A% /L 71 —)
A7 2 (N£E 2.0 mm, £ 150 mm, H77-£8 5 um
AL B AT TE R A L)
BB A 0 H (mL/min) 0.2
EA R (L) 1
7 LIEFE (°C) 30
AR K R OVEERE DR R (1000:1)
B Bil: 7 k=L
B (5) | A(%) | BiR(%)
0.00 95 5
NN 10.00 0 100
Eadads i 12.00 0 100
12.01 95 5
16.00 95 5
MS &1
P EE—R MS/MS, R A A Fi H
AT ALE—R ESI(+)
A B —TxAAEFE (kV) | 4.0
A H—T AR (°C) | 300
J VA LA IR S (°C) 250
t—h7ay 7R (°C) 400

I TAP—TA %3, 3 L/hr
RIAAL T TTA %3, 10 L/br
b—T AT A 7% 10 L/hr
aUyar A V%= 4

EEA A (7). EMEA A2 (mrz)

Tug A4 D FASY AT 20
(E&H) (ETE)
=DM ENS ayVgy
e i
(m/z) 3_:2/ * (m/z) D:Z/ *
(eV) (eV)
IRNTETHAT)
4-epi- 7 VT T A7 479.0 444.1 21 154.1 28
FX T ATV
bepiAio T oy | 010 426.2 21 4432 14
ThIY A7V
4epi-T N THATV 4450 | 4102 20 4272 15
R P A7) 445.0 428.2 20 154.1 30
IWVT T Y ATV 5.0, d-epi-Z VT RTH ATV 4.4,
PREFIEH] (min) AXRLTITHAVY 43, 4-epi-AF T TTF ALY 4.0,

ThIYV ATV 4.4, 4-epi-ThT VATV 3.9, RXRH A7 5.0
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L #B5g
10 mmol/L =F Lo 7 I UEERE — T N Y A5 A~ v L ~A ARTEE (pH 4.0) filiH]
| 10 mmol/L =F L U7 IV WERRE NI LG R~ v ¥ LA %R (pH 4.0) 100 mL 21 %
| 1 EARESFAX
1 3000 r/min "C 5 57 5z 047 B

RFLe o=~ BU R ARI= T 2 [nertSep PLS-2 (270 mg) ]|
| AZ = VR OKE S5mL Car s a=r7
L HRH# 10 mL 27 A
1 7K 20 mL Gy
1 KK ORAS ) — )L DRI (4:1) 10 mL TP
L 20 mmol/L FEfET > = NG A AK ) —/V K UVKDIRHE (4:1) 10 mL T (A HRE BB
| 20 mmol/L FEfE T > B =0 INGE G AX ) —)V L OVKDIRHE (4:1) T 10 mL (\ZESR

1-8 Z7ans IV A4 7V X T F IV AT VKRR RX YA TV 3 HTEDSTE
7ur—=Fv—h
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# 19 WERME(TuLT =3 — 1 o5iTik)

LC &1
YN Ascentis Express F5
(NFE 2.1 mm, £ 100 mm, KL 1-£8 2.7 pm
: Supelco )
+ Ascentis Express F5 Guard Column
(WL 2.1 mm, £ 5 mm, 718 2.7 pm
:Supelco HY)
B E AR It (mL/min) 0.2
EAE (L) 5
A7 LIRE (°C) 40
B EhH AR K M OERE DR 7 (1000: 1)
Bifk : 7 b=V K OFEEE DR (1000: 1)
7TV TN il (43) | A (%) | BiR(%)
0.0 100 0
5.0 60 40
7.0 5 95
17.0 5 95
17.1 100 0
MS &4
HEE—F MS/MS ., JEIRAA 4 H
AAAEE—F ESI(+)
AV AT L —FEJE (V) 5500
b—&—RFE (°C) 400
T TAY— I A 285, 40 psi
B —TNITA 723 60 psi
aJvoar A EoE
E A (m/7) 248.0—91.0 [DP:46(V), 2Uvar T x/L¥—:63(eV) ]
EMEAAY (/) 248.0—131.0 [DP:46(V), 2V Yar o x)LF—:29(eV) ]
PrFFRF#] (min) 4.4
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| #EH10g
Ik 4> i B OVl |
| 6 mol/L Y% 20 mL Z M2 ke L, 100°COAA NV SAT 3 RERINA 7 (15 43 E S HE )
1 30 53 Eum
K 10 mL Jz OFH 40 mL 2%, 5 45 RS
3000 r/min “C 5 47 fi]iz 0055 e
AFYUE R
HHRIZ AV Y L' T A 545]2 g A IRA
W5 Al
T b K OUKOIERE (1:1) 20 mL THeif
A A HHETKT 100 mL IZER
& # LM A £ 55 AlnertSep K-solute (5 mL) ]|
} R 2.5 mL A, AL TR A 1 g KON 7.5 mol/L KER{L TR AFAH | mL 21298 A
| BB AETEA, 30 27 [ AGE
| HEEETT L 30 mL CIFH (RIR K Z B
i (bR %))
1 FEEWE 0.1 vol Yo liElk K ONAX J— VDRI (1:1) 1 mL I\ ZEfiR
‘X/lzzk‘/ﬁﬁﬁﬂ%ﬁfﬁ“/‘\b“:/w\“‘/1?‘/—/\#1:“:/1/15’DUF\‘/ibié\ﬁii:ﬁ?A[Oasis MCX (150 mg/6 mL) ]l
| A% =L 2mL, 0.1 vol %R M AKX ) — /)L DR (1:1)3 mL T 5 4 a=7
| R ATEAN
1 0.1 vol % FERE e ONAK ) — /L DIRR (1:1) 3 mL CTHEE
| A% /—/v 2 mL THH
| ARV RN 25% T =T KON (99:1) 5 mL TR H (FE R ZE T
i (AR )|
| BEEWE 0.1 vol %o lEEE K NAKX ) — )L DIRHE (9:1) 2.5 mL (VA fiF

— = = = —

19 TEAT==m— IR SHFE T B —F — |
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# 1-10

HESRME ('R TrE VI RN DN = Y HTE)

LC 54
J17 I ZORBAX RRHD Eclipse Plus C18
(PNEE 2.1 mm, £ 100 mm, K778 1.8 pm
: Agilent Technologies %)
B AE i (mL/min) 0.4
A (uL) 5
7 LR (°C) 40
BEhH AR 7K S OVEERE DR:HE (1000: 1)
Btk : A%/ — )V} O\WERE DR R (1000: 1)
75 N
I (53) | A#R(%) | B iR (%)
0.0 100 0
5.0 85 15
10.0 5 95
12.0 5 95
12.01 100 0
16.0 100 0
MS S
WEE—R MS/MS, JEIRA A
AT ALE—R ESI(+)
AT AT L —EBE (V) 5500
b—%—RE (°C) 350
AT TAY—TTA 7254, 70 psi
B—TNTT A 755 50 psi
al)a B A EH
EBmAL Y (mf7) . EMHAAY (m/z)
T A4 D PA=Z A A0
Syh—t— | Dp (Eif?jyay (m/@f;%y
SEE A L S e e R
—(eV) —(eV)
TEXFIY 366.0 16 113.9 25 349.0 11
TEXT Y dy 370.0 21 353.0 13 - -
TUELY 350.0 26 105.9 21 114.0 41
T -ds 355.0 26 110.9 23 - -
R DA = 334.9 36 160.0 15 176.0 17
_=2V G-dy 342.0 41 183.0 19 - -

PRFFEFHA] (min)

| 7TERI UL 35, TUELIL 72, AU UAAN=UUY 90
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LiEF5 ¢

| 0.17 mol/L il 5 mL K TN 5% 5> 7 A7 U NI AFERR 5 mL 2 A S—T7 L ClRG
1 5 mg/L WARYERS % 0.125 mL #0

| TN ROV R REETE (pH 6.0) @ DIRHE (1:1)40 mL MR ARESF AKX

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

| A& (B 125 mm, No. SA, ADVANTEC #) TAifa

| A 2 mL 4y E

1 0.1 mol/L fREET > &= NEFIK 20 mL %Nz pH 8.0 Z 3
‘7m:17jv1/A75'.‘;?%‘

| Z7eadv A 20mL 21z 5 5 RHEED
1 3500 r/min “C 5 57 i3z 04y B
| BESER
| BEAATI/OaRV LB E
DL =N P N-E S A B R E A R = %5 A InertSep HLB (200 mg/6 mL) ]|

| 7ER=FJ/L 10 mL, 7K 10 mL, 0.1 mol/L JRFET > &= AEWE 10 mL T 7 4a=7
| ERECHELIIEIRAE A
1 0.1 mol/L [REET > E=0 AIKIR 5 mL C 3 [l
L 7EI=RILV R OUK O (1:1) 5 mL THE H (SR R E B
i (bR %))
| 50 mmol/L FFlET > & =17 AR 4 mL [ YA

| 2mL 43 HL, 50 mmol/L FFlE7 > & =0 AESHE T 5 mL IZESR

1-10 7TEFIIVL TSN N OIRC D NN AR U S HTED ST E 7 e —F v — b
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# 1-11 JIESRME Vo ~T ZARG L)

LC 54
Mightysil RP-18 GP
7N (N 4.6 mm, FX 150 mm, K78 5 um
BRI b RN )
F H g I EE R s (FL)
AR i (mL/min) 1.0
EW N (T D) 20
H7 L (°C) 40
B AL ) — )V K B ONEERE DR R (65:35:1)
Jib kLI & (nm) 365
A & (nm) 515
PRFFRER 9.0
T
| #EH10g

1 5%MERE 20 mL X OV h 100 mL 201 1 5 BIAEYFAX
Gl
| AiEgs EOFREMICT 2R S0 mL A I1Z 1 3 RIARTEYF AR
Gl

| AlEAEDETT 'R T 200 mLIIZESR
‘ﬁﬁ???/va/WK‘\/Uﬁ/f“ﬂ/i:ﬁﬁb [InertSep C18 (1,000 mg/6 mL) ]‘

| A% /—v 5mL, 5%l 5 mL Car T 4a=rr

| fhHI# 10 mL 27K 50 mL & OVFEEZ 0.5 mL %00 % CA fif

LK AR =V B OWERR DOIRHE (50:50:1) 10 mL THEY

L AZ =V KR OEERE OIRNIE (95:5:1) 5 mL CIEH (23R HRZH5)
| AZ =V KK OWEREOIRHE (95:5:1) T 5 mL IZER

1-11 o ~TEARGHIED TiE7 a—F v — b
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# 1-12 WIERM (2 T~ A HTE)

LC 54
VAN ACQUITY UPLC BEH C8
(NFE 2.1 mm, £ 100 mm, K2 7-£8 1.7 um
: Waters )
B AE i (mL/min) 0.4
A (uL) 5
HT LIEE (°C) 40
BEhH AW K e ONEERA DR (1000: 1)
Bif% : 72 h=RIL K& ONFERR DR (1000: 1)
75 N
RefE] (57) | AR (%) | BiR (%)
0.0 95 5
1.0 95 5
6.0 40 60
6.01 95 5
10.0 95 5
MS &4
HEE—R MS/MS., A A F5
AT ALE—R ESI(+)
AF AT —EE (V) 4500
b—4—E (°C) 500
AT TAYP—TTA 7253 30 psi
K —7RHT A Z25%. 70 psi
ala A ESE
EBAT (m/z) 785.9—1089.2 [DP:91(V), 2V¥a = /L ¥ —:35(eV) ]
EMEAA Y (m/7) 785.9—179.1 [DP:91(V), aUvar T x/L¥—:35(eV) ]
LREFIER (min) 3.7
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I "5 g

— = =

l

7 TR 50 mL L N raa Az 25 mL # Mz AT AR

3500 r/min T 5 4 iz L7 e

15

PRI T BRI 25 mL &2 00Z 5 4y RS

3500 r/min T 5 433z O 5 e

FiEEADEATAAM (E 40 mm, GA-200, ADVANTEC #) Tl 5| Aith
Az 7 TR T 100 mL IZE S

5 mL 47 HX

BEH AT IaarAZ L 5

Pr=ARUBr N = nl R R EA RI= 57 AlnertSep HLB (200 mg/6 mL) |

!
!
!

AX =)L 5mL, K 5mL Carysr ia=7
FETHELNEKIZAK T mL 22 1A
KL OALZ ) — )V DIRHE (7:3)5 mL T 2 [ e

77 L YA B2 LI =HF [ Sep-Pak Plus NH2 (360 mg) ]|

!
!
!

AZ )—)U 5 mL, A% )— )V G OUKDIRWK (4:1)5 mL Car s 4ia=r2
PN AR B N-E o RO E SR =T AD R
AR )— )L R OUKODIEWE (4:1)5 mL TR H (B H R ZE- B

e ()|

l

TR A K R OAK ) — )V DR (1:1)2.5 mL (ZVsfR
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[&Fn 4 5]
# 1-1 PESRM:(RTATTF 2 5011E)

LC &:fF
VRPN InertSustain C18
(NEE 2.1 mm, BE 150 mm, KL 7% 5 um
VA )
B aE)HH (mL/min) 0.3
A (uL) 2
717 KRJE (°C) 40
@t A¥Z : 2 mmol/LEERE T > & = U LRI

Bk : 7 rh=FU W

VA= N (i

el (53) | AWK (%) | BiK (%)
0.00 30 70
1.00 20 80
10.00 20 80
10.01 2 98
20.00 2 98
20.01 30 70
25.00 30 70
MS &1
HEE— R MS/MS, ZIRA A F5
A X ME—F ESI(+)
A F AT L—8EE (V) | 5500
b — & —iiJE (°C) 400
2T TA P —HA 285, 60 psi
K —NH A 225, 60 psi
al) g HA e
ERA A (m/) 916.4—331.2[DP: 111 (V) , 2V Va3 LF—:33(eV)]
EMEA A (mfz) 916.4—593.3[DP: 111 (V) , 2V a3 L¥—:21(eV) ]
LRFFFRA] (min) RIAZF > 6.1
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_B(
=

| #EH10g

A% =L 100 mL Mz 1 53 AT F AKX
W51 5t

TR W% A% ) — 1 50 mL CTUer

Al Aot A% ) —)LC 200 mL IZER

o
j==g
— «— <« <« |

V57 7 AN —R AT )7 e N Y ALY 7 LV EEIE = HF 2 [InertSep GC/NH2(500 mg/500 mg/20 mL)]|

L A% 7= 10mL Tars va=rs
| HhHR 4 mL A
| HEER =T L K O ER OIRE(100: 1)20 mL CYAH (BRI A D)

R R )

1-1 R AZFURIiEDGIIE7 v —F v — b
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#1222 BIESAE (LS — V51T 1E)

LC /4
7 I InertSustain C18
(NEE 2.1 mm, FX 150 mm, K 725 5 um
i | ) = s 8 : )

B EhAE i (mL/min) 0.2

A& (uL) 5

H17 LIRFE (°C) 40

eSS AWE KK OV ORI (1000:1)

B : 7 b=k VU /JL(HPLCH)
75 "N
IRF[H (43) A H&(%) B #%(%)
0.0 90 10
15.0 10 90
18.0 10 90
18.1 90 10
23.0 90 10
MS &1

HEE—K MS/MS, JEIRA A

A ALE—R ESI(+)

bb A4 A7 L —FEE (V) | 5500

b—%—RE (°C) 700

AT TAY—TTA 725, 60 psi

S —7RIJ A 755 60 psi

aUya A o

TE A4 (m/z) 205.0—178.0[DP:91 (V) , 2V a3 L¥—:31(eV)]

EMEAA 2 (m/z) 205.0—91.0[DP:91 (V) , 2V¥ar =R /LF¥—:55(eV)]

PREFIRFfE] (min) 4.7
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| #ABF10g

7 ER=RIL 60 mL K OVEKHREE TN T A 20 g #0014
I 1 REAREDFAX
L3000 t/min T 5 57 5z 055 fe
| #EEAE, T EN=RNVEARRD
| BEWICTER=FL 40 mL 2012 5 4 RHEES
L3000 t/min T 5 47 5 05y e
| fkesHid, 7eh=NVEEERD
| AEEbED
[ v
I TER=RIVEFIAF Y 100 mL 2002 5 43 RS
l TEr=NIVEEERD T ER=R)LC 200 mL E R
L HhHE 1 mL 43 Ee
A (AR 5|
L WKL O 2 =RV ORI (3:2)1 mL (2 f#

R 12 LA — ASHHED LT B —F % — k
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#1-3 WERME (N IT_E — Vo HTiE)

LC &M%
VN ACQUITY UPLC BEH C18
(N£E 2.1 mm, £ 100 mm, K2 7-£8 1.7 um
: Waters )
B AE i (mL/min) 0.35
N (ul) 5
F17 LIRE (°C) 40
BEhH AW 1 0.5 mmol/LEERET & =7 LK
BiR : A ¥ /) —)u
75 N
IRF[H (53) A #&(%) B #%(%)
0.0 70 30
6.0 5 95
13.50 5 95
13.51 70 30
16.50 70 30
MS 1
HEET—F MS/MS, JBIRAA
AFAbE—F ESI(—)
AF AT —EE (V) -4500
b—&—IRJE (°C) 650
AT TAYP—TTA 7253 30 psi
B —7RHT A Z25% 70 psi
aog A EHR
TEBA4 2 (n/z) 326.9—181.9[DP:-95(V), 2 ar TR /LF¥ —:-30(eV)]
TEMEA A (m/z) 326.9—145.9[DP:-95(V), 2V g TR /LF¥—:-42(eV)]
PREFIRER (min) 5.6
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| #EH10g
IR 53
L 5 mol/L KE&{LF N AFRHE 10 mL Z00%, 100°CC 3 R IEA
| A% /—/v 5mL, 5 mol/L #gf#% 12 mL M O'WEEE—F /L 40 mL Zh1 2, 10 rE#kED
| 3500 r/min T 5 4y [ 05y B, BEBR =T VB A ERD
| AKBICHEEE=F /L 40 mL N2 5 43R ED
1 3500 r/min T 5 4yl Dy B, BEBR =T VB A ERD
| Bip—FVEaeaoe, BFiE—F /LT 100 mL [ZESR
| FHK 0.5 mL 43 He
A (AR 25|
| B2 ) — v R OWERE OTRH(1:1)5 mL (ZHfR
1 BRI/ FEIK 25 L 2z 90°C T 16 FERTINEL
A AR 25|

| BRI EAZ ) — )b K OUKOIRH(T :3)5 mL IZE R
POV BRI AV = L P -N-E =L e Y R 3t B A (K= 4T 4 [Oasis MCX(500 mg/6 mL) |

| AZ =) SmL, A% ) —/V L OUKDIRIR(T:3)5 mL T 54 a=7
| FRLCHELN A TEA

| AZ =V R OUKOIRH(T :3)5 mL CHaE

| A% /=1 20 mL TIE (BB R EZ D)

| BEMET E=RL R OUKOIRE( : D4 mL (AR

1-3 NIIIGRUEY =V HED GTET7 v —F v — b

152



#* 14 WERME(E~TVUHHTE)

LC /4
H T A TSKgel VMpak-25
(N 2.0 mm, X 150 mm, KL% 7 um
DEH—H
B AR i (mL/min) 0.3
A (uL) 5
77 LR (°C) 40
B EhE AW : 10 mmol/LEFRE T & =7 LRI

Bk : 7 h=FU W

VA= N (i

IR (53) A H&(%) B #%(%)
1.40 15 85
2.70 35 65
11.50 35 65
11.51 95 5
17.50 95 5
17.51 15 85
22.50 5 85
MS &1

HEE— K MS/MS, SR A A F

A A AE—R ESI(+)

A F ATV —FEE(V) | 5500

b — X —iRE (°C) 700

2T TA P —HA 225, 80 psi

B —NIT A 723 80 psi

al) Vg AR EFR

EBA A (m/f) 86.9—44.1[DP:86(V), 2V VgL = R/L¥—:86(eV)]

EMEA A (m/z) EHY

{RFFIFR (min) 7.1
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T
!

