] L R BR BE PRt o 7 —

3-4-7vu-57uaXFALFHT2- TG T o=

V)54 Y Ta b F 1.3 FFX YYD -24-TF
(R hFEHY )

NQ,2- P AF N T L) NZFNVFF NN R
S
(=27 ah)>)

a,a- ) ZNVFr-26-=Y - NNTTrE/L-pH

AT

(FUZATY V)

[ x5 R O ER]
O
N
N=0
0 0 v —\
= SJJ\N i N\
d t;HH Q/\ ' F
K MW=
CHa 7
Ry b T2 FuahT KU ZLT Y

CAS 110956-75-7 CAS 85785-20-2 CAS 1582-09-8



[ 2R MR ]

g 2 F DFE KB R E(mg/L) log Pow A RE(Pa)
RyUb¥4yJ>  Cy;H,,CIFNO, 335.32 0.216(25°C) 4.66 <1.11x107°
IX7OA)LT  CysHyuNOS 265.4 4.9(20°C) 4.62 0.01(25°C)

rITILZ1) Cy3HgFNS0, 353.78 <1 6.0 0.0269(29.5°C)

B B3, R w4y 20054 ERR(BRETHTHR)

(& - BHE]
Ry hFFY U
AKHHABREA], 1997 F-58k, Mt C 4
A : 7.58 mg/L(96 hr LCs0), A4 I = :0.51 mg/L (48 hr ECso),
WERE : 1.31 pug/L (0-72 hr EbCso)
T ATahNT
FA T3 — A — FREREA] 1988 88k, famEE B
21 :1.52 mg/L(48 hr LCs0). X > = : 1.9 mg/L(3 hr ECso)
K)o T )
V= bhu 7=V 2 RBREAI(EELERAD, 1966 5 ek, MM Bs
24 40 mg/L, I3 4.2 mg/L

§1 4 #7 &

(1) HriEieEs

JEEREF 20 g (RVE) 27 & b oflith (R E 5 - BEH T st b2 E) L
7 bR A 5% BIEAKITIMA T, ~F Tl T 5, ~F U REEBUK, E
M, 79774 P =R H—F ) oV THERLZE, SHI70 0NV T L7
n< k2727 ¢ —Xi% Gel Permeation Chromatography (GPC) (£ 1) THHRLIL .
GC/MS-SIM £ THIET 5,

(2) &K - RE
[HX]

NUTNT Y AEUES, ﬁ%ﬁﬂ%ﬁééﬁﬂ%ﬁﬁﬁ FElisE T 2apk s ph i

T AT v VTR - PRI RO Tk U v Y

ARy M FY Y AEREN, 3% ARG Aol Tkl i

FNU ATV (V-7 1 Eb-dis) : 100 pg/mL(98%., /T /#iK) CILALHY
~NEXP TR R VT rn AR VT aaFY s R - PCB R ERH (5000



{5 IR A )

WAL R U O A HOKEREE T N YU T A R RS ER H

757774 MI—RrA—FY v A~YLZ U ENVI-Carb (500 mg / 6 mL)
SUPELCO #fd

7u Y 7a UL PR(150~250 um)  FOGHIEE TSR AR
130 CT 16 FFHLL ByEMEL L2 b D

FEHELK © MilliQ gradient A10  Millipore 1-f

EE¥E 1 : ASEPrep DE  DIONEX #H#L(7E 2)

[#E]

EE D4R FEEIH R QR & i AV 5,

g—% U —xT /R b— & —([ERAE X)) - R ORI,

A I vEies « IR O E R REHZ W 5,

Oy B - R RB O IR O S BEEIC AV B,

BRI S E - X A A 7 24 ASE300, EEREIOHMEICH WS,

GPC # 7 A : BEF7E T 4E%! CLNpak PAE-2000 AC (20 mme=300 mm) . A D

7V =Ty FITHWD,

=L (100 mL), /e — bk (1L), h—LE—%»—(200 mL), FAH7F 22
(50 mL, 100 mL, 200 mL), At v YAdeft & BEQ0mL), 77 A7 0~
Mg (W& lem, £&F30cm), ~f 7y

(3) Zr#ris

[FE DT K CE BB DR F]

BRI ML ERERE IR 2REHRBUC H T > TORBEFH WD, 2B,
NUZNT V) AINDIRET D72, EHRGFT