=
EE

— e e e

l

rml

RS g

10% N7 aafElE 30 mL, ~F 2 3 mL L OEFE=F /L 3 mL Z N2 HRETF AR
2500 r/min C 5 43305 e

AU E R OWEE —F )V T & e 3

10% N 7 e e g % 43 H

ke i

10% N7 aafElE 15 mL, ~F 2 2 mL L OFE=F /L 2 mL Z N2 ARET0F AR
2500 r/min C 5 43305 e

10% ) 7 v [P e 445 B

e At

AHiEEE DT T10%MN 7aaFEfE T 50 mL IZER

LI BIRIE R L =B -N-E =L e R RV R ARSI =55 4 [Oasis MCX(500 mg/6 cc)]|

l

1-4

AZ )=V TR 25% 7 =T KOIEHE(95:5)10 mL, A% /—/L 5 mL,

HEMZK 5 mL & O 10% M 7 eafEfE 10 mL T2 7 (a=r7

R 10 mL 273 A

K5 mL % 2 [B] g NA% /—/L 10 mL T

AZ )=V e O 25% T =T KOIRHR(95:5)7.5 mL T H (A R 25 )

BT U UHTED pE 7 v —F v — b
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#1-5 WESRME (T 7 a)y DL

LC &1
7T A XBridge BEH C18
(WA 2.1 mm, KX 150 mm, KL 75 5 pm
: Waters )
B E AR itE (mL/min) 0.2
A (uL) 2
7 LIRJE (°C) 40
B AW : 50 mmol/LXEET > & =7 LA (pH 4.5)

Biti : A% /) —)b

VA= N (i

IR (53) AWK (%) Bit&(%)
0.0 90 10
7.0 40 60
12.0 40 60
12.1 90 10
20.0 90 10
MS &4t

HEE— K MS/MS., R A A F

A FAbE—F ESI(+)

A F AT VL—EFE(V) | 4000

b — X —iRJE (°C) 400

FTITAYP—HA

725 70 psi

K —R I A 7253 70 psi

aY g HA EH

Ew'mA A (m/z) 243.0—150.0[DP: 16(V), 2V Vg TR /LF—:15eV)]
EMEA A (m/z) 243.0—94.0[DP: 16(V), 2V ¥a = x/L¥—:17(eV)]
PRFFIRFERE (min) 4.4
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_B(

=

| #EH10g

7Er=R/L 50 mL Z I HRETF AR

3000 r/min C 10 47 iz .00 55 i

e Al

7Eh=RIL 20 mL &2 10 Z3 R ED

3000 r/min T 10 47 5z 055 B

ke A1

ARz EHDETT7ER=F/LT 100 mL [ZEZ

‘77/l//‘ﬁ:*r“/“/“t“:/l//\“‘/ﬂf‘/-N-l:“:/I/l:°DUF“/i\tEé\WiSﬁ?A [Oasis WCX(150 mg/6 mL)]\

!
l

7Eh=RN)L 10mL Tars4va=7

Fh I 10 mL 27 A

7Eh=k/V 5 mL Ty

K, 7ER=RL R OXEEOIRHZ(90:10:2)10 mL TR H(BIE R E D)
K, T EF=RIL RO EE DR (90:10:2) T 10 mL (ZEFR

1-5 77 a ) v ASiiEOGHE7 2 —F v — K
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# 1-6 JERM (=R S_=F5rik)

LC &1t
VIRV InertSustain C18
(NEE 2.1 mm, BE 150 mm, KL 7% 5 um
VLA R
B #)#E )i # (mL/min) 0.2
EAE (L) 2
717 LR (°C) 40
B EhE AR : KL OFEEDOIRHE(1000 : 1)

BiR : 7 =Y, (HPLCH)

VA= N (i

IRE ) (59) AW(%) | BiR(%)
0.0 80 20
10.0 10 90
15.0 10 90
15.01 80 20
20.0 80 20
MS 5:1F

HEE— R MS/MS., B A7 F HY

A A AT R ESI(+)

A XL AT L —8EFE (V) | 5500

bt — % —EJE (°C) 450

FTITAYP—HA

7254 60 psi

Z =R A 725, 60 psi

2 VarHA %

FEBA A (/) 238.0—206.0[DP: 11 (V). 2U¥ > T FLF—:17(eV) ]
EMEA A (m/z) 238.0—136.0[DP: 11 (V) , 2UVa = x/L¥ —:37(eV) ]
PR3 RER (min) 6.0
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ﬁ
=

| #ABF10g

=
EE

7Er=R/L 60 mL, 7 Er=R/LEIFI~FH 40 mL K OMEK RIS TR A 20 g 2002
1 AT FAX
3000 r/min T 5 4313z 05 e
kS, 7TEh=NVEE RS
PR e DAY IZTBR=R/L 40 mL 2012 5 43 ff#RED
3000 r/min T 5 433 O 5 e
e A, 7eh=R V@D
ARz DETTER=N/LT 200 mL [ZEA
i 4 mL 4y B
[ AR 25|
L W% K& O B h=NL O (3:2)10 mL IZVAfE

— e = e e

1-6 = FSX— O HEDOGITE7 v —F v — b
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# 17 WIS (FADNNRD L RN TY ) o5 Hiik)

LC /4
VIRV InertSustain C18
(NEE 2.1 mm, BE 150 mm, KL 7% 5 um
VLA R
B AR i (mL/min) 0.2
A (uL) 5
77 LR (°C) 40
B EhE AR 2 KK OV R ORI (1000:1)
Bk : 7 =K U /L (HPLCH)
VA= N (i
IR (53) A H&(%) B #%(%)
0.0 90 10
15.0 10 90
18.0 10 90
18.1 90 10
23.0 90 10
MS &1
HEE— R MS/MS., BIRA A F5
AFAbE—F ESI(—). ESI(+)
A F AT V—8EE (V) | -4500, 5500
b — X —iRJE (°C) 700
2T TA P —HA 285, 60 psi
& —RIT A 725, 60 psi
a)Va s HA EHR
EBAT (), EMAT (/)
TaB I A D | TeF I @
7V — (E&EH) GEMER)
DP
H— V) :'U‘/at/ :'U‘/at/
A m/)) | =RAE— | (mfz) | =HLF—
(eV) (eV)
4 4= )LR=UR 301.1 -14 137.1 -18 107.0 -44
a7 ) 415.0 88 100.0 37 121.0 30
PRFFIRFERE (min) 44 = L R=YR 123, N0 7Y /0 6.9
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ﬁ
=

| #EH10g

=
EE

7Er=R/L 60 mL K& OMEKAREE T NT A 20 g 2012
1 pEAE AKX
3000 r/min T 5 43 f#lizE 05 e
kS, 7T Eh=NVEE RS
PR T Eh=RV 40 mL 21z 5 /R ED
3000 r/min T 5 4330 5 e
Mk A, 7T EN=NVEE D
| AEEbED
I TER=RIVEFIAF Y 100 mL 2002 5 43 RS
l TEr=NIVEEERD T ER=R)LC 200 mL E R
L HhHE 1 mL 43 Ee
A (AR 5|
L WKL O 2 =RV ORI (3:2)1 mL (2 f#

— = e

1-7 T A IR RONa T ) SHTEOSTE T v —F ¢ — |k
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F1-8 MERME(FER T THRIR, FTIU0 R OF) )~ AT 5L

LC §:fF
VRPN InertSustain C18 PEEK
(NEE 2.1 mm, B& 150 mm, KL% 3 um
VLA R
B aE)HH (mL/min) 0.2
A& (ul) 4
717 KRJE (°C) 40
@t A¥Z : 2 mmol/LEERE T > & = U LRI

Biti : A% /) —)b

VA= N (i

RER (5) A (%) B #%(%)
0.00 40 60
6.00 5 95
12.00 5 95
12.01 40 60
15.00 40 60
MS &4
HEE—F MS/MS. &R A A Fr
A FAbE—F ESI(+ X1 —)
A F AT VL —FEEV) | 4500
bt — & —JRJE (°C) 500
2T TA P —HA 285, 60 psi
& —RIT A 725, 60 psi
alTg A e
EEA A (), ENEA A (/)
U
FYH—HF— | Fagsk | DP :Z);Z';_I
AF>(m/7) A7 (m/z) (V)
(eV)
.. (EEH) 688.3 635.5 1 27
FERTY
g (EMEH) 693.3 675.3 1 51
_ . (EEH) 589.3 235.1 -1 46
AUR= AN —
F (EMEH) 589.3 173.1 -1 -58
J5o (E&EH) 782.4 747.0 1 29
(EMEH) 787.4 431.3 1 69
(E&EH) 768.3 733.4 1 27
W) )< A —
d (EMEH) 773.3 431.3 1 67
PR EFERY (min) | Ex 2090, 752099, B /v A2 93, TR 15
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| #EH10g
il
L TERb=RIV R OVKOIRRE(9:1)60 mL ZH1 % 30 FRIAESF AKX
L %515
I R ET =RV R OVKOIRHE(9:1)60 mL THaE
| AliEEDE, 7EN=RIV R OVKOERRO: 1) T 200 mL IZER
e =~ PUN-E =Ry L A= 55 4 [Oasis HLB(200 mg/6 mL)]|
TEr=RL R OUKE SmL T s 4va=r2
fHE 10 mL 12K 15 mL 2002 THEA
KK OAZ ) — /L DIEHE(1:1)10 mL CHEHF
A% 7 —)L 10 mL T (B R Z TR 5)
| AZ =T 10mLIZER

—  — o

" 18 EXLTr, THRYE, FTLLROFY <A LU BHHEO TR T r—F v — b
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#£1-9 BIESME: (DY HTE)

LC §:fF
7 A InertSustain C18
(NEE 2.1 mm, B& 150 mm, KL 7% 5 um
VYA AR
B &) HH (mL/min) 0.2
EAE (uL) 4
717 NRFE (°C) 40
B EhtH A¥Z : 2 mmol/LEERE T & = U LRI

Biti : A% /) —)

VA= N (i

IR (53) A (%) B (%)
0.00 60 40
10.00 20 80
15.00 20 80
15.01 60 40
20.00 60 40
MS &4t

HEE— K MS/MS., R A A F

A FAbE—F ESI(+)

A F AT VL —EFE(V) |5500

b — X —iRJE (°C) 450

FTITAYP—HA

755 60 psi

K —R I A 725, 60 psi

alYva s HA S

E'A A (mk) 202.1—145.1[DP:66(V), 2V a T H/LX —:16(eV)]
EMEA A (m/z) 202.1—127.1[DP:66(V), 2V ar T3 /LX —:39(eV)]
PRFFIRF ] (min) 8.3

163




_B(
=

| #ABF10g

7R 100 mL 2002 1 AT AKX
W51 A5t

PR W% T £ 50 mL CHEHS

Al AT, 72T 200 mL IZER
Fh I 10 mL 43 B

o
j==g
— — — <« <« |

il
L %91 mL £THAE

\ZL%?%“ S NINALT Y A7 V=717 L[ InertSep C18(1000 mg/6 mL)]|

L A=K SmL Tars4a=ry

L BREIRITK 20 mL 202 CTHEA

L KB ORZ ) — )V DIEHR(8:2)10 mL CTHE

L A% )= R OVKOIRE(8:2)10 mL CIEH(RIAHRE£D)

L AF =)V KROVKOIER(8:2) T 10 mL ITES

_.\
o

19 IANRNYASHIEDSHE Y B —F v — |k
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# 1-10 JESAM: (UL AR o3 HT1E)

GC 14
B2 ECD
B5 DB-1701
(NFE 0.25 mm, FX 30 m, 5/ 0.25 um: Agilent Technologies )
717 LR EE(°C) 80°C (2 min) —30°C/min— 190°C —2°C/min—280°C (5 min)
FEA DHEEE(CC) 250
i A IR EE (°C) 300
XY —HA VNN
XU -v— A3 & (mL/min) 2.5
HEAE A7V F A
EA (L) 1
RFFIRER (min) cis-~JV AR 296, trans -~V AR 30.6
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| A5
I 7EMNA100 mL 2002 1 AT F AR
2500 r/min C 5 4 fii iz 0> 57 B
ke S
PR T2 50 mL &0 5 Ay BiEED
2500 r/min C 5 43 fiil i 047 B
ke S
A B ETT ' T 200 mL IZER
L R 20 mL 2y EY
L AT R A 10 g, /K 200 mL K O 32 100 mL Z001% 5 3 iEED
~E U ERD
AFH 50 mL Nz 5 A filiRED
~E U ERD
~FY RS D THEKMEL T N D A THKAIE

— = e e —

— — —

t

i ¢

it
L K95 mL £ O
7R =R LA
L ~F 25 mL
 ~FH iy =k % 30 mL Iz 5 5 MHESD
7= NV EEERD
XY AT ER=RL %A 30 mL A1z 5 A REIRED
TEN=RNIVEZED, o7 B = NIIVELEDED
R A R )
| W E A~ 5 mL IR
(B AR~ 7 L BT 2
| [Florisil PRCKI£E 150~250 1 m).
I Sgh~x ol i, EEICEKRRES N Y A5 | g B, PR 1.5 cm)
| SRR A TEN
I ~F ROV T L —T L OIRE(85:15)70 mL CTIAH (BIAHIRE D)
D)
| R E A~ 2.5 mL ISR

IH.

B| «— «— <«

3

1-10 ~VA R U U GHEDITEY v —F v — b
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F 1-11 WESME TR O T VAR A5 HT1E)

LC &4

IATNN InertSustain C18

(N£E 2.1 mm, £ 150 mm, B 7-£5 5 um

T LA A )

B AH i (mL/min) 0.2
HEA (L) 5
J17 LI (CC) 40
BEhH I

AWR :2 mmol/LEEEE T =0 AR

BiR: AHX /) — )

TIPS

AWR :2 mmol/LEEER T > & =0 BIRHR

Bi&: 7 Er=FrJ)L
Vivavl=Ng N lin

IRF[H (43) A 7(%) B (%)
0.0 10 90
8.0 10 90
MS &1
HEE—R MS/MS., ZIRA A F5
AT ALE—R ESI(+)
AT AT L —EBEN) 5500
b—&—iRE(C) 150
AT TAY—TTA 725, 60 psi
B—TNTT A 755 60 psi
g H A EH
EBmAA L (mfr). EMEAA T (m/z)
Tai A4 D Ta I A2
S (Ei)j?)“}a‘/ ([E‘@);H;“/“a‘/
SEE N I WL S e R VA R Qe
—(eV) —(eV)
TR 451.0 31 191.0 21 434.0 13
TIVAR) 527.0 31 267.0 21 239.0 33

(R4 12 [ (min) | 7L PV 39, ZAAFY 43
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| #BF5g
L 7' 100 mL Z2I1Z 153 HRESF AR
L2500 t/min T 5 4[5 05y e
| kst
L BEEWCT RN 50 mL 2% 5 A RRED
L2500 t/min T 5 47 5z 055 il
U Y S
| AEEDLETT BT 200 mL IZER
| HhHR 2 mL 43 Ee
s
L W ET 2=V K OVK ORI (1:1)5 mL (2R
bro 27 2 YA U7 VR =H T A InertSep C18(1000 mg/6 mL)]|
L 7Er=RILV SmL, 7ER=RV R OUKA: DS mL T3R5 4va=ry
| IR ATEAN
 TERr=RIV R OUKOIRRE(1:1)5 mL Y
I 7EF=RIV 15 mL CHEH (B TR ZED)
)
| BEDEA~FY U ROV =T LT —T VORI (96:4)10 mL (1A fE
(& per A~ 7 2% 53 =55 1 [ Sep-Pak Plus florisil(910 mg) ]|
L ~F Y 10mL TRy T ava=r s
| R AN
I ~FY ROV T —T )L DR (96:4)20 mL TH H (B Kzt D)

AR )

X 1-11 7/ RV EORTIVRA N UOoNTEOGHTE 7 a—F v — |k
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# 1-12 HIESM: (V=% 5 0riEk)

LC %1t
I RTAVN InertSustain C18
(NAZ 2.1 mm, £ 150 mm, K. 1-£8 5 um
VYA AR
B8 3 (mL/min) 0.2
EAE (uL) 5
717 LR (°C) 40
BEhE AR : KK OFEEDOIRHE(1000 : 1)

B : 7 =Y, (HPLCH)

VA= N (i

IR (53) A H&(%) B #%(%)
0.0 50 50
8.0 0 100
13.0 0 100
13.01 50 50
18.0 50 50
MS &1
HEE—R MS/MS, JEIRA A
AF AT —N ESI(+)
A H—T 2 ARET(KV) | 40
AL =Tz AARECEC) | 300
YA IS IR (C) 250
t—h7 ey Zi|iEE(C) 400

XTI TAY =T A %23, 3.00 L/min

RIAAL T TTA %%, 10.00 L/min

b—T AT TTA 7243, 10.00 L/min

aUar A %=

TEBA4 2 (m/z) 297.1-279.2[2) Va0 = R LF—:22(eV)]
TEMEA A (m/z) 297.1-264.2[ UV a0 =R LF —:35(eV)]
PREFFIRFfHE] (min) 5.1
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i
=

A5 g

I 7Eb=R 30 mL, 7 BR=RVAIFIAF L 20 mL K QKA g R A 10g 200 Z
I 1 REAREDFAX

L3000 t/min T 5 47 5z 055 fe

| #EEAE, T e =RV EERRD

L BRI I ER=RL 20 mL 212 5 43 fEiRED

L3000 t/min T 5 4y 5 05y Fife

| #keAil, 7eh=NVEERD

| AiEGHETT7'EM=R/LT 100 mL IZER

| #hHE 4 mL 43 B, A%/ —/LT 10 mLAZESR

112 Z)v=F v U GHHEOSTiE7 v —F ¥ — |k
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# 1-13 WESLM(DDT., TARIY LT ARy TRy AT R  ONANT X)L TR
R, a-HCH, B -HCH i (MZ v -HCH 43 #71%)

T ECD
DB-1701
BT A (N 0.25 mm, £ 30 m, fE/E 0.25 pm
: Agilent Technologies %)
H7 LIEE(CC) 80°C(2 min)—30°C/min— 190°C —3.6°C/min—280°C(5 min)
FEA DEEE(CC) 250
o H 1R (°C) 300
Fy v —ATA ~UT7 L
XU — bR & 55
(mL/min) '
AL A7V A
EA (L) 2
7.9(a-HCH)
8.7(y-HCH)
9.1(~FHrm)L)
9.7(7 /LR
10.4( 3 -HCH)
11.5(cis-~FH )L TRFUR)
PRFFEFE] (min) 11.6(trans-~7"# 7 )L TIRFR)
13.0(p,p-DDE)
13.5(7 4 /VRUY)
14.2(=>RYV)
14.5(0,p'-DDT)
15.8(p,p-DDD)
16.4(p,p-DDT)

171



| BS5 g
| 7ERA100 mL 22 1 S EARESFAX
2500 r/min "C 5 47 i3 057 B
fRke A
PR\ ZT 2 50 mL A MZIRED
2500 r/min T 5 43 ftliz 0 7 B
fike At
A% A HETTER-T 200 mL IZER
Fh % 20 mL 43 EY
| BRI A 10 g, /K 200 mL Jz OS2 100 mL 2 /0Z 5 43 EHEED
| ~FhUEERD
| ~FHU 50 mL Nz 5 RS
| ~FUEE RS
| ~FHUEE A R TS TN T A TTRLK At
1 K5 mL F T
T R = RS
L ~FP 15 mL
L ~F YR ER=RLV% 30 mL Nz 5 43 RS
| TEM=NIVERRRD
| ~EH R B R=RL % 30 mL Az 5 4 RESS
l
!

e — —

7= IVEEED
XY AT =NV & 30 mL Iz 5 A EHEED
| 7ER=RNIVEEZEY, e T =NV EEAHED

A A LR )
| B A~ 5 mL VAR
(BB~ F T BN T

| [Florisil PRCKZEE 150~250 pm),

| SgxaF Yo TR, EEICEKARER N 20 1 g FEfE . NEE 1.5 cm]

| BTN

| ~FY ROV T L —F L OIEHR(85:15)70 mL T HH (B ik A D)
AR AR 22)

1-13 DDT, 7V RU UV EOT 4 VRV, = R v AT X T a L fINTH 7 e
F¥ R a-HCH, B-HCHIEONZ y -HCH G HHED HHEY 7 —F v — |k
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# 1-14 JESAE (PCB 734T14)

GC &1
T Fused Silica HT8-PCB
(N£L0.25 mm, £ 60 m: B L2325
H7 LI ECCC) 100°C(1 min) —20°C/min— 180°C(0 min) — 5°C/min— 300°C(0 min)
HEA DRECC) 250
AL —T = — AR FECC) | 300
XU —H A VA
XY —H A3 & (mL/min) 1
HEANE ATV AV
EAR(uL) 1
MS 1
HEE—F MS, J®IRA A
A AL EI(+)
AF AR F—(EV) |70
EM EJE(V) I Fa—= S TORENM
AZ PR EE(°C) 230
DU B AR FE (°C) 150
EBAL (), EMAT (/)
ERATY | EMEAA
(m/z) (m/z)
PCB28 256.0 258.0
['3C1,]PCB28 268.0 270.0
MBP-19 268.0 270.0
PCB52 289.9 291.9
[*C12]PCB52 302.0 304.0
MBP-70 302.0 304.0
PCB101 325.9 327.9
[*C12]PCB101 337.9 339.9
MBP-111 337.9 339.9
PCB138 }2 () PCB153 359.8 361.8
[*C12] PCB138 K& OV'Ci,] PCB153 371.9 373.9
MBP-159 371.9 373.9
PCB180 395.8 393.8
[*C12]PCB180 407.8 405.8
MBP-170 407.8 405.8

PRFFHF ] (min)

PCB28 16.3, PCB52 17.2, PCB101 20.4, PCB138 24.9, PCB153
23.8. PCB18027.4
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| Bk lg
L 10 pg/L WEEYERS R % 50 uL #sin
Imol/L /KEE{b A VY LD X 7 — VIR 100 mL Z 012, K9 90 ‘COKHER T 1 Ie R I EGE i
A 100 mL AN Z i Al A L Thoo U AERIK 100 mL & A417- 500 mL 73k SHZ 3
10 73 iR ES
AUy L TR R ORI
K EE T R A TR At
I i
L #95 mL £ TR
(B sk AR~ 7 %L 252
| [Florisil PR CKi£% 150~250 pm) .
1 20 gz~ ClR AT, AR 2.0 cm)
| ISR A AT
| UK 2 mL TR T I AaNE 3 BV, YEIRE T LI AL
L~ 200 mL T HE (R IR A BB
| %95 mL ECHRAME
L 10 pg/L WEEHEC U D A SA INREVRIE 50 L & AFUTZ AL Y E IR iR a7
| ~FYU I mL TRITET T AaNE 3 EIED, iREAE Y EICEbES
| BHRHAEBU TS0 uL TN

— = —

X 1-14 PCB o#riEO ST ET7 o —F v — k
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[4&F0 2 ]

1) FA3Ia 9N
#2-1 FAIaL U DOHEE, HTRE R OEWNEEE
S o SR ~
2%7;5 B g/ke) Eﬁ& ﬁ}; ﬁ;’f_ﬂ
(ug/kg) AT IHE | 2B | 3BEA | 488 | 5HEB | &¥%Y %) %) (%)
1= A 54.1 57.8 55.6 57.8 55.1
50 56. 3 112.6 1.3 3.1
2[5 H 55.1 57.2 54.9 59.2 56. 2
Q) ANVT FEANE T 3HTE
22 ANTFEHRANE T DOBEE, GHTHEE K BN E
:ﬁ . S/ A Mo 4 s
o HIE 8 g/ke) o ﬁ}; ﬁ;’;
(1 g/kg) #77 | 1BE |20 B | 3B | 408 | 5RE | 27y (%) (%) (%)
1[5 H 9.3 8.4 7.8 8.4 8.3
10 8.4 84. 2 3.0 8.1
2l01 B 9.6 8.1 7.5 8.9 8.0
(3) 4-epi- 7 VT RGP ATV R d-epi-F X3 TN H AT 434k
F2-3 deepi-V VT IIY ATV DEJE | GHTHEE M OB PRS
S . LI 1T
2%7;5 I g/ke) @ﬁ& ﬁ}; ﬁ;’f_ﬂ
(1 g/kg) 47 | LHB | 26 H | 38E | 4B | 5HA | &%y (%) (%) (%)
1[5 H 92 87 84 92 82
100 89 88. 7 3.3 4.1
ACINE] 91 91 92 90 86
F2-4 A-epi-A XTIV ATV DEJE | OHTHEE J OB P KS B
S o s ~
j}%’;ﬂ B A (1 g/ke) Eﬁ& ﬁ}; ﬁ;@
(1 g/kg) #47 | LHA | 268 | 38E | 4B | 5HA | &%y (%) (%) (%)
1[5 B 111 101 93 116 117
100 109 109.1 3.4 7.9
2l01 B 110 108 102 117 116
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@) =yurudyi v Fazax EOR) STE
#25 Tom XY UDEE, TR KOS N E

wan S Ty P17 EHN
o HEM (u g/ke) 1 2 ¥ ol
(ug/kg) w7 IHE | 2AE | 3B | 4R B | 5HE | &% %) (%) (%)
1= H 9.0 8.1 8.1 7.3 9.0
10 8.1 81.2 6.0 9.5
20H H 7.7 7.4 8.0 7.3 9.2
#£2-6 vurvuXV U OEE, GHTREE M OENKEE
wn - ¥y i EHN
i HIEM (n g/ke) 1Y % ¥ i KE i
(ug/kg) #_AT IBEH | 288 | 3BH | 48H | 5HE | &¥Y %) (%) (%)
1E H 8.9 8.7 9.3 8.2 9.1
10 8.7 86.5 5.5 6.6
20H H 8.0 7.9 8.6 8.3 9.5
(5) 7a )7 o=a— VA5 HTiE
#2-7 7unlTZzma—)VOEE, (HTHE K ONENEE
ST e Ty DFAT =
e i HEM (pg/ke) 1 2 s e ¥ i
(ug/kg) AT IHH | 288 | 3HH | 4BH | 5B | &¥% %) %) %)
1= B 192 189 191 153 194
200 185 92. 3 7.5 7.8
20E H 199 178 168 188 194
(6) NUZFRUE Y — V3T e
F2-8 MU T ITRUE—)VOERE, TR N VBN E
wn . N34) Gin EN
g HEM (n g/ke) E1Y ¥ e Y& e
(ug/kg) AT I1HE | 28 B | 3FEA | 4R B | 5HE | &% (%) (%) (%)
1= H 168 195 206 166 188
225 184 81.6 2.4 8.2
2l A 171 189 200 172 180
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N FVI)~AV v TR VT
#2-9 YV )AL DEE TR K OB NS E

VS N N2 1T
ﬁ%ﬁﬂ I g/ke) @ﬁf&% ﬁﬁg fﬁf_ﬂ
(ug/kg) RAT IHEH | 2HH | 3HHB | 4HH | 5HE | &£¥%% %) (%) (%)
1[5 B 1.94 2.02 1.93 2.00 1.91
2 1.98 99.0 5.7 6.6
2lr1 B 1.70 2.05 1. 96 2.18 2.10
F2-10 EXRVVUADEE | DT K OVE NG
IR . MZ A Vas =
j’;%ﬁﬂ B (1 g/ke) Eﬁ;’;: ﬁ;; ﬁ;’;
(ug/kg) AT IEH | 2B | 3BHE | 4B F | 5HAE | &¥Y %) (%) (%)
1[5 H 1.95 1.92 1.74 1.73 1.70
2 1.75 87.5 6.9 9.0
2l01 B 1.69 1.97 1. 48 1.69 1.63
(8) MVIF AU VA5 EE
% 2-11 MUVRTRUIL AL DBEFE TR EE & OV PN RS
S _— 7 15 =
2%7;5 I8 (u g/ke) Eﬁ& ﬁ}; ﬁﬁi
(ug/kg) AT IHE | 2B | 3BEA | 408 | 5HB | ¥y %) %) (%)
1= H 94 106 103 97 100
100 100 100.0 1.1 4.9
PACIRE| 95 107 104 97 98
(9) ~)VANY 3R
F£2-12 AUV A NY OB, TR K OSSN E
S . AT, 1T =
e B (2 g/ke) B A A e
(1 g/kg) #iT | 1HH | 2HHE | 3HHE | 4HA | 5HA | &%y %) (%) (%)
e H | 50.7 | 50.7 | 49.5 | 46.0 | 53.4
50 49.9 99.9 6.4 8.1
olmlH | 55.3 | 42.7 | 53.0 | 46.0 | 51.9
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(10) HCB 43#ri:

#2-13 HCBOHEJEE | HTIE M NENFE

wm - ¥ OF4T =N

e i HEM (u g/ke) I K i K i

(ug/kg) #1T | 1HB | 2HHB | 3HH | 4HHE | bHHE | &% (%) (%) (%)
1mA | 4.71 3. 77 4.17 4. 40 4.60

5 4. 41 88. 1 6.8 10.7
21 H | 4.68 3.93 4.68 3.91 5.21

(11)DDT, 7 VRV =KUY TANRY Y NFE T NFE Il TREFVR | o-HCH, p-HCH

K& O y-HCH 53
# 2-14 o0p-DDT DR, JHTHE K OENIEE
S ; I 17 =
o B A (1 g/ke) o ﬁ}; ﬁ;’;
(ug/ke) | 34 | 1p@ | 208 | 3B | 408 | 5B | 278 (%) %) (%)
1[5 H 9.0 8.3 8.8 10.0 13.1
10 9.9 98. 6 10. 8 17.6
2l01 B 10. 2 7.9 8.7 12.0 10. 7
3% 2-15 p,p-DDE O EJFE | M THEEE L OV N E
WK N ZIA 1T =
j&%ﬁﬂ R A (1 g/ke) o ﬁ}; ﬁ;@
(ug/kg) AT IHE | 20 B | 3B | 4R B | 5HE | &% %) %) (%)
1= B 8.4 8.9 8.1 9.2 8.8
10 9.0 89.9 6.8 8.5
AEIRE] 9.3 8.6 8.2 10.5 9.9
3 2-16 p,p-DDD O EJEE | O THEE K OV E N E
VS N— S 1T
2%7;5 I8 g/ke) Eﬁ& ﬁ}; ﬁ;’f_ﬂ
(ug/kg) AT IHE | 2B | 3BA | 408 | 5HB | ¥y %) %) (%)
1= H 9.6 9.4 8.4 9.1 9.0
10 9.4 93.9 8.6 10. 8
2[5 H 10.5 9.3 7.7 11.2 9.8
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# 2-17 p,p-DDT OEJE JHTHE K ENEE

wmn . RIS 5| CixEn EX
e HIEM (n g/ke) Y K K
(ug/kg) 1T | 1HB | 2HB | 3HHE | 4HB | BHAE | &2F% (%) (%) (%)
IEIRE 10.0 9.4 9.1 10. 4 8.6
10 9.8 97.7 7.8 11.0
2[a] A 10.8 8.7 8.7 11.8 10. 2
#2-18 THARIUCOHEE, HTHEERONENEE
whn — RIS 5| OFT ED
i WEAE (u g/kg) i ¥ e Py
(ug/kg) #iT | 1HH | 2HEB | 3HHE | 4HB | 5HAE | &2F% (%) (%) %)
1= H 7.6 7.4 7.2 8.0 7.2
10 7.8 77.9 6.8 8.4
26 A 8.7 7.2 7.4 9.0 8.0
#£2-19 T 4N RUCOEE, JHMTHRE R NENKEE
wan S e RIS i END
e i WEfE (u g/kg) Y 2 s i
(ug/kg) AT IEA | 2B | 3BHE | 4B F | 5HAE | &¥Y %) (%) (%)
N EIRE] 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
%220 T FY ORI, PHTRE R RN
wan S e RIS i EN
e i WEfE (u g/kg) Y 25 s i
(ug/kg) AT IEH | 2B | 3BHE | 4B E | 5HAE | &¥Y %) (%) (%)
N EIRE] 10. 1 10.0 9.1 9.4 8.1
10 9.6 95.7 6.4 9.0
2[d B 10. 2 9.8 9.0 11.1 9.1
F£221 ~TEITaNVOERE JHTRE KOS NFEE
wm S ¥ i =N
g BEM (u g/ke) Y 2% s s
(ug/kg) AT I1HE | 280 B | 3EA | 4B B | 5HE | &% %) (%) (%)
ERE 8.3 8.8 7.9 8.0 8.3
10 8.6 85.9 8.7 8.7
2[E B 9.7 8.1 7.9 9.5 9.4
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222

cis-~T B 7 a )L TARF Y ROBEE | HTREE LK VSN E

wn S e S OFHT EHN
e HIEM (n g/ke) Y K K
(ug/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
F 223 trans-~T7 EZ 7 )L TRFY ROBEE . fHMTHREEN OENEE
W . g BT =P
i WEAE (u g/kg) i ¥ e Py
(ug/kg) AAT IHE | 2HE | 3HH | 4HH | bHE | &£¥Y %) %) (%)
151 B 8.5 9.1 8.6 9.4 9.0
10 9.1 91.2 6.6 7.8
208l H 9.3 8.2 8.9 10. 6 9.8
7% 2-24 o-HCH OHEE | JHTHE &K NENKEE
asin Sl e S BT EHN
g HEM (1 g/kg) I i i
(ug/kg) AT IEA | 2B | 3BHE | 4B F | 5HAE | &¥Y %) (%) (%)
115 H 9.2 9.2 9.2 8.9 8.7
10 9.2 92. 2 5.8 5.8
2Jm] H 9.7 8.7 9.3 10.3 9.1
7% 2-25 B-HCH OEFE, TR M OB NFEE
wsin . S BT EHN
g HEM (1 g/kg) I e s
(ug/kg) AT IEH | 2B | 3BHE | 4B E | 5HAE | &¥Y %) (%) (%)
115 H 8.2 9.6 9.4 8.8 8.1
10 9.1 91.3 8.3 8.3
2Jm] H 9.3 9.0 9.2 10.3 9.4
#2-26 y-HCHOEJEE, (TR K OENIGE
wn . N34) Gin EN
g HEM (n g/ke) E1Y - K& e
(ug/kg) AT I1HE | 280 B | 3EA | 4B B | 5HE | &% %) (%) (%)
1]a] | 8.3 9.6 9.5 8.7 8.5
10 9.1 90. 6 5.5 5.5
20a] H 8.7 9.0 9.3 9.7 9.3
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(12) cis-Za V7 trans-7 )72 | cis-/) T 70V kN trans-)F 7 )V 5381

3227 cis— 7 VT L OBEFE TR K OVE R

wm . T H) Cixin e

e i T EfE (u g/kg) i . ¥ i

(ug/kg) AT 1HH | 2HHB | 3HAB | 4HAB | 5HAB | &7FY %) (%) (%)
1=5] H 10.5 8.2 8.3 9.3 9.3

10 9.3 92.5 3.0 8.7
2[ml H 10. 2 8.6 8.9 9.6 9.5

#2-28 trans—7 VT U DEE | PHTREE K VSN E

wmn . ¥ Gixin EHN

e i T EfE (u g/kg) i . ¥ i

(ug/kg) AT 1HH | 2HHB | 3HAB | 4HAB | 5HAB | &Y %) %) (%)
1[=5] H 9.6 8.3 8.3 10. 3 10. 3

10 9.4 94. 0 3.4 8.8
2[ml H 9.7 8.9 8.8 9.7 10. 2

#2-29 cis-/ TNV OEE TR K OVEPNSE

wm S #) Cixin e

e i BEM (u g/ke) i ¥ i ¥ i

(ug/kg) #A1T | 1BE | 20 H [ 3AA | 48H | 5AH | &2¥H (%) (%) (%)
1= H 10.0 8.2 8.8 9.4 9.5

10 9.3 92.8 5.1 8.2
28l B 9.7 9.1 8.1 9.9 10. 3

# 2-30 trans—/F 7V OEE | GHTREEE K OV NS
o S e Ty PEAT e
H

g HEE (u g/kg) i i ¥ e

(u g/kg) #IT | 1BE | 20 H [ 3HHE | 48H | 5HHE | &2FH (%) (%) (%)
1= H 9.3 8.1 8.5 8.6 8.3

10 8.4 83.8 5.1 5.7
2[al H 8.7 8.4 8.0 7.6 8.5
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(13) PCB S3#ri:

#2-31 PCB28DEJE, (HMTAEE M NENGE

ggﬂ HEAE (1 g/ke) EIIH;% fﬁég %%g

(pg/kg) | &7 | 1EIB | 28 | 3EIA8 | 48 | 5EAE | 6EA | &Y %) %) (%)
1HH [0.541 ]0.522 [0.566 |0.569 |0.567 |0.555

0.6 2HH [0.589 10.590 |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

#2-32 PCB52OEJE, (HTHE M VBN

o BIFEHE (s g/ke) SR B Bt

(pg/kg) | 37 | 1BIE | 258 | 3B | 458 | 5EBE | 6FEA | &% (%) %) (%)
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
3HHE [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
3AHHE [1.718 |1.763 [1.777 |1.776 [1.719 |1.799

7% 2-33 PCB101 O EJE, GHTHE & O N RS E

i BN (s g/ke) o | |

(pg/kg) | 37 | 1BIE | 258 | 3B | 458 | 5EBE | 6FA | &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
IHBHE |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
3AHE [1.170 J1.171 [1.192 |1.151 [1.160 |1.064
1HH |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
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#2-34 PCBI38DEJE, DHTHEFE K O'E N K

e B (1 g/ke) e | e |

(pg/kg) | 47 | 1BH | 2@E | 3EIE | 4BE | 5[EIE | 6|E | &£FY %) %) %)
1A H [o.621 [o0.645 [0.642 [0.612 [0.618 0.626

0.6 [2pF [o0.555 [0.532 [0.569 [0.563 [0.551 [0.644 |0.609 | 101.5 | 4.1 | 6.5
sp B [0.623 [0.615 [0.628 [0.624 [0.648 [o0.642
1A E [1.152 [1.283 [1.119 [1.237 [1.233 [1.139

1.2 |2p B [t 144 [1.077 [1.220 [1.125 [1.105 [1.051 |1.161 | 96.8 | 4.7 | 5.3
3H A [1.191 [1.103 [1.176 [1.193 [1. 174 [1. 169
10 H [1.646 |1.675 [1.656 [1.645 [1.637 [1.633

1.8 |2p B [1.678 [1.690 [1.707 [1.729 [1.708 [1.686 |1.691 | 93.9 | 1.7 | 2.6
3HH [1.746 [1.738 [1.648 [1.757 [1.702 |1.755

32-35 PCBIS3DESE, HTAEEE K OV NG

e B (1 g/ke) e | e |
(pg/ke) | 47 | 1BIH | 2@B | 3EIE | 4BE | 5@EIB | 6|E | &% (%) (%) (%)
1HH [0.632 ]0.619 [0.621 |0.640 |0.635 |0.574
0.6 2HH 10.599 |0.623 ]0.639 |0.631 [0.634 ]0.633 [0.616 102.7 4.1 4.2
3H H ]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
3HH [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
# 2-36  PCB180 MEE, TR K OVENFEE

ggﬂ HEAE (1 g/ke) Ej;”;% fﬁ;g ﬁg

(pg/kg) | 37 | 1EIB | 28 | 3EI8 | 48 | 5EAE | 6EA | &Y %) %) %)
1HH [0.588 |0.519 [0.539 |0.508 |0.523 |0.546

0.6 2HH [0.536 10.530 |0.601 [0.634 [0.619 |0.574 |0.552 92.0 6.3 7.3
3HH 10.523 [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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[4&Fn 3 ERE]
(1) ZAaL R OF AIas s

F2-1 XA rOEE, MHMTREE N OENEE
= il vy | BHT | =N
: A
(pg/kg) | #4T | 1HH | 2BH | 3HH | 4BH | 5B | &Y %) (%) %)
1B E | 60.07 | 63.47 | 66.58 | 74.92 | 66.03
70 65.52 | 93.6 5.1 6.5
281 H | 65.37 | 64.29 | 66.23 | 67.78 | 60. 50
£22 FNAIavOEE, HMTHEE N OCENEE
win N RIS DT =N
i Al k
e HIEME (u g/keg) Ew | e EEIE
(ug/kg) #fT | 1HB | 2HE | 3HE | 4HB | 5HE | &Y (%) (%) %)
IEH | 75.93 | 77.52 | 81.55 | 77.14 | 77.02
70 76.90 | 109.9 | 3.2 3.2
2| H | 77.20 | 76.70 | 74.96 | 77.76 | 73. 26
Q) F a5
#£2-3 FaARaLUOEE, HTREE M OENKE
o B 1 (e g/ke) I I ol
(ug/kg) RAT IHH | 2AHB | 3BHH | 4HH | 5HE | &% %) %) %)
1A | 9.88 | 10.26 | 9.19 | 9.19 | 8.65
10 9. 25 92.5 7.0 7.0
2B | 9.29 | 8.43 | 9.35 | 9.86 | 8.40
#24 3-0-TEHFNAEA T DOERE DITRE L SN
3}% . i NG A M S ==
o B 1 (1 g/ke) I ol
(ug/kg) #1T | 1HB | 2HHB | 3HH | 4HH | bHHE | &% %) (%) (%)
1= B 9. 65 9.19 8.76 8. 40 7.79
10 8.82 88. 2 5.6 7.1
20 B 9.58 8. 06 9.17 8. 89 8.67
Q) VrawAT v arik

25 VravwA U UoHE MTHE R OENFEE
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S N 7 1A H 4=
2%7;5 B (1 g/ke) Eﬁ& ﬁ}; ﬁ;’;ﬂ
(ug/kg) BAT IHE | 2B | 3BA | 408 | 5HEB | &¥Y %) %) (%)
1= A 105.76 | 98.96 97. 04 98. 04 93.72
100 98.91 98.9 2.6 3.3
2[5 H 100.44 | 98.12 96.80 | 101.52 | 98.72
4) AT =AYy ROV ERBARN oAV S5HTEE
#26 ANV h~ATUDOHEE, FHATHE K NENEEE
IR . SZ A T
j}%ﬁﬂ B g/kg) Eﬁ& ﬁ}; ﬁ;ﬁ
(1 g/kg) #17 | 1B | 268 | 38E |48B | 5B | &%y (%) (%) (%)
1= H 99 87 102 108 100
100 95 94.9 9.3 9.3
2[5 B 90 92 97 96 78
#£27 Vv RBARNLT hYA DB TR R ONENREE
N e ) DFT =N
B W E M (1 g/ke) g s e i e
(ug/kg) RAT IAH | 2BRE | 3AB | 4B H | AR | &%¥Y (%) (%) %)
171 H 86 94 111 108 84
100 95 95.1 5.5 14. 2
2[5 B 95 89 109 104 72
(5) I F =AU HTE
#£28 HF~vA T UOEE, JHTHE KOS NKEE
S o Stk N
j}%’rjﬂ PR A (1 g/ke) @ﬁ;ﬁz ﬁ}; ﬁ;@
(1 g/kg) 47 | LHB | 26 H | 38BE | 4B | 5AA | &%y (%) (%) (%)
1[5 H 109 107 108 124 120
100 116 115.7 3.2 7.2
AEINE] 108 114 115 127 126

(6) RANVT FANFEH Y — )L ANVTFE AN v AV T 7% )%V NIANSV LR NFT o7 z=a

—IVaHTiE
329 AT 7 A NIV )LOBERE . GHTRFE N VSN
wm S e NA5) Or47 =N
e i BEAE (1 g/ke) Y 5 i i o i
(ug/kg) AT IBEH | 2B | 3BH | 4B E | 5HAE | &¥Y %) (%) (%)
1| H | 10.5 8.9 8.4 8.7 7.9
10 8.9 88.7 3.7 11.0
2B1H | 10.2 9.1 7.6 9.1 8.3
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#2110 ANLVT7E ) A NS UDOBERE GHTRE L ONE N

S § MZ S 17
%@ I g/ke) gﬁ; gg ﬁﬁ
(ng/ke) | 247 | 1nB | 208 | 3am |40 |sam [2rn]| @ %) (%)
1= H 10.5 8.8 8.5 8.0 9.1
10 9.0 89.5 6.0 8.1
ACIRE| 9.5 8.2 8.6 9.3 9.0
#2111 AT 57X/ XH YU OB TR N VSN
:ﬁ . S/ A P e
o B A (1 g/ke) o gg Eﬁ
(ng/ke) | 347 | 1BB | 20E | 3seE | 48K |smE | 278 |  ® %) (%)
1[5 H 9.7 8.7 8.3 8.5 8.4
10 8.6 86. 4 4.6 6.2
2[5 H 8.9 8.7 7.8 8.4 9.2
#2-12 MU A NSV LOEE, HTHEE K OENEE
R . 7 s = i
o B A (1 g/ke) o gg Eﬁ
(ng/ke) | 347 | 1B | 2AE | 3BE | 40K |smE | 278 |  ® %) (%)
1[5 H 8.9 8.1 8.1 8.3 8.7
10 8.5 84.7 4.7 4.7
2[5 H 8.5 9.2 8.0 8.4 8.4
#2-13 FTr o7 c=a—)LOHEE, JHTHEE K ONENESE
S N S 4 (=4
%Q PR A (1 g/ke) o gg EE
(ug/kg) AT I1HE | 208 | 3HE | 488 | 5HA | &%y %) %) (%)
1= B 9.2 9.3 9.9 9.7 8.5
10 9.1 91.1 7.3 7.3
20 B 9.1 7.8 8.7 9.7 9.1
(7) =vazuxyi v Furzati O ROV 7axd N8
£214 ooV L OBEE. HTEE R OSENEE
W . 7 = i
o B A (e g/ke) ol gg Eﬁ
(ng/ke) | 347 | 1BB | 20E | 3eE | 40K |smE | 278 |  ® ®) (%)
1[5 H 8.5 9.7 9.4 9.5 11.2
10 9.7 97. 2 7.6 7.6
2[8] H 10. 2 9.9 9.5 9.9 9.6
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K215 /7Y UoHE MTEELOCENKE

wm Sl 1) BE4T =N

i WEfE (u g/kg) R ¥ e Py

(ug/kg) #1T | 1BE | 208 (3B | 488 | 5EA | 2%y %) %) (%)
1A B 7.8 8.2 8.2 7.9 9.5

10 8.2 82.5 5.1 7.5
2[5 H 8.7 8.0 7.5 7.8 8.9

F2-16 /N7 uaxH U OEE GHTHE K ONENREE

wm S e NA5) Or47 =N

e i HEM (1 g/ke) Y 5 i i o i

(ug/kg) w7 IEH | 2B | 3BH | 4B E | 5HAE | &¥Y %) %) (%)
1[4 H 8.9 8.6 9.4 8.5 9.3

10 8.7 87.2 8.0 8.0
2[a] H 9.7 8.9 7.8 8.2 8.1

8) 7T ITH ATV XV TITFT A7V R ORF ATV hTiE
#2-17 Z7unrs b IV A7V OEE, HMTEEROENEE

wm Sl NIA) BrfT EN

- T E A (u g/kg) i i ¥ i

(ug/kg) AT | IAH | 268H | 3BA | 48 H | 5HA | &%y %) %) %)
1| H | 50.2 54.0 | 50.4 | 47.7 51.0

50 51. 1 102.2 2.0 5.4
2[61H | 51.5 55.9 52.5 | 47.5 50. 2

#K2-18 deepi-7 VT T WA 7 U ORERE, TR K NENKE

wm Sl NIA) Br4T EN

o TEfE (u g/kg) iy i i

(ug/kg) w7 IHE | 288 [ 3AHE | 4B E | 5HAE | &¥Y %) (%) (%)
1|l | 47.2 49.5 45.8 | 43.7 | 45.1

50 46.6 93.2 3.2 4.8
26 H | 49.3 47.5 48.6 | 45.7 | 43.7

#2-19 AXTFT NI A7 VOB GHTREE L ORI E

whn il NIAS) Br4T e

g HEM (p g/ke) Y ¥ i

(ug/kg) w7 IHE | 288 [ 3AHE | 4B E | 5HAE | &¥ %) (%) (%)
1| B | 55.7 56. 6 54. 8 50.9 53. 1

50 54.8 109.5 2.5 4.4
26l | 57.5 55.5 58.0 52.8 52. 7
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220 4eepi-AXTT NIV A7V UDEE, HHTRE R OENKE

IS e -5 BT =
o B EAE (1 g/ke) iy 2 i i i
(ug/kg) AAT IHE | 28E | 38BA | 488 | 5HE | &¥% %) %) (%)
e E | 53.4 | 55.8 | 53.3 | 49.6 | 53.5
50 54. 1 108. 1 2.8 5.1
o[ | 56.7 | 57.5 | 56.3 | 50.1 54.5
#2221 T IV ATV DOEE GHTHEE K ONENEE
W N FH DFAT =P
- T EfE (u g/kg) i 2 i i
(ug/kg) #_AT IHE | 288 [ 3AHE | 4B E | 5HAE | &¥ %) (%) (%)
1eE | 55.7 | 57.3 | 53.6 | 52.0 | 53.0
50 54.5 109. 1 2.3 5.0
2[R H | 58.6 | 56.6 | 55.6 | 50.8 | 52.2
#2022 4eepi-T NIV A 2V DB, GHTHE K OENKEE
IS e §22 BT =
g HEM (n g/ke) Y ¥ i
(ug/kg) #_AT IHE | 288 [ 3AHE | 4B E | 5HAE | &¥Y %) (%) (%)
1|E | 49.3 | 51.8 | 50.1 | 46.9 | 49.5
50 50. 7 101. 4 3.6 4.6
2l H | 51.8 | 53.2 | 54.4 | 48.5 | 51.6
#2023 FFRUHA 27V OREE, HTHELKOENEE
N - EZ) BT T
e HEM (n g/ke) Y ¥ ¥ 15
(ug/kg) #1T | 1HB | 2HHB | 3HHE | 4HH | 5EHHE | 2% (%) (%) (%)
1B | 46.5 | 49.2 | 45.0 | 43.2 | 45.5
50 46.3 92.6 2.6 5.9
2[Rl H | 48.3 | 50.1 | 48.0 | 42.2 | 45.2
(9) 7u 7 z=a— LS5
#2224 TunNTz=a—)LOEE JHTRE K OSSN E
W o -5 BT E
g HIEM (1 g/ke) a5 e o
(ug/kg) RAT IHH | 2HE | 3HH | 4HEB | bHE | &£¥Y %) (%) (%)
1[H H 95 98 94 86 87
100 92 91.5 2.2 4.6
2[5 A 91 93 95 88 89

188




10) 7TEXT LI TUEIVV S RORDONR=VY TR

#2-25 TEXFVVI UCOEE, GHTHEE M OENKEE

wshn . R ) PEAT EHN
e i HEM (1 g/ke) Y 5 o i o i
(u g/kg) AT IEA | 2B | 3BHE | 48 E | 5HAE | &¥Y %) (%) (%)
1| EH | 19.5 19.5 19.6 | 20.5 20. 6
20 19.9 99. 6 1.8 2.4
2[BH | 19.4 20. 3 19.7 19.7 20. 4
#2260 TV OB TR K OENREE
v il 1 fF17 ETS
e HEM(n g/ke) i K ¥ 1
(ug/kg) w17 | 1HH | 2HH | 3HH | 4HH | 5HH | 2% (%) (%) (%)
e B | 18.4 17.8 18.7 19. 4 18.7
20 18.6 92.9 3.2 4.8
2|l | 17.7 18.6 18. 4 20.5 17.5
#2271 NRUVNR= Y COEE HTRE RO NRE
wom Sl 7 &S] BEAT EN
e HEM (n g/ke) g ¥ e s
(ug/kg) 1T | 1HH | 2HB | 3HHE | 4HH | 5HH | £2¥% (%) (%) (%)
e g | 18.7 19.5 18.9 20. 7 20.9
20 19.7 98.5 2.4 4.4
2m|IH | 18.7 19.3 20. 1 20. 1 20. 2
(11) I ~FEAR 5 HTIE
3:2-28 ) T HA ROEJE DHTHE K O NIEE
wom S 1) BEAT =N
i WEfE (u g/kg) R e e Py
(ug/kg) AT IHE | 2B | 3BA | 408 | 5HAB | &Yy (%) (%) (%)
1| E | 10.31 | 9.01 9.68 | 10.14 | 8.45
10 9.67 96. 7 4.7 7.3
2 H | 10.77 | 9.18 | 10.08 | 9.51 9. 59
(12) =T~ A T U HTE
#0229 TUTATUDEE PHTHEE M ONENEEE
wm Sl 1) BE4T =N
e WEfE (u g/kg) 1 ¥ e Py
(ug/kg) #1T | 1BE | 208 (3B | 488 | 5AA | 2%y %) %) (%)
1| EH | 21.6 22.0 | 26.2 21.2 21.4
30 23.2 77.3 7.6 8.2
2l H | 23.4 21.7 24.9 25. 6 23.9
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[&F0 4 FERE]

(1) RIATF o3 ¥
#2-1 RIAIVTFUOEE, HMTEE N NENHGE
VS N— I 1T
2%7;5 B2 1 (2 g/ke) Eﬁ;’;@ ﬁ}; ﬁ;’f_ﬂ
(ug/kg) AT IHE | 28 H | 3BA | 408 | 5HEB | &Yy (%) (%) (%)
1 H | 5.79 | 5.36 | 4.76 | 5.30 | 4.36
5 5. 02 100. 3 7.4 11.3
omBE | 4.89 | 5.36 | 5.34 | 5.07 | 3.94
Q) LI — L3 iriE
#2222 LRIV LVOEE, GHTHREE M OENEE
VS N— I 1T =
o 7 A (e g/ke) I ol
(ug/kg) AT IHH | 2HB | 3HH | 4HH | 5HEB | &2¥®¥ %) (%) (%)
1A H 9.5 9.8 9.9 9.1 9.7
10 9.6 95.9 2.1 3.4
2 H 9.4 9.3 9.9 9.3 10. 0
(3) NIIFRUE Y —)VortiE
#23 MU IRUES—)LVOEE, AT & SN
ST e Ty =h e
- WEAE (u g/kg) iy 2 K i K i
(ug/kg) AT IHE | 28 HB | 3B | 4R B | 5HE | &% %) (%) (%)
1a] H 8.1 9.1 7.7 8.0 8.9
10 8.2 81.8 6.2 8.2
2 H 7.1 9.0 8.0 8.3 7.7
@) BTGV
F£2-4 XTIV UOEE, HMTREE M NENHKE
wn - S PR1T EHN
A
g HEAE (u g/kg) a1 5 ¥ e oy
(ug/kg) AT IHH | 2AB | 3BHH | 4HH | 5HE | &% %) %) (%)
1\ H 7.4 11.3 7.9 8.3 9.3
10 8.8 87.8 10.3 19.9
2H B 7.1 11.3 7.3 10. 4 7.5
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(5) 7o 7uly bSrHT ik

K2-5 Tr7uY U LAORE, fHTREROENREE

:l“ N \NZAA T
fgg 5 01 g/ke) @ﬁ f}; fgg fﬁkg
(u g/kg) #47 | 1HB | 2HE | 3HH | 4HE | 5HHE HH (%) (%) (%)
1= H 10.2 94 94 10 10.2
10 10.2 101.5 5.7 6.4
2[F H 11.2 10.5 99 96 11.2
(6) =R SNR—R3HTiE
#2-6 T hSR— NOEE, HHTREE K OB E
S N MZ A 4T =
j&%ﬁﬂ BT A (1 g/ke) o ﬁ}; ﬁ;’;
(ug/kg) AT I1HE | 28 B | 3EA | 4R B | 5HE | &% %) %) (%)
1= B 9.5 9.9 10. 1 10.0 10. 3
10 9.9 99.0 3.5 4.2
28 H 9.4 9.9 9.3 10. 7 10.0
(7) Th/SR— 3478
F2-7-1 44-C =V R=UROEFE TR K OV RS
:ﬁ . NG } M =
o B 1 (1 g/ke) I ol
(ug/kg) RAT IBEH | 2B | 3BH | 4BE | 5HAE | &¥Y %) %) (%)
1[5 H 7.2 8.7 9.2 9.8 8.0
10 8.7 86. 8 5.7 10. 0
AEINE| 7.7 8.4 9.1 9.3 9.4
#2-7-2 a7 I OEE TR & OV N R EE
e N 7 45 = e
j&%ﬁﬂ R A (1 g/ke) @ﬁ& ﬁg ﬁ;@
(ug/kg) RAT IBEH | 2AE | 3BH | 4BHH | 5HAE | &¥Y %) %) (%)
1[5 H 8.7 8.1 8.0 9.3 7.1
10 8.0 80.0 11.7 11.7
ACINE| 7.1 7.5 9.5 7.4 7.2
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@) EX v, FTHaIR, FTIVU RO )AL HTE

#2-8-1 ERVUCDOERE TR K ONEN R

wshn Sl e R ) BEAT EWN
e BEE (1 g/ke) Y 2 ¥ ¥
(ug/kg) AT IEH | 2B | 3BH | 4B E | 5HAE | &¥Y %) (%) (%)
1| EH | 4.17 3.66 | 4.20 | 4.20 4.77
5 4.19 83.7 2.6 8.4
2lIH | 4.27 3.77 4.26 | 3.98 4.57
£2-8-2 TIVCOEE HMTREE K OENEE
wn N, N4) PHT EN
i B EE (1 g/ke) Y 2 s K i
(ug/kg) AT I1HE | 28 B | 3EA | 4R B | 5HE | &% %) (%) (%)
1EE | 3.83 | 4.41 4.96 | 4.57 5. 16
5 4.73 94.6 4.8 11.0
2B | 4.18 | 4.64 5.04 | 5.07 5. 44
#£2-8-3 WV /<AL OEE JHTREE K NENREE
whn . NIAS) i =N
(ug/kg) #17 | 1FE | 2688 | 3HA | 4HE | 5HA | &£FY %) %) (%)
1\H | 1.76 1.51 2.03 1.84 1.57
2 1.77 88.6 5.4 12.0
2l H | 1.73 1. 48 1.97 2.02 1.80
#2-8-4 T ROERE | JHTRIE K ONE N E
whn [ NIAS) i =N
(ug/kg) #17 | 1FE | 2688 | 3HA | 4HE | 5HA | &£FY %) (%) (%)
1a B | 4.40 | 4.11 4.33 4.43 4.01
5 4.23 84.6 3.9 6.0

2T H 4.03 3.85 4.57 4.51 4.06
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(9) AN S HTE

29 HNNVIVOEEE, GHTREE R O E NS

wan - S P17 EN
i
(ug/kg) AT IHE | 2B | 3BA | 488 | 5HB | ¥y (%) (%) (%)
1EE | 47.0 | 48.0 | 51.0 | 48.9 | 46.9
50 49.0 98.0 2.6 4.2
2B | 50.1 | 47.4 | 52.8 | 50.4 | 47.7
(10) =V AN 23
#2-10 ~V A N COBEEE TR K =N
wn . NA4) PHT EN
i HEME (n g/ke) 1 s e e
(ug/kg) AT IHE | 28B | 3B | 4R B | 5HE | &% %) (%) (%)
1@l | 45.0 | 54.5 | 41.0 | 52.6 | 53.9
50 49. 4 98.9 9.3 15.0
ol H | 57.1 52.8 | 35.0 | 47.5 | 55.0
(11) 7 NR) o BT VAR 43R
#2-11-1 7/ MY OERE, GHUTHEE R NENEE
wshn Sl e A ) PEAT EWN
e HEME (1 g/kg) ] 2 i i g
(ug/kg) AT IHH | 2AB | 3HH | 4HH | 5HE | &% %) (%) (%)
1171 H 9.9 9.7 10.9 8.8 10.2
10 10.0 99.7 3.6 6.8
2Jm] H 9.5 10.0 10. 5 9.4 10. 8
#2-11-2 7N A NY OEREE, DHTREE K V=N
wn N, NS4 PHT =N
o i HEME (n g/ke) a1 2 s e s e
(ug/kg) AT IHE | 2B | 3B | 4R B | 5HE | &% %) (%) (%)
NERE! 9.1 11.1 12.0 10. 1 10. 8
10 11.0 109.7 5.1 9.5
2l H | 1001 12.0 12.0 10. 6 11.9

193




(12) 7N =F L hriE

F£2-12 TN=F T UOEE, TR K SN E

whn W ) Cixin EN

i W (u g/kg) i e e ¥t i

(ug/kg) AT IHE | 28 H | 3BA | 408 | 5HEB | &%y (%) (%) (%)
1= H 9.3 8.9 8.8 10.0 9.0

10 9.1 91. 3 1.3 5.4
AEE] 9.3 8.7 8.7 9.8 8.8

(13)DDT, 7 VRI ROTANVRY Y U RY AT ZIaN R ONTZ70VTRFVR | o -HCH,

B -HCH i TNZ vy -HCH #iE

7 2-13-1 o0,p-DDT OEJE | TR B} OV RS L

N i 1) DF1F EG)
- HEE (1 g/ke) 1 i 1 i 1
(ug/kg) #47 | 1AB | 2B | 3B | 488 | 588 | 2% %) (%) (%)
1[5 H 10. 5 9.2 9.3 8.2 8.9
10 9.5 95.0 4.8 9.3
AEINE] 10. 8 10. 2 10.0 8.8 9.0
3 2-13-2 p,p'-DDE O EFE | T M OV NG E
W [ H) DFfF E%
i WEE (1 g/ke) iy i i
(ug/kg) AT IHE | 2HE | 3HHE | 4B F | 5HAE | &%y %) %) (%)
1= B 8.8 8.5 8.4 7.6 7.8
10 8.3 83.2 2.3 7.2
28 H 9.3 8.7 8.7 7.7 7.8
3% 2-13-3 p,p-DDD O EFE | D THE M OV NG
v i Sy DF1T R
R
(1 g/kg) #47 | 1AB | 288 | 3B | 488 | 5B E | 2%y (%) (%) %)
1= H 9.9 9.9 9.2 8.5 8.4
10 9.3 93.5 3.0 8.3
2[5 H 10.5 10.0 9.6 9.1 8.4
7 2-13-4 p,p-DDT OEE | TR O N
v i Ty DF1T R
R
/}j%};'": /ﬁuﬂiﬂ_(ﬂg/kg) E”I%—i %Fﬁ %}E
(1 g/kg) #47 | 1AB | 288 | 3B | 488 | 5B A | 2%y (%) (%) %)
1= H 10. 3 9.6 9.2 8.1 8.1
10 9.4 93. 7 6.1 12.6
2[5 H 11.6 9.9 9.8 9.2 7.9
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3% 2-13-5 TRV OERE | GHTRE R RSN E

i _ R3] DFAT G

i HIEM (u g/ke) R e e Py

(ug/ke) #iT | 1BB | 2HE | 388 |48 B | 5B | 2%y (%) (%) %)
1[5 H 7.7 7.3 6.9 6.7 7.8

10 7.3 73.4 2.6 6.0
2l01 B 7.4 7.7 7.0 7.1 7.9

#2-13-6 TANVRUDOEEE | HH TR E K OVE N E

N et 1) DF1F EG)

- HEAE (1 g/ke) 5 5 1 e

(ug/kg) AT IEA | 2B | 3BH | 4B E | 5HAE | &¥Y (%) (%) (%)
1[5 H 9.4 9.7 8.8 8.6 7.9

10 9.0 90. 4 3.2 8.6
AEINE] 9.9 10.0 9.4 8.7 8.1

% 2-13-7 = RUCOEFEE | HTREE K OV N RS E

N e 1) DF1F EG)

- HEAE (1 g/ke) e 1 i e

(ug/kg) AT IBEH | 2B | 3BH | 48 E | 5HAE | &¥Y (%) (%) (%)
1[5 H 9.5 9.7 8.8 9.2 7.1

10 8.9 89. 2 3.8 13.0
AEINE] 10. 3 9.6 9.4 8.7 6.9

3 2-13-8 ~THEINVOERE | GHTREE X NENGE

I [ SE1 DFfF E%

e WEE (1 g/ke) iy i i

(ug/kg) AT IHE | 2HE | 3HHE | 40 F | 5HAE | &%y %) %) (%)
IERE] 8.6 7.9 7.9 7.2 6.6

10 7.9 79.1 5.6 10. 4
28 H 8.9 8.4 8.7 8.0 7.0

% 2-13-9 cis-~TEZ IV TRFVROEJE | GHTREEE M OV NS EE

I i 2] DF4T R

(ug/ke) #f7T | 1BB | 208 | 388 | 488 | 588 | 2%y (%) (%) (%)
1= H 9.5 10. 4 9.2 9.1 9.9

10 10.0 100.0 6.1 6.1
2[5 H 10.7 10. 8 10. 2 10. 1 10. 1
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% 2-13-10 trans-~7Z V)V TRFROEE | TR E MK VSN

v . oy OFT =N

e HEE (u g/kg) Y 2 K i

(u g/kg) #47 | 1AB | 288 | 3B | 488 | 5B A | 2%y (%) (%) %)
1= H 8.7 9.2 8.3 7.9 7.3

10 8.6 86. 2 6.5 8.5
2[5 H 9.7 9.2 9.0 8.7 8.2

# 2-13-11 o-HCH OEJE | JH TR E & OV N RS E

S il 1) DFFT =N

o HIEM (u g/ke) i ¥ gl

(u g/kg) 17 | 1AA | 26H | 38A | 488 | 5AA | &%y (%) (%) (%)
1[5 H 8.9 9.1 8.5 8.3 7.9

10 8.8 87.9 4.2 6.2
2[5 B 9.6 9.3 9.1 8.7 8.5

# 2-13-12 B-HCH OEJE JHTREE K V=N RS A

S e 1) DF1F =N

- BEAE (1 g/ke) 1 i 1 i 1

(ug/kg) AT IBEA | 2AB | 3BH | 4B E | 5HAE | &¥Y %) (%) (%)
1[5 H 9.3 9.8 8.8 9.0 7.9

10 9.1 91.5 3.7 7.8
AEINE] 10.0 9.7 9.2 9.6 8.2

7 2-13-13 y-HCH OEJE | A THTEE OV PR FE

N e 1) DF1T =N

- BEAE (1 g/ke) 1 5 i 1 i 1

(ug/kg) AT IEA | 2B | 3BH | 4B E | 5A A | &¥Y %) (%) (%)
1[5 H 9.2 9.0 8.5 8.3 9.3

10 8.7 87.4 6.8 6.9
AEINE] 9.4 8.9 9.1 8.2 7.5
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(14) PCB Z3#ris

72-14-1 PCB28DEFE | JHTHEE K OV NS

— T e | =
o BUENE (u g/ke) e | L
(pg/kg)| 347 | 1EIH | 20 H | 30 H | 4| H [5EH [6EH [&¥H] &%) (%) (%)
1H H |0.0610 |0.0728 |0.0691 |0.0688 |0.0596 [0.0659
0.07 [2H B |0.0744 [0.0693 [0.0750 [0.0637 [0.0739 |0.0728 |0.0692 | 98.9 7.4 7.9
3 H [0.0722 [0.0607 [0.0763 [0.0713 |0.0648 |0.0741
1H H |0.1396 |0.1270 |0.1313 |0.1379 |0.1392 |0.1321
0.13 2H H ]0.1350 [0.1242 |0.1322 |0.1413 |0.1399 [0.1415 [0.1338 | 102.9 7.4 7.4
3H B |0.1422 [0.1278 [0.1053 [0.1423 [0.1438 |0.1250
1A HE|0.190 |0.217 |0.199 | 0.192 | 0.210 [ 0.204
0.2 2HHE |0.204 [0.219 [0.214 |0.197 |0.204 |0.212 | 0.207 | 103.4 | 3.8 4.1
3HE |0.212 [0.215 [0.207 [o0.204 |o0.211 |0.214
#2-14-2 PCBS2DELFE | B THEEE K OV RS L
SHIT st AT W AT =
o BUENE (u g/ke) e | B
(pg/kg)| A7 | 1EIH | 2/ H | 3[EH | 4 H [5EH [6EH [&¥H] &%) (%) (%)
1HH |0.0718 |0.0747 |0.0641 |0.0616 [0.0610 [0.0667
0.07 [2H B |0.0727 [0.0750 [0.0757 [0.0703 [0.0716 |0.0714 |0.0700 | 100.0 | 6.0 7.1
3H H [0.0680 [0.0744 [0.0707 [0.0739 [0.0734 |0.0636
1H H |0.1423 |0.1421 |0.1243 |0.1345 [0.1417 [0.1298
0.13 2H H |0.1407 [0.1323 |0.1322 |0.1363 |0.1357 [0.1362 |[0.1351 | 103.9 4.0 4.0
3H B |0.1276 [0.1345 [0.1385 [0.1341 [0.1383 |0.1298
1A HE |0.196 |0.202 |0.195 |0.215 [0.198 | 0.196
0.2 2HHE |0.208 [0.207 [0.210 | 0.204 |0.200 |0.209 |0.203 | 101.5 | 3.7 3.7
3HHE |0.205 [0.190 [0.199 [0.193 | 0.209 | 0.217
# 2-14-3 PCB101 O TR K O PIEEE
SHIT st AT W AT =
o BUENE (u g/ke) e |
(pg/kg)| AT | 1EIH | 2/ H | 3[EH | 4 H [5EIH [6EH [&¥H] &%) (%) (%)
1H H |0.0698 |0.0725 |0.0693 |0.0746 |0.0710 |0.0661
0.07 [2H B |0.0728 [0.0675 [0.0755 [0.0718 [0.0713 |0.0689 |0.0721 | 103.0 | 3.8 4.5
3H H [0.0723 [0.0751 [0.0755 [0.0784 [0.0723 |0.0731
1HH |0.1326 |0.1319 |0.1396 |0.1224 [0.1419 [0.1282
0.13 2H H |0.1185 [0.1289 |0.1372 |0.1312 |0.1386 [0.1324 [0.1324 | 101.8 5.7 5.7
3HH [0.1356 |0.1179 |0.1398 [0.1394 [0.1360 |0.1307
1A HE |0.206 |0.214 |0.210 |0.198 [0.198 [ o0.213
0.2 2HHE |0.204 [0.210 [0.195 |0.215 |0.195 | 0.194 | 0.205 | 102.5 | 3.8 3.8
3HE |0.200 [0.207 [o0.212 [0.217 |0.203 | 0.198
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7$2-14-4 PCBI38DEJE | TR L OV NG

— e 1o | =
o 52 0 (e g/ke) I I
(neg/kg)] AT | 1EIH | 2EH [ 3BH [40B | 5EE8 | 6B [£¥8[ %) (%) (%)
1H B |0.0607 |0.0744 [0.0743 |0.0664 |0.0709 |0.0637
0.07 2HH [0.0737 [0.0709 |0.0659 [0.0738 [0.0766 |0.0702 |0.0698 99.7 6.8 6.8
3HH [0.0693 [0.0711 |0.0626 [0.0708 [0.0651 |0.0752
1H B |o0.1112 |0.1231 [0.1263 |0.1355 |0.1320 |0.1221
0.13 2H H [0.1365 [0.1236 |0.1315 |0.1285 [0.1395 |0.1323 |0.1288 99.1 5.3 5.6
3HH [0.1272 [0.1375 ]0.1335 [0.1228 [0.1326 |0.1224
1HH 0.208 0.202 0.207 0.208 0.219 0.192
0.2 2H H 0.218 0.216 0.208 0.210 0.210 0.205 0.207 103.3 4.6 4.6
3H B 0.191 0.213 0. 187 0.214 0.215 0.196
7<2-14-5 PCBIS3DELE | JHTHEEE B OV NIEEE
S RS X 4 s
e BEE (u g/ke) e | L
(ng/kg)| 47 | 1mH [ 20]1H | 3BH [ 40 H | 5EH [6M@H | &2FH[ &) (%) (%)
1H H |0.0607 |0.0749 [0.0579 |0.0605 |0.0674 |0.0743
0.07 2HH [0.0681 [0.0747 10.0728 [0.0742 [0.0758 |0.0740 |0.0708 101.1 6.8 8.6
3HH [0.0734 [0.0762 |0.0733 [0.0734 [0.0679 |0.0747
1H B |0.1325 |0.1311 [0.1319 |0.1334 |0.1231 |0.1282
0.13 2HH [0.1295 [0.1424 |0.1388 [0.1289 [0.1370 |0.1419 |0.1345 103. 4 3.5 4.3
3HH [0.1422 [0.1347 |0.1405 [0.1317 [0.1360 |0.1366
1HH 0.193 0.204 0.219 0.211 0.201 0.217
0.2 2H H 0.202 0.194 0.205 0.212 0.189 0.211 0.203 101.5 4.0 4.2
3HH 0. 200 0.204 0.204 0.198 0.194 0.196
7% 2-14-6 PCBI180 DEJE | TR K OVE N K
S SEI AT W AT =
o 72 0 (e g/ ke) e |
(ng/kg)| 347 | 1BIH [ 2018 | 30IH [ 40 H | 5EIH [60 A |&2FH[ &) (%) (%)
1H B |0.0702 |0.0650 [0.0734 |0.0670 |0.0659 |0.0701
0.07 2HH [0.0711 [0.0627 |0.0701 |0.0639 [0.0624 |0.0742 |0.0673 96. 2 8.2 8.2
3HH [0.0745 [0.0761 |0.0606 |0.0645 [0.0587 |0.0618
1HH |0.1338 [0.1353 [0.1303 |0.1204 |0.1203 [0.1269
0.13 2H B ]0.1252 [0.1238 |0.1343 [0.1276 |0.1209 |0.1181 |0.1277 98.3 4.7 4.7
3HH [0.1361 [0.1315 |0.1322 [0.1195 [0.1309 |0.1318
1HH 0.194 0.207 0.206 0. 208 0.201 0.211
0.2 2HH 0.204 0.211 0.179 0. 205 0.189 0.183 0.199 99.7 5.3 5.4
3HH 0.190 0.196 0.212 0.209 0.200 0.183
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2-1 F /L33 D SRM Z7a~< 7T A

(m/z 435.4—174.2)
IR - 50 pg/kg
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A A Y

AR

R

A (0.0005 mg/L)

/

X 2-2 AV T 7EANKE TV D SRM 70~ T
(m/z 328.1—108.2)
WRAIREE © 10 pg/kg
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75 R

4NEGA_04.lcd
(x10,000)

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

70,000

6.00q

5.00

3.00
2.00
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+

FEHERR R (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- 7 VT I ATV D SRM 70~ 7T 2
(m/7 479.0—444.1)
RN - 100 pg/kg
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A A%

HNEGA_04 ked
(x100,000)

1004 46100005426 2500(+)22 CE~21.0

100,000

090
080
0709
060
050
040
030

0204 J

0.104

000
30 35 40 45 50

AR

a ADD1_05 Jed
(x100,000)

1004 46100005426 2500(+)22 CE~21.0

100,000

0804

0809

0704

060-

050

0407

0309

30 35 40 45 50

FEHERR R (0.005 mg/L)

STD 0005_01 ked
(x100,000)

100+ 46100005426 2500(+)22 CE~21.0

100,000

0804
0804
0704
0604
0504
0409
0309

0204

30 35 40 45 50

2-4 4-epi-AFX T ITH ATV D SRM 7~ 7T A
(m/z 461.0—426.2)
RN - 100 pg/kg
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At A st AT Kt
)

w» oW onw n on K % vomoWm @ 0 &« 0 u

TR T TSRO/ o
e S st T2 0
),
| u

T R R T T T R I T T R (R R ']

¥ 2-5 =oua7aXxd 0 SRM 7a~<h7 T 5

(m/z 360.1—316.1)
ANPREE @ 10 pg/kg
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ko

2-6 > 7u7uXxY D SRM /a~<hT T 5
(m/z 332.2—314.2)
IR - 10 pg/kg

204



A AA Y

Bovine Muscie CT -FFA_T fUnknomwn)
248.0/97.0-D: \Analyst Data | Projects \FL ORFENICOL \Data\ 201200 FA wiff fsample 271}
\Area: N/A. Height N/A. BT: N/A miy

5.0e4

4.5e4
4.0e4
3.5e4
3.0e4

25e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

l

30 31 32 33 34 35 36 37 38 39 40 41 42

43 44 45 48
Time, min

47

48 49

50 51

5.2

53

54 55

56

57 58

NI s

Bovine Muscie MT -FFA_T {Unknown}]
248.0/ 9. 0-D: \Analyst Data|Projects |\ FLORFENICOL \Data\ 2012067 FA wilf fsample 24)
\Area: 142478, Height: 30099 BT 4.42 min

5.0e4

4.5e4
4.0e4
3.5e4
3.0e4

2.5e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

30 31 32 33 34 35 3B 37 38 339 40 41 42

43 44 45 486
Time, min

47

48 48

50 51

52

53

54 55

56

57 58

FRAERHE (0.005 mg/L)

0.005- FFA_T (Unknown)
248.0/ 971.0-D: \Analyst Data|Projects |\ FLORFENICOL \Data\ 2012067 FA wilf fsample 17
\Area: 202242, Height: 40388 BT: 443 min

5.0e4

4.5e4
4.0e4
3.5e4
3.0e4

2.5e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

30 31 32 33 34 35 3B 37 38 339 40 41 42

43 44 45 486
Time, min

47

48 438

50 51

52

53

54 55

56

57 58

2-7 77 x=a—)LT7ID SRM Z7a~ k7T A
(m/z 248.0—91. 0)
TRANYREE © 200 pg/kg
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A AA Y

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

IINEEE

30-Oct-2020 16:05:02

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

e4
95
\/
2,’32
|
A
e e Time
100 150 200 250 300 350

7 h-R U T TRUE Y — U EREERE (4 pg/L)

30-Oct-2020 15:48:57

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

o5 ‘ 5.00e4

232

% L

L -

5 ey T e Time
100 150 200 250 3.00 3.50

X 2-8 7 F-R) 7T A — )LD SRM 71~ 5
(m/z 327.0—182.0)
AN EE © 225 pg/kg
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A AN

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

G000
8000

000

Intensity

85 80 85 100 105
Time, min

IO

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

IR YERR(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 V) )= A2 D SRM 7~ 7T
(m/7 768.3—733.4)
IR -2 ng/kg
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A A Y

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

Intensity

80 a5 8.8 &5 100
Time, min

AR

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

9000
2000
7000

6000

Intensity

. l

Time, min

FEHEYSHR (0.1 pg/L)

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

$000:
8000
000
6000

5000

[ntensiy

4000
1000 9.04
2000

1000

80 85 9.0 $5 WO
Time, min

X 2-10 ER2 > A D SRM 7~ k5 A
(m/7 688.3—635.5)
WRINYREE © 2 ng/kg
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AV v

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

13000
12000
11000 A
10000
S00G
2000
7000
6000
5000
4000
- !
2000
1000

3]

Intansity

20 30 4B 5D 80
Time, min

AIECE

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

13000
12000 391
1000
10000
3000
8000

Intensity
g

20 36 48 50 6@
Time, min

FRHERE (0.005 mg/L)

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

13000
12000
11000
10060

3.88

Intensity

S
20 30 40 50 8.0
Time, min

2-11 MVRTZ XL Z)LIR D SRM 7~ 75 A
(m/z 456.0—42.0)
WANYREE @ 100 pg/kg
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A /A W

ECDT A, (201028NA¥201028NA 2020~10~28 17-00-03¥016F1701.D)

550
500
450
400

cis-~JV AN v trans--2JL AN

350

b

250

200 T T T T T

W’/‘“/\’W"""W—

225 23 235 24 245 25

mi

YIRS

ECD1 A, (201028NA¥201028NA 2020~10-28 17-00-03¥017F1801.D;
Hz ]

550
500 +
450 ] cis-~ VAR trans-~~JV AR
400 -

350

\’
[

200 T T T

\

225 23 235 24 245 25

mi

PR HEE #(0.01 mg/L)

ECD1 A, (201028NA¥201028NA 2020~10-28 17-00-03¥020F2101.D)

550
500
0] cis-r~ L AR trans--~JV AN

400

350

200

225 23 2

300
250
S —
| ——
T T T
235 24 245

mi

2-12 cis-~ VARV K O trans--~ L AR DI~ 75 A

IR EE 150 pg/kg
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WAL/A W

ECDI A 2020-10-07 1 D

Hz

1400
1200

1000

600

400+ J/

RN

ECDT A 2020-10-07 1 )

Hz
1400

1200+
1000
800 ¢
600

400

5 e 175 2(0.001 mg/L)

ECDT A, 2020-10-07 1 D)

1400

12004

!

92 94 96 mi

2-13 HCB ®Zua~h7J A
WINYREE © 5 ugkg
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75 vy B

‘ a-HCH

D1 A (210120042 101200K 2021 01 2 1755 4030353501 D)

y-HCH
. B-IICIL
A7'450k
Ty

b |

A ) H.J\\ﬂ.,. M A P

cis-A7" 49 IR F YL
trans-A 7" SYAL T 4
FAMNYY

by

pp-DDE op-DDT

pp-DDD

pp-DDT

R

AR

ECDT A (210

ol o-HCH

i
zm,‘u’;J\‘.JL, \L‘U‘

T200K¥Z 01200K 2270720 1 T-55-40N03G3601 D)

| y-HCn

A7 %50l
l TNy

Wit

| |
LJLJ”LJM N \‘LM\, A

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

FANEYY
kM)
l \L op-DDT

REHERRWE (0.0005 mg/L)

ECD1 A (2001200K¥2101200K 20210120 1755 40%0333300.0)
Hz
900-
500 o-HCH
y-HCH
70 cis-A2 SR IR Y
A7°490k .
3 trans-A7 9YALIR FH
w Ay pp-DDE
FURYY ,
50 \l/ pHCI vy pp-DDD
X l op-DDT pp-DDT
40 ‘
| \
- - ‘\
-y | o] L
wl Lnu\‘ L o “__ﬁ._;v_J L S oA
100-
8 Yb “Z 14 16

2-14 0,p-DDT, p,p-DDE, p,p-DDD, p,p'-DDT, 7V RV T A4/NRY L T RY L AT HZ Tl
Cis-~T BTV TRF IR trans-~TF 7))V TAHRF TR a-HCH, B-HCH & TN y-HCH O 27~ 7 F A
WIEEE 10 pg/kg
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A A Y

ECD1 A (2107200K% 207010 175640007070 D)

rans-YALT Y
cis-7aLT Y

trans-/ 500 cis-/+4ak

IINECEE

ECDY A (Z101200K% O7A0K 2 1-01-2D 17-55-A0700EF 08010
Nom. ]

00
20

00~

trans-7ALT Y

w0l Cis-HALTY
cis-/+90
00~
trans-/F40M

- L [
ol “ H’ ) ‘H{ ﬂ\
w0t A o d N U o A J NP

FEHEYRWR (0.0005 mg/L)

ECDT A (Z0200G% D 175 )
Nom. ]

900
900

w07

1 trans-ALT Y
0 Cis-FANT

, S TV cis-/FT Al
500

) l trans-/ 4504 \L
4007 il

b
| J\L/ |

w0l | ‘L*JL_‘ . LJ LA - LS B
1004
10 i 12 1 e I3 ity i7 a

X 2-15 cis-Z VT | trans-7 VTV | cis-/ T 7V KO trans-/ 7 )v D < 7T A
WIPREE 10 pg/kg

213



AV T RBONEEEY E (10 ng/L)

NC201110mP1 NC201110mP1

PO111311 ScanEl+ PO111311 ScanEl+
1 15568 1 20663
['3C12]PCB28
MBP-19 * /
1285/

PCB28

l 13.72

1226 16.50

1784
7
1224 1656 1722 14.00

4 T y T T T T T T T T T 1 Time 4 f T T T T T T T T y T 1 Time
1200 13.00 14.00 15.00 1600 17.00 18.00 1200 13.00 14.00 15.00 1600 17.00 18.00

NI B ONEEEY E (10 pg/L)

1d21 1d21
PO111320 ScanEl+ PO111320 ScanEl+
256 268
g 15003 g 2003

PCRES [3C12]PCB28

= 15,39 2|

13.72
12.26 1650
1656 1721 1784
1224
4 ‘/\“\ T T T T T T T T T T 1 Time 4 T T T T T T T T T T T 1 Time
1200 1300 14.00 15.00 1600 17.00 18.00 12.00 1300 14.00 15.00 16.00 17.00 18.00

FRYER W (S pg/L) EER (S neg/L)DOWEEHEY E (10 pg/L)

mPCB.5 mPCB.5
PO111306 ScanEl+ PO111306 ScanEl+
256 268
] 15003 J 20003

PCB28
l MBP-19 . [*Ci2]PCB28

1285 /
15,38

3 T T T T T T T T T T T \ Time 5 T T T T T T T T T T T | Time
1200 1300 14.00 15.00 1600 17.00 18.00 12.00 1300 14.00 15.00 16.00 17.00 18.00

2-16 PCB28 ® SIM 71~k T A
(m/z 256.0)
WL : 1.2 ng/kg
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T IRk T IRBONEEEYE (10 ng/L)

[13C12]PCB52 \ 18.78

PCB52

l 1852

8 T p ¥ T T T T T T T T 1 Time 4 7 Y T T T T T T T T T 2 Time
1300 1400 15.00 1600 1700 18100 19,00 1300 1400 15100 16,00 17,00 18100 1900

NI S M B ONIEEY E (10 pg/L)

1d21 1d21
PO111320 ScanEl+ PO111320 ScanEl+

MBP-70

PCB
cB52 [3C12]PCB52 \

1803 1852

7 Y T 4 T T T T T T y T ) Time 4 i p T T T T T T T y T 1 Time
1300 14.00 15.00 16.00 17.00 18.00 19.00 13.00 1400 15.00 16.00 17.00 18.00 19.00

PRYER (S pg/L) RERIE (S ng/L)OWIEREYE (10 pg/L)

mPCB.5 mPCB.5

PO111306 ScanEl+ PO111306 ScanEl+
2899 _ 302
] 700 15003

PCB52
13C,,]PCB52
l [MCr]PC MBP-70

18.78
1629 16.27

7 f T T T T T T T T T T ) Time 3 T T T U T T T T T T T ) Time
1300 14.00 15.00 16.00 1700 18.00 19.00 13.00 1400 15.00 16.00 17.00 18.00 19.00
_ o
2-17 PCB52 @ SIM Z7a~h~7"F

(m/z 289.9)
IR - 1.2 pglkg
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VA

NC201110mP1

PO111311 Scan El+
-4
b 1
®
PCB101
2014
3 . e e T T + Time
18.00 1850 19.00 1950 20.00 2050 21.00
RN R
dN D &
1d21
P0O111320 ScangSl‘g
7 1000
2 \L
1951
2013
3 T S A ey ARpmaa e ) Time
18.00 1850 19.00 1950 20.00 2050 21.00
FEHER R (5 ng
mPCB-5
P0111306 Sugg‘s
7 1000
2| 19.50
3t . : . : . : . : : ' ) Time
18.00 1850 19.00 1950 20.00 20.50 21.00

T IRBONEEEY E (10 ng/L)

NC201110mP1

POI1311 ScanEls
3379
q 20063
MBP-111
N
[I“Clz]PCBlOI \l/
2060
= 19.50

B e A~ AP Y RAR AP~ SRR AN

WNFEOWNEEEY E (10 pg/L)

1d21
FO111320 Scangl
3379
q 20063
MBP-111
[13C1,]PCB101 \L
20,60
=
19.50
B e R = SN VAN~ SRR A

FRMER (S ng/L)DONEEHEY E (10 pg/L)

mPCBS
FO111306 ScanEls
3379
q 20063
X MBP-111
[3C1,]PCB101 l/
< 20,60
19.50
B A e A~ A RAP T Y AARR AR = AAARARAPA N

2-18 PCB101 @ SIM 7~ K7"J A
(m/z 325.9)
RINREE 1 1.2 pglkg
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7T kBl

NC201110mP1

359.8
1 750
PCB153
l PCB138
7 T T T T T T T T T T T T T 1 Time
2200 2250 23.00 2350 24.00 2450 25.00 25.50
WS Rk
1d21
P0111320 Scan El+
359.8
1 750
PCB153
l PCB138
® 2278 l
o 2389
7 T T T T T T T T T T T T T 1 Time
2200 2250 23.00 2350 24.00 2450 25.00 25.50
T Y N Y723 )
FEHEPAWE (5 pg/L
mPCB-5
P0111306 ScanEl+
3598
750
PCB153
l PCB138
w\“_ 2277 l
23.89
7r T T T T T U T T T T T T T 1 Time
22.00 2250 23.00 2350 24.00 2450 25.00 2550

T EBIOWNEEHEY) E (10 pg/L)

[13C1,]PCB138
[13C1,]PCB153 MBP-159

Lo

%
h

2277
2389
I A A A Y A A
N = 3 e
WNFEOWNEEHEYE (10 pg/L)
1d 21
P0O111320 ScanEl+
3719
7 00e:
[1"C13]PCB138
[C12]PCB153 MEF-Lo2
b 247
2277
2389
232‘W ' 22‘50 T 23‘00 ' 23‘50 i 24‘00 ! 24‘50 . 25‘00 . 25‘5]\;”“

FRHERHE (S ng/L)OWIEREYE (10 pg/L)

mPCB5
PO111306 Scan El+

[3C12]PCB138

2003

[3C),]PCB153 MBP-159

2277
247

23588

3k T T T T T T T T T T T T T 1 Time
22.00 2250 23.00 2350 24.00 2450 25.00 25.50

2-19 PCB138 2T} PCB153 @ SIM 72~/ A

(m/z 359.8)
WP EE 1.2 pg/kg
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AL T RBONIEAEY E (10 ng/L)

T 1 MBP-170 o
['*C12]PCB180

2638
2750

%

PCB 1 80 27.70 “

2739

27,07

2789

LS00 s AL R0 AALRE Ao SRS Lases AL LASSARARLE RR AR ASAS R sanls LSRR SAERESAR AR RS SR NI 5 o AL RS BALRE R A SRS Laos S AALRAASA AAALE RAS NS AAAAS A s AS LESA NASAR BRI aaas RSSARILLLY
2600 2620 2640 2660 2680 2700 2720 2740 2760 2780 2800 2600 2620 2640 2660 2680 2700 2720 2740 2760 2780 2800

AW WNEE ONEEHEY)'E (10 pg/L)

1d21 1d21
PO111320 ScanEl+ PO111320 ScanEl+
3938 4058
q 750 1000

[*C12]PCB180 MBP-170
PCB180 2788

2638 27.50

® 2639 =|
2774

2739

27388

5 T T T T T T T T T T T T T T T, T  Time 3 T T T T T T T T T T, T T T T T, T  Time
2600 2620 2640 2660 2680  27.00 2720 2740 2760 2780 2800 2600 2620 2640 2660 2680  27.00 2720 2740 2760 2780 2800

FRER (5 pg/L) FRER (5 ng/L)DOWIEHEYE (10 pg/L)

mPCB-5 mPCB-5
P0111306 ScanEl+ P0111306 ScanEl+
3938 4058
i 750 7 1000
[FCi2]PCBI8O MBP-170
2638
=] 2| 27.50
26.39
R st R AR RN MRS LR SRR RASAA BARAS RSN MARRE LALSLRASAD LRAAR RAMAE RAASA LARAE LAAAS RARM ALAA) Time 3 e e e e e T e Time
26.00 2620 26.40 2660 26.80 27.00 2720 27.40 27.60 2780 28.00 26.00 2620 26.40 26.60 26380 27.00 2120 2740 2760 27.80 28.00

2-20 PCB180 @ SIM 71~ k77 A
(m/z 393.8)
WP EE 1.2 pg/kg
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[&Fn 3]
A ANA Y
8/20/2021 5:34:43 AM

916.0/174.0
7000

€000
5000

4000

Intensity

2000

Time, min

NI s

8/20/2021 5:55:16 AM
916.0/174.0

intensity

Time, min

FEHERRHR (0.0025 mg/L)

8/20/2021 3:31:19 AM
916.0/174.0
7000

6000
5000

4000

Intensity

2-1 ZAa> dD SRM 7~ h7J A
(m/7 916.0—174.0)
WINEREE © 70 pg/kg
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A A Y

8/20/2021 5:34:43 AM
869.3/696.4
7000

Intensity

1000

35 4.5 55 65 75
Time. min

IINECER

8/20/2021 5:55:16 AM
869.3/696.4
7000

6000
5000

4000

intensity

3000

35 45 55 B5 75
Time, min

FEHERRHR (0.0025 mg/L)

8/20/2021 3:31:19 AM
869.3/696.4
7000

6000
5000

4000

Intensity

35 45 55 65 75
Time, mir

2-2 F )33 D SRM Zu~ 7T A
(m/z 869.3—696.4)
IR EE - 70 pg/kg

220



7Z Rk

12/25/2021 3:.06:43 AM
10424 /814 4
7000

6000
5000

4000

Intensity

3000

2000

= l

6.31

40 5.0 6.0 7.0 8.0
Time. min

0

TORI MUSCLE BL6
1042.4/814.4
179

NS

12/25/2021 3:27:22 AM
1042.4 /814 4
7000

6000 6.42

5000

Intensity

40 50 6.0 70 80
Time. min

TORI MUSCLE n=11
1042.4/814.4
44110

YRR (0.2 pg/L)

1042.4/814.4

12/25/2021 4:.08:43 AM
7000 \l/

6.42
6000 '

5000

4000

Intensity

2000

1000

STD 0.0002
10424 /814 .4
45371

X 2-3 FL8m D SRM Z7a~ T A
(m/z 1042.4—814.4)
IR EE @ 10 pe/kg
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7Z Rk

12/25/2021 3:06:43 AM
958.2/7721
7000

6000
5000

4000

Intensity

3000

2000

- l

5.09

30 40 50 6.0 7.0
Time, min

0

TORI MUSCLE BL6
958.2/7721
248

NS

12/25/2021 3:.27:22 AM
958.2/7721
7000

6000

5000

Intensity

. l

1000

30 40 50 6.0 70
Time, min

TORI MUSCLE n=11
958.2/772.1
10429

YRR (0.2 pg/L)

12/25/2021 4:08:43 AM
958.2/772.1
7000

6000
5000

4000

Intensity

" L

3.0 4.0 50 6.0 7.0
Time. min

STD 0.0002
958.2/772.1
12355

X 2-4 3-O0-7BF NZAa> D SRM Z7u~h7F A
(m/z 958.2—772.1)
WINIREE @ 10 pg/kg
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A v 77 v 7 RO NEEHEYE (0.005 mg/L)

Mass:407.1/126.0 Mass:410.2 /129.2
Area:N/A Area:672736
128 1205
1.1e8 1165
108 10e5
B0ed B 0ed
2084 g B0ed
g 7064 5 70m 487
*‘2 G004 kS 0ed
5 5004 I s0ed
- 40e4 = 4 Ced
30ed B0ed
20ed 2084
1.0ed 1.0ed
R A 2 ar 2P ar ar RN Rr 2 ar 2w av

AIMECEE BIMFRELO NAEYERE (0.005 mg/L)

Mass:407.1/126.0 Mass:410.2/129.2
Area:702100 Area:747956
12e5 1265
1.3e5 115
1088 10e5
9 Oed S Oud
o Boed 4554 . B0ed 4861
fc’f 704 E 704
'fg 6004 § 60ed
E 50ed £ 50ed
s 4084 - 4024
2084 30ed
2084 208
10ed 10ed
0 0el Q0ed
123458678 12348 67 8
Sz YR W VRTE ¥
FEHEVHR (0.005 mg/L) PEAEYRIR (0.005 mg/L) OWIEHEY)E  (0.005 mg/L)
Mass:407.1/126.0 Mass:410.2/129.2
Area:863001 Area:880031
1265 1268
1185 1.1e8
1065 1088
9084 4548 90ed
@ B0e4 S04
i T 0sd E T0ed
% §0sd 5 6004
§  s0e4 3 50ea
- 4 0ed = 4 0sd
F0e4 30ed
204 20ed
104 1084
0000 D Ded

12345678

2-5V a<w AL D SRM 7a~ 75 4
(m/7 407.1—126.0)
TN EE 100 pg/kg

223



7F Rk

X 2-6 AR h~AT D SRM 7a~h7 T 5
(m/z 582.2—263.0)
WNBEEE - 100 pg/kg
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AL v

) Iw 2
/ \\
s’i‘ |

FEHERRR (0.02 mg/L)

: A/
I
5

| B
\
fuees
|

2-7 PERBAR TR AT D SRM 7~ 7T 5
(m/z 584.1—263.1)
WINPREE 1100 pg/kg
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7F Rk

AR

REEHEEHR (0.01 mg/L)

2-8 1~ AT 2 ADSRM Z7u~h7F A

/

(m/z 485.3—5163.2)
WONBEEE - 100 pg/kg
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A A Y

[T TS0
(e Mk Height A AT ki

AR

TARGZE5 755052 Ttows BT -
s 101023 Heihe T 1
iy

!

1
| A

ol A

l

o)

Toese

FEHERRHR (0.00025 mg/L)

Ve 126208 Heht SRT:3 5
kil

il [
|

o |
i | |
i 1 /

ko

Eil

Eom |

L | |

|

0 | |
| 1

it J |

m | \

. | \

L p. \
i £ D ———]

X 2-9 AT 7ARNFH —)LD SRM 7~ T A

(m/z 254.0~92.1)
INJREE = 10 pglkg
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77 7R

£t

Tne i

AR

TAFZE 077 SRR
e 7005 et G T 00

[

PRI (

0.00025 mg/L)

0082 T8-S5 o
(e 371 Heght FRE AT 10m1

[

X 2-10 AT 7E/ARNFT D SRM 7~ h7 T 5

(m/z 280.9—156.0)

IREE 10 pg/kg
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A4

Ak

T2 SR Um0
(e Nk Heght NART Wi

AR

[FEEF 3T SQT0T5 ows 1
e T e BT 5
e

58

B EBEBREEEEEEN:

|
/ |
| |
P
I \
) \
/ \
I % P
Tine nin

FEHERRHR (0.00025 mg/L)

o]
xS e T 9
Tl
5
Bl
a
i
i
i
Kt
i
i
i
1

)

X 2-11 ANVT77x% /%P D SRM V<75

(m/z 301.1—>156.1)
IR - 10 pg/kg
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A4

Ak

[PRZE7 17-TRP U2 Unoom] BT0TEAT
e NA Heiht AT ki
z(-I

Tgmn

AR

i
L]
L
L
L
L]
L
w
L
b

FEHERRHR (0.00025 mg/L)

TZilabon
W 2171 et 2085 T Ao
il

X 2-12 NUARZYLD SRM 71~

(m/z 291.0—~123.0)
IR EE 10 pg/kg
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A4

Ak

[T TR
Ve i e A AT M
i

L

zzssss888528

|

Teem

AR

[PRzFS 75 TPC ST
Ve 41 it ST

g

——w

213 F 7> 7x==a—/L®D SRM Z7a~< 7T A

(m/z 354.0—~185.0)
INIREE = 10 pglkg
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77 7

8/20/2021 2:31:46 AM
360.1/316.1
20000

18000
16000
14000
12000

10000

Intensity

8000
\
6000

4000
5.57

2000
0

35 45 55 65 7.5
Time, min

tori DAY1 NEGA
ERFX1
14457

AR

8/20/2021 2:57:19 AM
360.1/316.1
20000

18000
16000
14000 5.56
12000

10000

Intensity

8000

6000

4000

2000

35 45 55 65 75
Time, min

tori DAY1 ADD1
ERFX1
90737

FEYEYR (0.5 png/L)

8/20/2021 1:40:40 AM
360.1/316.1
20000

18000
5.56
16000
14000
12000

10000

Intensity

8000

6000

4000
2000
o :

35 45 85 65 i
Time, min

STD 0.0005
ERFX1
110522

2-14 =>a7uaXx$ D SRM Z7a~ 7T A
(m/z 360.1—316.1)
TN - 10 pg/kg
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A A%
8/20/2021 2:31:46 AM

332.2/314.2
5.0e4

45e4
404
3504
3.0e4

25e4

Intensity

2.0e4

1.5e4

1.0e4
5.0e3 \%

0.0e0

30 40 50 6.0 70
Time, min

tori DAY1 NEGA
CPFX1

IR s

8/20/2021 2:57:19 AM
332.2/314.2
5.0e4

4.5e4
4.0e4

3.5e4

5.18

3.0e4

2.5e4

Intensity

2.0e4
1.5e4
1.0e4

6.0e3

0.0e0

30 40 50 6.0 70
Time, min

tori DAY1 ADD1
CPFX1
204496

FEYEYR (0.5 png/L)

8/20/2021 1:40:40 AM
332.2/314.2

5.0e4

4.5e4
5.18
4.0e4
3504
3.0e4

25e4

Intensity

2.0e4
1.5e4

1.0e4

ol

30 40 50 6.0 7.0
Time. min

STD 0.0005
CPFX1
270353

2-15 > 7u7uXx¥ o0 SRM 7a~h7 T
(m/z 332.2—314.2)
TN - 10 pg/kg
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A A%
8/20/2021 2:31:46 AM

320.0/302.0
3.0e4

25e4

2.0e4

Intensity

5.0e3

463 "

0.0e0

30 40 50 60 70
Time, min

tori DAY1 NEGA
NFX1
6650

IR s

8/20/2021 2:57:19 AM
320.0/302.0
3.0e4

2.5e4

5.04

2.0e4

Intensity

5.0e3

0.0e0

30 40 50 60 70
Time, min

tori DAY1 ADD1

NFX1
128429

FEYEYR (0.5 png/L)

8/20/2021 1:40:40 AM

320.0/302.0
3.0e4
;\//'
2 5ed 5.04
2.0e4
2
2 154
1.0e4
5.0e3
0.0e0
30 40 50 6.0 70
Time, min
STD 0.0005
NFX1
159196

2-16 /L 7uXxH 00 SRM Z7a~ 7T A
(m/7 320.0—302.0)
IINYREE 110 pg/kg
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A A Y,

879 NEGA1_65.Icd

(x10,000)
3.00 479.0000>444.1500(H)@1
30,000
2.00
1.00~
T T T T T

T
30 3.5 40 45 50 55 6.0 6.t

NI s

2879 N=1_66.lcd
(x10,000)

3.00 . 479.0000>444.1500(+)@1

30,000

2.00

0.00

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

300 479.0000>444.1500(+)@1

30,000

2.00
1.004

0.00

3.0 35 4.0 45 50 55 6.0 6.!

X 2-17 7 )T hT7H A7) D SRM 7~k T 5
(m/z 479.0—444.1)
WINPREE © 50 pg/kg
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A A Y

879 NEGA1_65.Icd

(x10,000)
3.00 479.0000>444.1500(+)@1
"~ ]30,000
2.00
1.00-
T T T T T T

3.0 35 40 45 5.0 55 6.0 6.1
min

NI s

2879 N=1_66.lcd
(x10,000)

300 479.0000>444.1500(+)@1

30,000

3.0 3.5 4.0 45 5.0 55 6.0 6.t
min

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

300 479.0000>444.1500(+)@1

30,000

2.00
1.004

0.00

3.0 35 4.0 45 5.0 55 6.0 6.t
min

X 2-18  4-epi-Z7 VT RTFH A7V D SRM 700~ 7T A
(m/z 479.0—444.1)
WINPREE © 50 pg/kg

236



77 v 7 Rk
2871 NEGA1_65.Icd

(x10,000)

8.00 461.0000>426.2500(+)@2

80,000

7.001
600]
500]
a00]
3.ocrf
2.omf
1 .omf

0.00

NI s

2879 N=1_66.lcd
(x10,000)

800 750,000

461.0000>426.2500(+)@2

7.00]
6.00]
500]
a00]
3.ocrf
2.omf
1 .omf

0.00

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

8.007 461,00005426.2500(+)@2

80,000

7.0
a.ocrf
5.0(kf
4.0&?
3,otrf
2.ocrf
1 .ocrf

0.00

X 2-19 AFT T "7 A2V D SRM 7~ k7T 5
(m/z 461.0—426.2)
WINPREE © 50 pg/kg
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77 v 7 Rk
287 NEGA1_65.Icd

(x10,000)

4.00 461.0000>426.2500(+)@2

140,000

3.00
2.00-
1.001

0.00

35 4.0 45 5.
min

NI s

879 N=1_66.lcd

(x10,000)

4.00 461.0000>426.2500(+)@2
3.00+
2.00+
1.00
0.00

—
35 4.0 45 5.
min

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

4.00 461,00005426.2500(+)@2

140,000

35 4.0 45 5.
min

[X] 2-20 4-epi-A X T TP A2V D SRM 7/~ 7T A
(m/z 461.0—426.2)
WINPREE © 50 pg/kg
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77 v 7 Rk
287 NEGA1_65.Icd

(x10,000)

800 330,000

445.0000>410.2000(+)@3

7.00
600]
50&?
o]
3.0&5
Z,O(kf

1.004

000+

NI s

879 N=1_66.lcd
(x10,000)

800 330,000

445.0000>410.2000(+)@3

7.00
600]
50&?
400]
3.0&5
Z,O(kf

1,004

000+

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

800730000

445.0000>410.2000(+)@3

7.00
6.0(kf
5.0&?
4.0&?
300]
200]

1.001

000

X 2-21 FThF7H A2V D SRM Z7a~h75 A
(m/7 445.0—410.2)
WINPREE © 50 pg/kg
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77 v 7 Rk
287 NEGA1_65.Icd

(x10,000)

800 330,000

445.0000>410.2000(+)@3

7.00
600]
50&?
o]
3.0&5
Z,O(kf

1.004

000+

NI s

879 N=1_66.lcd
(x10,000)

800 330,000

445.0000>410.2000(+)@3

7.00
600]
50&?
400]
3.0&5
Z,O(kf

1,004

000+

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

800730000

445.0000>410.2000(+)@3

7.00
6.0(kf
5.0&?
4.0&?
300]
200]

1.001

000

[X] 2-22 4-epi-7 "7 A7V D SRM 7/~ 7T A
(m/z 445.0—410.2)
WINPREE © 50 pg/kg
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287 NEGA1_65.Icd

(x10,000)

6.00 445.0000>428.2500(+)@4

60,000

500
4,ocrf
200]
z,ocrf

1,004 J,
O_O(gw/—\gvy

— T
4.0 45 50 55 6.0 6.!

NI s

879 N=1_66.lcd
(x10,000)

6.00 445.0000>428.2500(+)@4

60,000

500
400
300
Z,O(kf
1.004

0.0

4.0 45 50 55 6.0 6.!

FEHESHR (0.0015 mg/L)

STD 0.0015_62.Icd
(x10,000)

6.00 445.0000>428.2500(+)@4

60,000

500
400
300
200
1,004

0.0

4.0 45 50 55 6.0 6.!

X 2-23 R¥I % 42U D SRM 7~ 7T
(m/z 445.0—428.2)
INPREE © 50 pg/kg
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torimuscie CONTT -FFA_T fUnk

10wy
248 0/ 97.0-D: \Analyst Data\|\Projects | FL ORFENICOL \Data | 2T 06 3 FA wiff {sample 10)
Area: N/A, Height N/A, BT: N/A min
3.0e4 4

2.5e4
2.0e4

1.5e4 4

Intensity

1.0e4 4

5.0e3 4

0.0e0 T v T

20 25 30 35 40 45 50 55 60
Time, min

NI s

formuscie MBLT -FFA_T {Unknown)

248.0/97.0-D: \Analyst Data\Projects | FL ORFENICOL \Data |\ 2106 30FFA wiff fsampile 17}
Area: 75410, Height: 15974 BT: 437 mir
3.0e4 4

2.5e4
2.0e4

4.37
1.5e4 4

Intensity

1.0e4 4

5.0e3 4

0.0e0 r 7

20 25 30 35 40 45 50 55 6.0
Time, min

FEEHERRHR (0.005 mg/L)

0.005- FFA_T {Unknown)

2480/ 97.0-D:\Analyst Data\Projects|FLORFENICOL \Data\ 21 06 30FFA witf fsampie 6}
Area: 76767, Height: 16097, BT: 436 may
3.0e4 4

2.5e4 4
2.0e4

4.36
1.5e4 4

Intensity

1.0e4 4

5.0e3 4

0.0e0 r v

20 25 30 35 40 45 50 55 6.0
Time, min

224 7T rz=a—)LTID SRM /a~ T h
(m/z 248.0—91. 0)
VIR EE @ 100 pg/kg
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A v 77 7R ONEEHEYE (0.0025 mg/L)

[

Phu
ot & z(/
= I
- &

gEagidi

EEEBHE
PEiEFEEREES

EXENENER

BEFEFEFEREREE

AIECEE EINECE O IR HERE. (0.0025 mg/L)

EEEEE
==

gE ¥ ¥B e EBR BB EANE
BREFEFFEGEiEREVEEiEESGVENREEE
T

2-25 TEXLIYLD SRM 7a~<hT T 5
(m/z 366.0~113.9)
WRANPREE © 20 pg/kg
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7F Bk

A

i
5
i
&
H
B
i

AN SR ENENEERE NN N

AUBHO NEEHEYE (0.0025 mg/L)

[t i

AIMEE

EINRCEF O PR HERE. (0.0025 mg/L)

BT
a7 o ST e

- oY

[IEEEEERE

NEEEEERERRE

A e o

FEHESHR (0.0005 mg/L)

R

FEAERSHE (0.0005 mg/L) D WNIEEAEY'E (0.0025 mg/L)

i
A

2-26 TEIYLD SRM Z7a~< T A

(m/z 350.0~105.9)
IR AL 20 pg/kg
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A v 77 v 7 B ONEEHEYE (0.0025 mg/L)

£

EfEEFEFFEFEEEIEFETEEE s

wnElE INEEL O AEEYE  (0.0025 mg/L)

Ly o/
| i J“

PEEiiEEEPEEEEEEEREAEE

FEHERIR  (0.0005 mg/L) FEHERIE (0.0005 mg/L) DOWNEEMEYE (0.0025 mg/L)

i i o Re
- [ [t
e | 4

i
i
i
p
i

2L
PR PP YPEEFEEPEEREIFOFEGEEEE

2-27 XV N_R= VD SRM Z7a~<h7 T A
(m/z 334.9—160.0)
IR - 20 pg/kg
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7T

F—HT74)L % tori kinnniku_016Jcd
427 L4 tori kinnniku
> 7 JLIDSIL-20AC

0.50-

045+

040

035

030

025

0.20

0.15-]

010

005

000,

50 6.0 70 80 90 100 10 120 130 140 150 16.0
T =877 4)L4tori knnniku add1_017lcd
427 )L 4 tori kinnniku add1
27 JLIDSIL-20AC

050

045

040

035

030

025

020

015+

0.10

005

0,00

F—#5274)L%:STD 0.001.007Icd
27 L4 :STD 0001
27 JLIDSIL-20AC

045

040

035

0.30

025

020

015

0.10-

005+

0.00

2-28 )T EARD IO~ T L
IR 10 pg/kg
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7F Bk

NI s

FEHESHE (0.0025 mg/L)

—

2-29 LTIV AT L AD SRM 7~ T
(m/z 785.9—1089.2)
IR - 30 pg/kg

247



[&F0 4 FERE]

A A Y

7/22/2022 9:18:31 PM
916.4/331.2
500

450
400
350
300

250

Intensity

o A, =
2 4 & 8 1
Time, min

NI s

7/22/2022 9:44:06 PM
916.4/331.2
500

450
400
350
200 6.19

250

Intensity

2 4 & 8 10
Time, min

FEHREYSIR (0.5 pg/L)
712212022 8:52:58 PM

916.4/331.2
500

450
400
350
300 617

260

Intensity

200

160

2 4 6 13 16
Time. min

X 2-1 RIAZF D SRM 7~ 75
(m/z 916.4—331.2)
WRINPREE © 5 pg/kg
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A A Y
3.0e4
25e4

2.0e4

Intensity

15e4
1.0e4

5.0e3
4.63

. |

12 3 45 6 7 8 9
Time, min

0.0e0 =

IR
3.0e4
25e4

4.65

2.0e4

1.5e4

Intensity

1.0e4

5.0e3

0.0e0

12 3 45 6 7 8 9
Time, min

FEAEVRR (0.5 u g/L)
3084
2504
2084

1.5e4

Intensity

1.0e4

5.0e3

0.0e0

12 3 45 6 7 8 9
Time, min

2-2 LRI — )LD SRM 72~ A
(m/z 205.0—178.0)
WL 10 pg/kg
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AV v

IINECEE

FEVEYS (0.1 pg/L)

2-3 A R-RI TR H)— )LD SRM 7~ [T
(m/z 326.9—181.9)
WIIREE @ 10 pg/kg
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N = N £7§%£\3+

AV AN/

CONT_ off i m/z B85 3744 T

A rea- MAA, B eiqhte- MA, 537 MAA miy
1800 4
1600
1400
1200 \l/

1000

Intensity

200 4

E00

400

200 4

od

5.5 6.0 [=3=) 7.0 7.5 2.0 8.5

[(ZZTIZE_Sui_si DDZ FIFIBE 9794 7 - D IAnahf Dala Projoci=15m

Time. min

NI s

22FT2E Suk rf D03 -FPIPIBE 3744 ¥ - D \Amralrst Data \FProjecis1 3o, |

ALPDT_ ST i vz 56 35 SL T
Area- 20T T Height- 753 BT 707 mer
1800 4

1600 \l/
1400 |
1200 7ot

1000

Intensity

200 4

s00 4

400

200

od

5.5 6.0 6.5 7.0 7.5 2.0 8.5
Time. mir

R (1 pg/L)

[(ZZTTZE_Sud_si DD _FIFT86. 9794 7 - D IAnah=f Dala Projoci=15m_

PIPO D0 oprm _ m/z 86 97, 447

(Arca- 26075, Height- 790, BT 709 mix
1800 4

1600 4 \l/
1400 4
1200 4 7.09

1000

Intensity

200 4

E00

400 o

200 4

od

Time. min

2-4 BT D SRM 7~ T A
(m/z 86. 9—44. 1)
WRINIEEE : 10 pg/k g
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AV v

5.0e4

45e4

4.0e4

35e4

3.0e4

25e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

\/

25 35 45 55 65
Time, min

AR

5.0e4

45e4

4.0e4

35e4

3.0e4

25e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

4.37

25 35 45 55 65
Time, min

FEYEARHE (1 pg/L)

5.0e4

45e4

4.0e4

35e4

3.0e4

25e4

Intensity

2.0e4

1.5e4

1.0e4

5.0e3

0.0e0

2-5 7o 7alu LD SRM 7a~ T A

4.40

25 35 45 55 65
Time, min

(m/z 243.0.—150.0)
WRINYREE © 10 ng/k g

252



A A Y

8/8/2022 3:28:45 PM
238.0/206.0
3084

25ed
2.0e4

1584

Intensity

1.0e4

E0e3

00D DRAnmdrme

Tirnie, min

IR

8/8/2022 3:49:18 PM
238.0/206.0
3.0e4

2584
2.0s4

1584

intensity

10e4

50l
Pt spositiisionian)

0.0e0
2 4 B g 1
Tirrsi, mire

FEHREYSIR (0.2 pg/L)

8/8/2022 2:47:39 PM
238.0/206.0
30e4

254

2024

-
&

it

15ed

Inten:

1084

50el

s

2 4 & g ia
Tirrig, tmin

0.0el

X 2-6 Th/X_X—k? SRM 70~ h7T A
(m/z 238.0—206.0)
WINIREE @ 10 pe/ke
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7T 7Rk
3000
2500
2000

1500

Intensity

1000

500

8 0 12 14 16
Time, min

NI s
3000
2500
12.30

2000

1500

Intensity

1000

500

0 VSRS
8 0 12 14 16
Time, min

PR HER(0.5 pg/L)

3000
\
2500
12.33
2000
2
§ 1500
k=
1000
500
0 _,‘,,__.‘,.‘W;_,kw.,_.,_,__
8 10 12 14 18
Time, min

2-7-1 44-V=bal/LR=URD
SRM 7a~< K~/ A
(m/z 301.1—137.1)
IR - 10 pg/kg

254

7T 7Rk
300
250
200
150

100 L
\/

50 ‘

Intensity

0

2 4 3 8 m 12
Time, min

NI s
300
250
6.86

200

150

Intensity

100

50

0

2 4 [ 8 0 12
Time, min

FEAEYS7(0.5 pg/L)
300 ~
6.8

250

200

Intensity
o
3

100

50 |
A nJ‘
N A
' e BTN AN el
2 4 6 § 10 12
Time, min

2-7-2 ~a7Y ) D SRM 7ua~ 7T A

(m/z 415.0—100.0)
INREE 110 pe/kg



VA AN

8/12/2022 1:02:51 AM

688.3/6355 77 7k
fooeo 8/12/2022 1:02:51 AM
9000 782.4/747.0
10000
8000
$000
7006
8000
8000
%‘ 7000
£ 5000
= 6000
4000 2
£ 5000
3000 £
4000
2000
3000
1000
2000
. ] ]
7 8 g W N 1000
Time. min : 3}\\«
5 e
8 g 10 11 12
Time. min
WANECE WANECE
8/12/2022 1:18:24 AM 8/12/2022 1:33:58 AM
688.3/635.5 782.4/747.0
0000 10000
8000 889 8000
FOOG 7000
G000 8006
= 2
%’ 5000 % 5000 977
= 1000 = 4000
3000 3000
2000 2000
1006 1000
¢ < I B,
7 8 g 10 11 8 g i 11 12
Time, min Time, min
FEUER%(0.25 pg/L) FEUHER%(0.25 pg/L)
8/11/2022 11:29:22 PM 8/11/2022 11:29:22 PM
688.3/635.5 782.4/747.0
000 000
BL00 8.90 8000
i FO00
E000 6000
ES 2
g B000 £ 5000
- 4006 = 4000 9.80
3000 3000
2008 2000
1000 1060
@ o ==
7 3 8 10 i & g 10 11 12
Time, min Time, min
2-8-1 RV D SRM Z7a~ 7 F A 2-8-2 73D SRM 7~ hJT A
(m/7 688.3—635.5) (m/7 782.4—747.0)
IR 5 ng/kg WINPREE -5 ng/kg
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VA AN

8/12/2022 1:02:51 AM S =g
768.3/733.4 7Ty Rk
10000 8/12/2022 1:02:51 AM
6600 589.3/235.1
5084
2000
4504
7000
404
6000
= 3504
£ 5000
£ 30ed
4000 z
£ 25et
3000 =
20e4
2000
1.5e4
1000 Y
] _-\..z)*“%.fj o 1ot
s 3w N 5083 \
Time, min N
0080
3 7 8 E
Time, min
IR IR
8/12/2022 1:33:58 AM 8/12/2022 1:18:24 AM
768.3/733.4 589.3/235.1
10000 5004
9000 4Bed
2000 4,004
7000 354
6000 3004 734
& \/ &
2 5000 g 25
z 919 E
4000 204
3000 .5ed
2000 1.0ed
1000 5.0e3
s Y . ‘ 0080
F s w1 5 7 3 3
Time, min Time, min
FEMEYSHR(0.1 ng/L) FEHEYRH#R(0.25 pg/L)
8/11/2022 11:44:55 PM 8/11/2022 11:29:22 PM
768.3/733.4 589.3/235.1
10000 5.0e4
3000 4B
8000 4004
7000 3564 736
6000 30ed
2 9.18 -4
3} 5000 E 25w
5w e
000 1.5ed
2000 1064
1000 5003
0 i ot framaf 0.0si}
3 s o n [3 7 3 [
Tiene, min Time, min
2-8-3 %V /~A D SRM 7~ k7T A 2-8-4 7 RD SRM 7a~h7T7 A
(m/z 768.3—733.4) (m/z 589.3—235.1)
NGRS -2 ng/kg IR EE -5 ng/kg
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770k
1.0es
9084
80ed
7.0e4
B.0ed
=
15 5.0ed
e
30ed
20e4
1.0e4 \l’
0.0ed
7 8 3 10
Time, min o
blank1+
202.1/1451«
10/15/2022 3:2740 PM =
N/A «
202171451 «
+
IR S
1.0e5
4fleq \L
B0ed
830
70e4
bled
=
E 50ed
= 4084
30eq
2084
1.0e4
00e0
7 [ L]
Time, man o
ADD1+
202.1/1451«
10/15/2022 3:48:13 PM «
616939 «
202.1/1451 «
+

FEMEVAIR (2 pg/L)

10e5
90e4
B0ed
7084 ¢
829
hDed
=
;-:? Eiled
= et
30ed
20ed
1.0ed
0,020
7 [ §
Time, min "
STD 0.002+
202.1/1451+«
10/15/2022 5:10:25 PM «
527259 «
202.1/1451 «
+

2-9 )L XY LD SRM 7~ 7T A
(m/7z 202.1—145.1)
TRANPREE - 50 ug/kg
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Hz ]
550

500

450

0] cis—~JL A NU v

ECD1 A, (220802SF¥220802SF 2022-08-02 10-51-43¥087F0701.D)

trans—~ L A N1 >

) \V4 \%
300
| S —— i R S
250
200 : : ‘
2 29 30 31 32 min

AIMEEL

Hz

550 -

500
w|  cis— LA KT

400 \D

350

ECD1 A, (220802SF¥220802SF 2022-08-02 10-51-43¥089F0901.D)

trans—JV A KU

/
/
n f
1\ /
300 | [\ |
\ /
\
ﬁ_v//\/___-——~~/"/ e N ™ e o~
250 -
200 : i ‘
28 29 30 31 3 .

FEYEAHE(10 ng/L)

ECD1 A, (220802SF¥220802SF 2022-08-02 10-51-43¥085F0501.D)

Hz

550 |

500
ol CiSTTIV A NU
400 - J//

350
300

250 -

200 T T

trans—~ )L A N1 >

28 29 30

2-10 cis— IV AR e O trans—)V AR D~ "5 A

VRN FE - 50 ng/kg
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AN/

2500
2000
1500
1000

S00
S oy, f

T2 3 4 5 6 7
Tirne, min
tori muscle nega7
451.0/191.0
8/30/2022 3:53:29 PM

AIMEEE

2500

2000

1500

1000

S00
ﬁw‘\/» (PN

12 3 4 5 68 7
Time, min
tori muscle add13
451.0/191.0
8/30/2022 4:02:20 PM

FEAEYRHE(0.5 ng/L)

2500 \L

2000
1500
1008
500 \M jj
o WA
o
1 2 3 4 5 6 7
Time, min
STD 0.0005
451.0/191.0

8/30/2022 4:20:02 PM

2-11-1 > 7)V R dD SRM 7~ h7F 5

(m/z 451.0>191.0)
NP EE 10 pg/kg

T K
1600
1400
1200 ,

1000 r

800
600
400 |

200

gt l‘/*“\\,m,v%
12 3 4 5 B 7
fime, min
tori muscle nega4
527.0/267.1

8/23/2022 8:43:57 PM
AR

1600

o

1400

1200

1000

8O0

640

400

200

o by Mot
1z 3 4 5 & 7
Time, min
tori muscle add7
527.0/2671

8/23/2022 8:52:48 PM

FEAEYRE(0.5 ng/L)

1600

1400

1000
ang
&0
400

208

P gt o] e P,
T2 3 4 8 8 7
Tirae, min
STD 0.0005
527.0/267.1

8/23/2022 8:26:12 PM

=

2-11-2 7)LRJ> @D SRM Za~ 75 A

(m/z 527.0—267.0)
RN FE 210 pe/kg
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2204-4611-NEGA1 11Jed
(10,000}

700+ 297.10002279.1500(+)21

[70.000

3.00+

1.00+

) e

AR

(x10.000)
7.00+

2204-4611-ADD1 12lcd

297.1000>279.1500(+)@1
170,000

400

FRYER (0.2 pg/L)

STD 0.0002 08.lcd
(x10,000)

7,00+, 207.1000>279.1500(+)&1

70,000

4004 I

30 5 a0 45 50 55 50 65

2-12 7= SRM Za~h7 A
(m/z 297. 1—279. 2)
TRV FE 110 ng/kg
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NS = M
vl 7 ﬁﬁ */l’
ECDT A, (2208180K¥2208180K 2022-08-18 17-42-06¥008F0801.D)

K

Hz
1400

1200 - |

‘
1000 ‘ ‘ trans—A7" J0ATH 494

| cis=A7" 4HIAIK $91

800 a-HCH ‘
WE Y
7Y op’ -DDT

600 pp'~DDD  pp’ ~DDT

\
400,

200 -

N =P

AN

ECD1 A, (2208180K¥2208180K 2022-08-18 17-42-06¥009F0901.D)
Hz i

1400 -
a-HCH

Cis—A7" SHIMIF FUh

A7" Bhmn
1000 l Y
l B -HeH pp’ DDE T AR Y popeyy
|
|
‘ |

800+

pp’ -DDD

| op’ -DDT pp’ ~DDT

1200 l ‘ 1_%“ trans-a7 IBVIE S5
i
600 — ’

|

|
l ‘ (\

f
|
)

|

\
400 —J\ et

200+

FRHERIR(0.5 png/L)

ECD1 A, (2208180K¥2208180K 2022-08-18 17-42-06¥006F0601.D)

1400
a-HCH

1200 -
y-HOH
ATBIRL gy trans-a7" AUONTE £51°

1000 l cis—A7 SYmATE #’/Fl
! pp' -DDE 5 by .

pv1 a0V
] B -HeH "-DDD
800 | W | P l pp’ -DDT

600

400 -

200

2-13 0,p-DDT. pp-DDE. pp'-DDD. pp-DDT. 7KUY | F AR TR AT XTI
Cis-~T BT WVIIRF VR trans-~T7H7)LTRF VR a-HCH, B-HCH & O} y-HCH © 7~ K~/ 7 A
PR EE 110 pg/kg
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A4

PCB28

PCB28

PCB28

77 TR ONIEHEYE (10 ug/L)

MBP-19

\

['*C1,]JPCB28

/

MBP-19

\

['*C1,]PCB28

MBP-19

/

['*C1,]PCB28

/

2-14-1 PCB28 @ SIM 7~ h7'F 1

(m/z 256.0)

IR :0.13 pe/kg
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A 77 7R ONEEEY E (10 ug/L)

[13C12]PCB52 MBP-70

N/

WS NEUE HIMBE O NAEHEY)E (10 ng/L)

l R

PREIRE pet) BRI (2 pg/L) O WEEHEM TT(10 pg/L)
13
PCB52 [“Ci2]PCB52 MBP-70

| L/

2-14-2 PCB52 ® SIM 71~ h~7J 1
(m/z 289.9)
IR :0.13 pg/kg
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A 77 7R ONEEEY E (10 ug/L)

MBP-111
['*C1,]JPCB101 i

PCB101

l

MR VR IMBRE D P (10 pg/L)

PCBI101
l/ [13C12]PCB101 MBP-111

FEAETR R (2 pg/L) FEAEVR IR (2 ng/L) D NIEYEY)E (10 pg/L)

[*C1,]PCB101 MBP-111
PCB101

I

2-14-3 PCB101 ® SIM Za~h7 T A
(m/z 325.9)
IR :0.13 pg/kg
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A 77 7R ONEEEY E (10 ug/L)

[13C12]PCB153 [13C12]PCB138 -
PCB138 MEP-159
PCBI153 l /
A TN BERD P EY (10 pg/L)
PCB138 [*C1,]PCB138
PCB153
l ['*C1,]PCB153 MBP-159

FEAETR R (2 pg/L) FEHEPR IR (2 png/L) D NIEHEYE (10 ug/L)

[3C1,]PCB153 [“C12]PCB138

PEBIS3 PCB138
MBP-159

2-14-4 PCB138 T PCB153 @ SIM 712~ K~/ 4
(m/z 359.8)
IR :0.13 pg/kg
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AL v T REBLONEEEY)E (10 pug/L)
['*C1,]PCB180
/ y-no
PCB180
WNEEr WSRO NERHER B (10 pg/L)
MBP-170
13
PCB180 [°C12]PCB180 \L
FEAETR R (2 pg/L) FEHEPR IR (2 png/L) D NIEHEYE (10 ug/L)
13

SER N

2-14-5 PCB180 ® SIM Z1a~h7 T A
(m/z 395.8)
IR :0.13 pg/kg
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1. 532 s

2 D STEC 7594 ) A 7 K BE 9 5 i 5t

e e TREHE
DAESE STl TR Cige i
i ZE TR LR

H
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T2~ 4R RGBT IR A BD A (R D 2 A e OR HEE DT T B )
) 4 M i H oD LA ) 3R D 72 3D D WF T
wrgefEkE Ml 7 (BB KRE)

oy A T
D STEC {EH Y A 7 AKIBIZ BE 9 5 WF 5%
WRgE sy TEMRE 7 [E 7R KSR 5 A A ZE P

st E s

RO STEC 15U Y A 7RO 7= o DA FEha L7z, 1. 4@ STEC i T
%, 2020 410 A 25 2023 4 1 AICEWMRAERT (EEEROARED 1 »izbr< 11 %
) O 10 b EICEKAER 480 k2o 7 imiE#RE (026, 045, 0103, 0111,
0121, 0145, 0157) @ STEC Z#XxIHR & LizikBrE T o7z, ZORES. 3 (0.6%) 205
STEC 0157 M o3Bf S, T DOIEJIIEETH D HODFEROED T+ 72 BN
VETHLZERHALMNEeoTz, iz, S 572 D 1HYHRIICZ ORI EE ORI 3K
Do, o, 2. FHROEBENROBRE TIX. — BRI T DI, 7 h
VPR KOV EOTEESE, e S ONCHHERE D 6 FitEASE L, A TO STEC D
IR AREE LT, FORE., WHEKICL > UMEAELHEOT 2 ERRELED S =
LT X 5T STEC OBV IRENDFRO Bz, Fio, HBEZOWRE KR IXIHEBHR OB R
DB R E L THER THo72, ZNODRERENLFAOMEICHHAREREKLE L
T, EEEERA B S, 55°CITHIE L COEACIHEE OTEIC L - THR R &2 889
5D ETHEMHHTESL EEZDND,

Wi

=]

W 3 R o STEC FAEFZEIC D\ T)
AR E R R AL 2 R R S AR B DR, B R

AT s R R AR A T V1L -

A E ok Pt A R A AT AT

AbHEE AR R R R AT TR SR R R

N R AR E R A TR AR AR SRHEARIA 1

N R AR E R A TR A AR — AR G Te D7

BRI T R A A R A AT A —

REA IR R A B R A AT ZSEES

e 3. U TR £ PR A FR A T BARMZE, MBERZ, AR

B IR VAR e A PR AR R AT T BRI

SR RAR AR A AT FILEA, g ==

e R A AR A AT HENEE T KREnsET

Tl U B A e A fR A PRPEETN -, AR IR

] S2 = H dn & Sn i AE P FEET BB, THEMSE, AL
NI
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A. WFEE®Y

WS OWESN CORMADTHFEOFHE VL H A
BB X O R BAMRE I X B b e o
RO, WS ~OFmE R ML
WD, KRR, CKEASOHHIE 2005 470 b fiF AL
SHTWDR, IFE, KETIEIEE DR
WG (GEEFmREAMKIGHE Shiga toxin-
producing FEscherichia coli; STEC) B
Bkt OO E > & L THR O STEC friE 21T
U, B L7 B RL T I oW ISR E AN IS
i3 TE RV, BEIXENO BN T
JEBHA T ICER LTV 5, AR S ER M D
P THHMOFmWEREM THY | ENT

RR & 4072 B oot At & P B i E% T & 5,

RALBIC KA AERE S 25 &, BN T
JFRED 270 697 AR ERHEFTIEIC L DR
HEROBETIHEEZ & > LT, Inaun T
JFURHH LIS O#isH 2 ATREIC 5 2 &k, EN
A FEFE R PALER BAMRE O kR 72 L - B
BB ORND 2 RSN D,
T2 06 AEEIZ, ENERLBREEIC
BWT, FHRZFEE D STEC [IZ W T EMRY -
EEMOBREZ2IT-o72, FikdE L Tix,
USDA/FSIS ORERiE# 2B ICEEER B
1+ KIGE 0 PUFEE RO A 7 ) —=>
7 EATUN, Sy BERR O g AR, AR O
fRINTZATH Z & & Lz,

Fo. BREHEERR S L ONHE T EIZOW T,

T O STEC DIE BN OMEE L, WFm D
EELWHFEHRBROREE G D, EHWH
BmHEERG Lz,

B. gtk

1. 4FE o STEC FiHs

2020 4E 10 A 75 2023 4E 1 HICENO AR
AT 12 70 (AN, £1—1) 1T, ¥
504 AN H TV T B To T (FR1 —
2), 7o, N sk b oMl (24 k) <
X, EREEEDO AR EE LT, L& TO
BAROBRIUT, MBI Re % v 2 3N

OIEAZA I AT OBEL, #ELLKAD
LAZHE D DM OEE O 3 EHT 2O, I
WY R E AR K (PBS) TRR{ELT
WE Y —F (30 emX30 cm) AEHEIEHZ
LItk > T T T, EMENRBRIIT RO &
INAT o7, BiRIE, RBRICEAT 2 £ Tm
BIRE L, I—FDOAST-H T 7Ry
712 Modified tryptone soya broth (mTSB)
% 250 mLMNZ 72, ZOREKEKO—EHR% 10 %
BEB AU CHEEAR L, EFEEQEZIT-
Too FElo, BRIKRO—H % & &5 I m
R LTz, 58D ORIKIKIZT 7 ) 7Ry
JDFEFE, 42+ 1°CT 15-24 BfEEEA21T -
2o T ODREFRIEDS DNA 7L U Bl 24T
VN, 2 DNA iR & STEC 7 IiERED~ /L
FFV T RAVTNEALLPRDT T L—
e LTHW=, 20U 7% A A PCR I,
USDA: USDA, Laboratory Guidebook, MLG 5C
Appendix 4.01. 72 & OV IZ EFSA: EFSA
Journal. 11:3138, 2013 ®H{EEHWTIT-
77 U7X A ALPCRDFER, stx BIO
eae HALFBHMEORMARIZ, FeiF T STEC 7 1
IERE 0 B 723 B L7z, STEC 7 mig#trs
PEORRIKIL, Bt L 72 o7 0 MiEREC DWW T
T A B — X 026, 045, 0103, 0111,
0121, 0145, 0157 AW (F v IR &4h)
ZRWTHERRE —XEIC LS 206 710
TEREDIBNE AT o T2, B — RIENGIE % B ULEL
FATAR L CGRIUSHNIZBER LT, 18IS
W EIZRE L2 LWhWan =— {2250 T,
STEC 7 fLyi#E% U 7 /L& A I PCRIC X 0 &
{772, STEC /3BfRED 0 MiEREIE, TRIFK
W ez g TN (7 o Akalatt) &£
TR D T 7 v 7 ZEERER 2 D CHlE
L7, STEC 7 HLVEREIZHIE S M2 ERRIZ OV
TIE, H MyE#E £ Py Fs & OV H-genotyping
EHOWTRE LTz, 2B, ZhbsMzon
T 0 MG 2 B 38 & OV 0-genotyping I
TYE LTz, STEC 7 MIERENNEL 72 o7
BRIRIZ DWW TR, WEfRAF L TBW IR
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whchedE (MPN, 3 ARE) (2 TR H
ERHWCEERBRZI T2,

2. FROHBEN R OGS

(1) STHkFAA
FREROMEEE LTHED HiED 2 LRZM

IR & B i~ D Z 2 AR E LT,

Carcasses, Dressed Cattle, Block Meat,

Disinfection Decontamination
Disinfectants, acids, hot water, steam,
Microorganisms, bacteria, £ coli, STEC %
F¥—U— K& LT, PubMed CXHRIHEZTT -
7=

(2) &tk

B 32 B S AR TIRA LTV D
STEC MLiE#E 026, 0103, 0111 B XN 0157 D
Ttk L7z,

(3) PRtk

FRE, DRIENCEA LTy 7 A%
Mnie, FREEROFEE ST 72 £ FOMIK
(il V) XM 2 B Bru 7ok
(R L) 1%, 7V =0 _RUFNTESK
Lem, #15cemf (R 25 g) IZHEEAYICHIY 4y
JTHERLL . WmERERAE LTz, AT DRI
A CIZE LT L 72,

(4) AR E RO
FIREMED T ¥ b EE I R RAF S LT
WD EREZ, 10 mL @ TSB IZHfE L, 37°CT
18 FPfAIFHELS R LT, ZOREKZ 4°C,
5,000 rpm, 15 F3fila.ir L, J&EE L7- PBS (Z
PREET 2 2 &4 2 [\l 0 ik LB ik & 1F
L7z, MBRaITH £ T, 2L OWIKRITK
EHLIF4TCTRE SN, T HEEF
WH OB L Tryptone soya agar (TSA) B
X7 v T H—STEC IZ&HK L, ThEh
37°C T 24 Wefilds L OV 37°C T 20 WffAIRFHE L,
Blloan=—%FHL7,

(5) WHHROFIHR

FRPED IR E LT TRAh, IS O#
FIEHE] (BN 34 AFRARERE 370 5)
(VR 28 ARl IRE DN UOE & U7 iR

WAL KO L L dIEERE T R Y v A
PERTL O EA RS LR ERNY TH 2 il
Wb AksE, 7AH D EOWEIR L L TCREK
FLAETHE AR D IVRERINY T b 5 U
WHRBT MY v A (KREEERY —X), F
PEDWHHFIKE L TR EHIRINY T 5~
Z )= (mF LT a—), Figes L
CRIBLE I E TR AR O b IR ERINY T
o 3w W,

WEERE AN [ 4 A Y 80— (KRR FER)
(ZZ T AR A) | GRERE 6%, 1w
bk 8%, HElE 32%. /K 54%) % . iR
et b U o LE TKeeper Pro® (OSA AW A
R A H—Fvaf i) (EERESE
2 R U DA 8.35%) 27 = (BEIN
Y BT AV SFOHISE (BR)) AU L
PEAL LSBT U v akeE LT, Tl
b kFE B+ 7 A L 2FEHEE (BR)) |
(35.0 - 36.0%) 1% 35% & A7 LC, KRHK
WHEBRT N LT TE2a—F v 7 2 (X
SthA—F% T v 7 A)) (REEFERST NI D
L 6%) &, [DL-Afe (7~ TRy
FU v XU aEE) ] (85.0 - 92.0%) 1%
90% & 72 LT, P L7offik (JREK) T
FREICHRL, =% ) —nE NEFEAT ¥
J—= [aHhA - M) ONRESERRA 1)
(15CT76.9 - 81.4 vol%) ZHRFCIEET
A L7, Zods, s RAHEEIRIZE K & FH v
77

(6) WHFHRDFHTHYL STEC ~DZhRDIFE
1) STEC #fff f4 o fEH

W L2 1 RO EIC 1 RikE2HI L, Bk
Z10puL o6 T (BFF50uL) ITHEE L,
15 RIRRAET 5 2 &I L » THIR Z ik
(iR STz, T QRPN 2 TEECEE
L7z,

2) HHIRETE DN

HRR 2 2 18], 1081 FE 721360 [AIMEFE LT-,
20\ (1.6 mL) MEZE T, AR LRIET,
EEERE 100 ppm. 200 ppm., 500 ppm. 1, 000
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ppm, KHEMEFEMF KU 7 A 300 ppm, 600
ppm B L RTH ) — L TIiTFo7-, 10 [FIMEHE (8
mL) TiX, A2 LRRIR T, WmEER2 1, 000
ppm 35 X OWKRHEIESREE T F U 7 A 600 ppm C
ATV, Willd D iR T, mEERE 1,000 ppm,
REMERET MU U A 600 ppm B LT X/
— )L TAT/2 o272, 60 [IMEFE (48 ml) TI,
e URRiR <, @HEFEET U 7 A 500
ppm. 1,200 ppm 3 K OUEER{LKETITV.,
d> D FRART, EFERE 1,000 ppm, REHEZR
27 b U 7 600 ppm, =X/ —/L il
g kU ™7 24 500 ppm, 1,200 ppm 35 X ONE
{fLAKFETIT o 72,

3) THFHIR 50 mL {RIED I
BEHERERAAZREE Y S T50 nL O
FRIZIED TOHBEED BIF 5 Z & %2 20 DT
10 [El# 0 R Uz, file URiRZ R L, i
EEf2 100 ppm., 200 ppm, 500 ppm. 1,000 ppm,
REEFRET MU U A 300 ppm, 600 ppm IS
X=X )= TIro7=,

4) VMK 100 mL 3 E V500 mL 2T Lo
ik

PHEFRIRIRIZ IR 20 mL 23U 2T h
[l (&3 100 mL, 100 ml 2> L), E72id.
50 mL Z> V> 10[E (FF 500 mL, 500
mL ML) TR LE T 7,

100 mL 273 LT, filZe LRRR T, dili
FeF R YU ™ A 500 ppm, 1,200 ppm 3 X ONE
fR{bkFE 3.5% TITV, MilEd 0 kT, i
fEfE 1,000 ppm, KHERHESREET KU 7 A 600
ppm, TX /— L HHEFRET NV 72 500
ppm & 1,200 ppm, EEE{LAKFE 3.5% TIT-o 7=,
500 mL 7> FiiE LTl fld 0 kT, mik
% 50 ppm. 100 ppm. 200 ppm, 500 ppm.
1,000 ppm, KHEHEFHRELT kU v L 600 ppm,
& ) —)b, HEFEET Y 7L 200 ppm,
500 ppm, 1,200 ppm 33 L ONEEE{LAKSE 3.5%
TIT-o 7,

5) 25CE L 55°COTEFIR 500 mL 7T
L7 B NI T L DOWeid 5 1E

Ei7e L) Tld, WERmA T L2 25°C
t L <IE 55 CITIME L=l iR GEEEE 100
ppm, 200 ppm, 500 ppm KA 4%) 50
mL 22U T 10 | (HFF500 mL) 2Tk
LEIToT, T8EdHY ] TIE, e L)
ERIBRICTHBIR O DT L 2TV, THER O
YD 24T o 721212, #iR (23.5 - 24.0C)
DOWEE K 50 ml 2V > 2T 10 [\ (A 500
mL) NI L EIT o7,
6) THEEMRIAEP OEE DO E

HE%, |IRT b M TR TR
FIITEEIRFE KDL D 217> 7, HEHK
MNIELIRVIREEIZ e o T2 2 L 2 RERR L,
BERIEEVTERNPBH L, ENENRA M~ oD
— R ATz, BIED 10 5812725 X 512K
HHEHAD PBS ZINL, 1 0MA M~y 1—
EATol=bDOEAAE Lz, 2 OFLAIF
Oz, [(4) BEREKOFR] LFRED
J7ETTRAAIL 7=,

(7) HEBRIZLDHOEE L B

B2 B L TV RVRIRIC T, THEIRIC &
HROZER L B2 LT,

C. MWFERER

1. PO STEC Fi#

EEEIL, 504 MAD 5 5 40 ik TR IR
KA TH Y, fh 464 FRIKTOFHIIT 487. 2
CFU/em* ThH o7z (1 —2), v O]
Tk 2% &, D7 < RN MERR
HkTlEHrNn., 7o ADEREKN
9,387.6 CFU/cm® CTicbminrolc, HIZ & D%
fEa% D AR ORE R A X 1 IR, B W
LT, EAREBED R E o T isklL F o
BChole, o, MaxZ & OEEEN
1,000 CFU/cm® iz ZHiisklE, EB L OF fiE
HThY, TOAFEEITZENEINLL,156.7 B
FO83,193.0 CFU/em®* ThHh -7z, A T L D4R
BTk, THAPERbEL 5,133.4 CFU/cen’, IR
WT6 HA 699.9 CRU/em® ThH Y, KRN E
WEIZEVME R A L S 47z,
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STEC 7 I iEREZ 7Bk L7= 480 Mk 5 &
stx HHWIE eae BIn DV 72 EHLW0T L
DG TH o o MiklL 110 ik THh v | =
D 9B 31 FIKIE stx B8 LW eae BIn 1t &
RoTBIETHoTz, EBIT, TDHH 15K
RIL stx BEO eae BInF 78 & TN STEC
7GRS T ool (R 1 —3),
b dH B, STEC 7 MLIERED /A Al RE
B o T-MIRIT B56 | D68 35 LY J23 o 3 Bk
(3/480, 0.6%) THH ., kK& b iMmERIZ
01567:H7 Th o7z (F1—4), Z#bH STEC
0157 MBS 7=diL, 2020 4 12 HIZEHF
SHL72 D figx DG EFIfE, 2021 4F 8 A ITHA
STz E itk DRI KUY 2022 4F 6 A IZER
MENT- M ik O BEFENS ThoTo, Z
B ORIV T, AN EFEE DY)
RAEENEUON, 2B, Al HEak
BRI N R 512 b b 53, g
B2 5T stx B eae B FERE/NH —
R DORIGED TS ND Z EREA S
iz,

STEC 0157 237 Bff S A7 FRARIZ DU T, MPN
EBIZTERLIEEZA, ZOEEMEZ,. 1M
& (D68) T2V TlE 1.02 MPN/100cm® (11
MPN/100mL MIKHE) TH Y . O 2 ik
(B56 33 X T8 J23) 12 oW T lhd ki H BR A A i &
72% 0.33 MPN/100cm®* (3.0 MPN/100mlL FfA
1K) Kifich o7z,

2. FROHENR O
(1) SCHRa

R OFER, 31 RE-O->72, BHEN D
BTG (10 #) T, iR E IR IT L
B2 (8 #) BLOWEHE (2#) THV . IR
EE LTIE55C (43) Thote,

(2) {HEHKDFWTHYL STEC ~Dzh R

1) {HEBREZEDNF

STEC DWEIE, 2 [EMEg: (ke LK)

%, TEEIETT.0 - 8.1 log CFU/F . MR
KTT7.3 - 7.8 log CFU/RTHY (X2 —
1), 10 [FIMEE (A2 LRIKER X OWhiES

IZRBWT,

DRRR) TIX, WHERT6.9 - 7.4 log CFU/
F. WEAKT 7.2 - 7.3 log CFU/RATHY
(M2—-2, M2—3), HHEKIZED STEC
DWWV NFNTFRD DLz o7, 60 [EIVEET
I, i LRIRIZEB W, BT 7.0
0.1 - 7.24+0.1 log CFU/J. WEAKT7.3+
0.1 log CFU/FTHY (K2—4), FildH Y
BRIARIZEBW T, HERT5.9£0.6 — 6.7£0.4
log CFU/F. BE/KT6.9+0.3 log CFU/F
Thy (K2—5), HBKIZE D STEC D
VIR BETRD b,

2) {4 50 mL IFIEDORNH

7 TlL 6.8 - 7.1 log CFU/HFTH Y,
JRHEK TIL 7.0 log CFU/ATHY (KM2—6),
THEHRIZ X % STEC DRV RITRD Lz h
>77,

3) VMK 100 mL 33X V500 mL T LD
IS

THEHIR 100 mL 25 L Cl, Ail/e LA
BT, K T6.810.1 - 7.1%0.3 log
CFU/ . BXHE/AKT 7.440.3 log CFU/H TH
D (K2—7), HEHYRKIZEBNT, H
FRTH.710.3 - 6.5+0.2 log CFU/F. &
H/KT 6.810.2 log CFU/ATHYH (X2 —
8). 60 [FIMEFE LV {HEIKIZ K D STEC Db
m%ﬂ WD BV, THEEIR 500 mL 2MFHE LT
T, EEIHT4.810.9 - 6.0+0.4 log CFU/
H\WEm?a6io5bgWWHf%@(m
2—9), 100 mL 2T L XV IHFKIZL D
STEC DD NENFRD BTz, 728, FRAIC
AL, TSN B 7= IE#H R 51X STEC 3
FOVERE I Sz n o7z,

4) 25CH LV 55CHOHEHEK 500 mL AT
L7 B NI T Lt D D 2R
25°COWeH7e LTI, HBEIK TH.410.3 -
5.60.6 log CFU/Ji, JE/K T 6.8%£0.6 log
CFU/FFThH (K2 —10), 25COW%EH Y
TIE, WHHFKT 4.7£0.8 - 6.110.6 log
CFU/ . BXHE/AKT 6.34+0.3 log CFU/H TH
v (2 —11), b5 CHEH7e L Tk, THEK
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T5.4+1.7 - 5.7+0.5 log CFU/F, JRE/K
T6.3%10.1 log CFU/ATHYH (M2—12),
55CUEfrd » Tlk, THHIKTH5.2£0.3 - 5.7
+0.5 log CFU/f, PRE/AKTIL6.4£0.2 log
CFU/ R CThotz (K2—13), HWHIKICLD
STEC DB/ FITFRD L=, HERIERD
55 CIMEENRITFRBO oz, ok, 4
WIZHEEA L, TS b 72 HEHIR S L OV
B & VEAHEEE K OIR-EIE D 513 STEC B8 LY
BRI S e o Tz,

5) WMHIRIZ X DHOEE L B

R HEOEEICE L ik, &KRIEE 1,000
ppm A ffEH LT mfER: CIEA TR b
RT3, 200 ppm LA ECHER L7-diE =
27 ~YU DA, 600 ppm ORAHEFEET K
TABLIN 0% H ) — LTI HEIL,
3. 5% B L K FEITABIT, 4 %I TITAk
wWEICERA L, EWRICEL X, @EmET

(3R /NEREE 50 ppm ZfEH] L7256 THERR DS,

MR ERE U 7 ATiE 200 ppm LA AR
LG ER L ORHEEFER T MY U AT
600 ppm ZfEH L72GAIZHEFE RO b
=M. 710%=x= X% ) — )L CIXEZICT LI —L
RFED S DO R T HRR0NTIH R LT,
3. 5% Lk FEF L V4 %ILEE Tl RWIT
RO B0, BEEEORERIL, EEEE
DWRENE T ETRL 72 D[ T o 7203,
PIEKIC X DT BOTEEC X - TR R 1T
WL, 55°COIEEE CIX 25COMmEE LY b
THE% OB RN,

P

D. &
1. PO STEC 2

AL TIIAFL D B A —8 % Vv STEC 43
B U7z 480 iR, 341K (0.6%) M H
STECT MLIEFED & D ToH D STEC 0157 2357
Bt <7z, STEC 0157 MBSz 3 k%
e 15 iR (3.1%) 1. stx BL eae &
RO 572 5T STEC 7 MIERED W1
MRGPECTH 5Tz, EBHTO T T DOFEME)

5% STEC 0157 SRS Tnd 2
Ll L, ZOHRERITMERTHY , HE
FIZREEN RSN TWD & &Nz, £D—J7,
FEEOSHERIIFASE ThHo-Z L b
Z D E BEITH R AR AL Do 72 2 & )
5. 57 DB 132 O I EE O ST
WIEETH D,

HE S VT AT 2 BN RE N E
Exbile, FHAERBIZ T AR BEZ K
WTB6H, 8ATH®Y., Zoftho AITA R
2% 102 CFU/cem®* LRI E EFE T, TEZ
EF OAFBRE»->T-Z & (K1) NERF &
EZ LI, EERIZBOWTUIFAORERED
KT HERE SN D, ERBD EWEER T,
TGYLb 3R 7 & % 5 T AR 8 B 2 e 9212 320
THVLERDHY ., FAERELZLGET S Z LR
KdOBID,

stx, eae BN STEC 7 MyEREDO VT >
DB T DM DR D~ & /7B S L7 bk
TiX, STEC 7 MiEHE TIX7eWEED K0 %
O T, [Al—isZ B8\ T, [[— 0 ik
BI72 5 ONT stx BI O eae (RE/NH —2 DK
A DRI B S - 2 LD FERXN
TOVEYS 5 \VNIRFE D S TO K E O~
WENRE & L TgRbN T, 5%, Zhb0
EEEDIRFRMEIC DWW, Bt E4T ) LERH
HEEZ BN,

PO STEC IZ L DGR ORI & DL 4T
BbaHEERBEL - TWVWD, LB TO
FROBERITERTHDL LD, FRAOERDY
WNIE DR EBENMETH D, 2. &
B CO/MA BB COEHAISE I,
STEC D EFERIFHRBLIERTH D Z &b,
STEC {5 DWW T OFAE A fkke 9~ 512 T,
ZTNHDOERMHEEHFELZLE L TV LE
Wb EHEZ BT,

2. FROHBEN R OGS
(1) cikFi

RS2 O ER SR (10 ) 3Tz Wn
TR EHRH L, ENORERNY TH 55
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FRlX, B E L COREZRGTT D LEN
boHEBERT, iz, $ROD HWEESRMET
b0 oTc 55 CIZELTH, HENRDI
FEHHBL RIS 2E AT,

(2) HEIKDHFRIGY STEC ~D5hH

TR O TG Y STEC ~D N R DORERE TIE,
W% (2[ElE 1.6 mL. 10 [FFF 8 mL B X TU60
[5F 48 mL), =& (50 mL) BLOMITHEL
(100 mL 33X TN500 mL) Z1T-7=, HF28
F OV Fn 3 TRAA -8 2 TlX, 60 [AMEEE
TIHFIRIC L D STEC OB RN TR 5
i,

BN 2 TRATIZIETIX, 60 RIEHE &
FIERIEOHEFRREHWZIZ S0 0bh 63
DRNRITFRD SN T2, RIETIIFEAH
KOBEHIZ X D WHER DO AEMES, BR
BLOEFERORER~DIRENRE 2 HND
72, ZEOWFERENTHRT I EICEVE)
R ET2Z2 WL, AR 3FE T
HBERO DT L 2R ATz, ZOfEE, 100
mL 2 Uik, 60 [BIMEFE LV STEC D)
ERBO NIz, Fho, [FCREETIE 100 nL
XY 500 mL 2>FHE LJTH STEC D 2hi
WD HAL, [ U2 T L& TIEEEIR O
FES N TT D3 STEC DI S e hs s v MEH T do
277,

T2 BX O 3EEDR RS, 500 mL
DT LA b STEC DIV Zh 03588 Btz
7o, SRAFEETHEE L TiTo7z, F7-,
WD ZEAL R 720N 2 & 2 B IR FERR 2N A D 1
FRE L TROBEANTH D EEZ LN,
BRENED Z ENHERTH o7, B4 FE
TIE. SCERFARSIC L - TIHEMINEE L2k E T
O FIRIL IS K ONEU T FF AR I & 88 7
T, WEER7Z T T, AR TH DRI
BALTHRAT, HEHROm EE2HIRFL T
{HEHRD 55 CHME, B R OB R & LTl
Btk DPRA K PEF % N2 T, STEC 0157 DI
VAR, 150X IXH DN, IR
DOJF (K2 M) DIRE RO I (K9 1 Ak

) J 0 STEC DRV IR TR v, 1HEIK
IZE D —TEDOEPHL NI o7, FEIZ,
WFERR I K D1 E IR, BRI AR & Of
THHREZ B O S RWFEDE DT
STz, BEDED ZEDNHERTH T2,
B5CITHNIRT 2 Z LItk » THEOIRB S
HTENHBA Lz, 7ok, BCITINET 5 2
LT &% STEC DR RITIRD bighro iz,
Fo. AMICEDWHFTETIE, BERITERED L
N oTehy, FRREDREEICEE LT,
LU, HBHFICL2AE~OEE T W
LT LWMENRHY, AREDO M) I TR E
Lo CTHRETEDLZLE2EET DL,
LIEBEAE LTEAERS D EEX BN,

E. f&am

1. ‘BRI @ STEC A TiE, 2020 4 10 /
25 20234 1 AICBWIRAERTT (EEHO M
ED 1 HFTERS 1L P OWBIOb &4
FeAAFE 480 iR D 7 miERE (026, 045,
0103, 0111, 0121, 0145, 0157) @ STEC % %I
Gl LR EITo7-, 2O, 3 Bk
(0.6%) 7>% STEC 0157 Ay BE S, & Di5YL
IFEETH D HODFEROEY T ITiE+57
REBNPVLETHLIERWALNE RS T2,
Fo. S HRDIGYARIITZ O L DO ST
WRDOLND, £12. 2. FHOBEEDRED
et cix, —RIEDITW D@, 7 h
U PR T O ORI, 72 6 AR )
5 6 A ®E L, FATO STEC DIEEHE
AIRAE LT, £ ORR, HEHRIZ K- Tl
MEZHEST ZLRRELZHDDL ZLICL-
C STEC DA DR FBD bz, £-, HE
% O PR K GE T TR O I R DR 3R &
LTHESIThHoT-, ZNHDORERNLFERAD
HEICARARMERE LT, BEmA SIS
AU, 55°CITHME L C oM CiE &% OB I
Lo THEZ®\KT 2 2 &L THEMMHEHT
ERARE R AoV (Wl
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F. (R fe iR i
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G. WFEHE

GEL%x%R)
7L

(FRFER)

R BV, ELEEAY - Mg, LpEmkE
. AR O R PE A KM B 5 Gt
T OMHBRODROME. AR LHEAE
FRH 118 I, R, &
4411 A 11 H.

H. FAIET A HE O BARIRIL - B SRR
L
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#1-1 Fhax O /IFE

HEE% BHEE
BS  SIEE AMMEE  HSHAEE
AREE% ® o
BiE:% ® [ )
ChEz% ®
DIEE% o
Ererx o o o
Fresk o o
)i o o o
HIEE% o
JiicE o o
JHBE% o
MPEES o
\iieE o
#1-2 ORI, RO A R
AR Pk R
B @ (%)  (FH=SD CFU/em?)
L DIELE FILZAZA 220 196 (89.1) 777.2+6,923.2
EEME 164 151 (92.1) 27.7+105.2
KR 74 71 (95.9) 34+67.9
BEME 35 35 (100) 39.5%55.2
TYHZA 7 7 (100) 9,387.6+10,936.1
5= 3 3 (100) 49+7.9
Ty —Y— 1 1 (100) 0.83
3 i3 318 287 (90.3) 681.3%6,042.0
il 186 177 (95.2) 172.4+1,124.6
BN 504 464 (92.1) 487.2+4,805.4

SD: standard deviation

*9EM . 0.11 CFU/cm?skE
1 HYER D B D Fg £ SD
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#1-3 stx B TBLW eae BB T IERIRD 7 MIGEEE R T B fs

M FERET &t
FE .
026 045 0103 0111 0121 0145 0157  t&E{RE*
S22 0 1 1 0 0 0 1 3
S35 3 3 3 0 0 0 2 5
Sf4E 1 5 0 0 0 0 2 7
=1l 4 9 4 0 0 0 5 15
*ELFrEELE >R EED
#1-4 KRGEOAEA LRk
DBER
BHEES BEES BREES =%
i E2VN B56 D68 123
m;E% m;E% ;5% ;5% ;53 Z DD
0157:H7 0157:H7 0157:H7 0157:H7 0157:H- F&aMmEFR
FHE BE BE BE B5E B5E B5E
TSIseE =E BE Bt BE BE ERe) B5E
WL KREE - - - - - -
HRAEE + + + + + +
D% + + + + + +
LIMEg#E A > F—JL + + + + + +
EHE + + + + +

RAEESB  SH2EE, BEESD: SM3FEE. RAEES): ST4EE
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85 " T T
ND < 3.4 log CFU/ A
L8 :
(] l
75 1
JUMRE EIMLE
) AR AD¢
T @026
@ 0103
i 6.5 eo111]
S 00157
L 6
(@)
a0
o
< 55
&
E
Ll
7
45
4
NT: | N AR
55 01571 0154 o111 0111
. # b - N 123 = w o I
# ®m 8 8 8 8 8 8 #
B 4 8 % 3 g 8 3 1
% 5 3 3 505 )
BEEEE REIEFRE
FRUD L

2-1 VGYLFEP STEC ~O il AR OME
(R UARIE, 21 E)

8 8

ND < 3.4 log CFU/ F ND < 3.4 log CFU/ /&
0157
75 = 75 N {® l»
o o o o °
7 7
’
6.5 __ 85
= ic
< B
2 ° g °
o 0
& 55 & 55
& &
® 5 %[ 5
(@]
e w
fu =
0 w
45 45
4 4
35 35
& o o TR i w8 T®r I
= s EiE # B CF gft®E
a g g% 5 * sB SJ% 1
3 EX kel kel ER
3hm 3 Sim N

2-2 JHYLA4P STEC ~DVEm e O fEE 2-3 J5YLA4PY STEC ~DVEm e O fEE
(M2 U AR, 10 [PIME72) (M EH VIR, 10 [BIHEEE)
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8 - 8 T T T
o ND < 3.4 log CFU/Fr.n=3 %) ND < 3.4 log CFU/F,n=6
75 75 '2157
7 ? § 7 I i
1 Lelal ]l [
ﬂT: 65 85 — i
3 5 l
2 6 Z 6
1S 2 i
> s |
% 55 = 55
o o
O 5 B 5
E w
w
45 45
4 4
35 35
1 W 13 = B8 B " # FX I g L &
# = 8 8 = am L IE % S 8 om
& K 3 iz " B K Y% 3 3 it
5 33 K " g B o =X
ES S 8 -
BIERE g o3 Eﬁ'ﬁ
FRUS L 3 i

2-4 15YEP STEC ~DWHEORGE  [®2-5 5YL4A STEC ~DIE TN R OMGE

(R LB, 60 [a1IE3) (Y B, 60 [F1E5)
8 ————
ND < 3.4 log CFU/ K
15 |00157
- o O | O
7 © 5 o S O
o
6.5
i
5
z 6
o
o
< 55
&
8
Ll
—
(%)
45
4
3'5 b4 B b=y & =~ n w (=23 b =3
TR R R
*3 33§38 8 89
2
B RERRE
AR FhUDL

2-6 15U STEC ~D i BN R OMGE
(A7 UARA, 50 mL 1={5)
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8 . . 8
° ND<3.4l0g CFU/F,n=3 %’ ND<3.4log CFU/F,n=6
75 I 75 |
T $ 00157
I 7 i
7 l ? T
__ 65 __ 65 %
i ic l WL
5 E ]
o 6 Ty
) o0
;‘35,5 S 55 |
Es
" '
5 o
w |
% =
@ w
45 45
4 4
35 35
% i 2 = B B m®m o® rTX I g 5 @
A o® S 5 B Fyrpis’ g8 ¢
5] K ] o] 14 % -7z | 3§ X
= - % g " P———
BIER - S = ES

2-7 15YFA STEC ~DiH BN EOMEE 2-8 JEYL ) STEC ~D W5 2h O MEE

(R Z2 U A, 23 FEL 100 mL) (VR . 23 L 100 mL)
8
ND <3.4log CFU/F.n=6
00157
15
7
6.5 O

i
> I I
T 6
o
g |
o Y X
= 55 T )
| 8 S
O 5 N
L
= >
w
45
4
35 — :
## 38 8827278 g B
B8z g SiElgg s @
XK 3 T % s T T T
# 3333:§)|b333$
BEFE 8 HIERE
3 FRUDL

2-9 {54 STEC ~DIHEE R OMEE
(R VR 23 L 500 mL)
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8
8 T T ND < 3.I4 log CFU/IH'. n=3
ND < 3.4 log CFU/}.n=3 |
| 75 @
75 —@ [ Yo)
® 0157 EEI
7
! ®
o, __ 65 [
2 S 114
B z 6
L 6 [&) ,
I 2
3’ 55 I ‘ T @ | = 55
2 5. : =
~ T +
" 1(%[ 5 +~
g ° I o
| 75} Q
) 45
45
4
4
£ F 8 B & & 2 x 303 1 3
§ * 3 3 3 £ = amm
BEFER %1% 500mL
2-10 {54 STEC ~DiH 72N RO ML 2-11 V5941 STEC ~DH BN R OMGE
(25°C. DD FRIAR, 23T L 500 mL) (25°C. MlEEHVFRIR, 2T L 500 mL,
TH % OYEFIRE 7K 500 mL)
8 8
ND<3.4log CFU/E,n=3 ND < 3.4 log CFU/H . n=3
¢) | o |
75 75
00157 00157
7 7
__ 65 . 65 .
i ° I ?
oy N
z 6 2 6
o o
) € w @ (@)
E 55 2 55
& 5 C%
%i 5 8 5
L
% %
45 45
4 4
35 35
] = S S £ % b 3 5 3 g
£ 2 8 8 & & B oE 3 2 : &
g * & § 3 =2 x T 5 s
i@g}gﬁ EM&
FE%500mL

2-12 {54 STEC ~ODVH BN R ORGIE 2-13 [¥2—13. Y4 STEC ~DTH EEN R OMGE
(55°C. BEEHVRAL, 22T L 500 mL ) (55°C. MDY FA, 23T L 500 mL,
{HFE& OV IR EZK 500 mL )
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M. BFZERROHATICE I 5 —5k

HEE
FHERA | WA bvs |EREeRo| F OB 4 | ks | iRk | BRE | S
T g
7L
FEFRF KA LA A S VA FEL G Bg | N—U | R
Saito-Shida S., Determination of 8a-hydrox |[Food Analytical |14  [845-855 [2021
Kashiwabara N., Nemoto [ymutilin as a marker resid Methods
S., Akiyama H ue for tiamulin in swine ti
ssue by liquid chromatogra
phy—tandem mass spectrom
etry
Akiyama H, Takagi A, |Evaluation of a risk Food Hygiene and |62  |187-192 [2021
Inoue K, Suzuki Y, Ito R, communication program for (Safety Science
Wakui N, Asai M, pesticide residues (Shokuhin Eiseigaku
Sugiura J Zasshi)
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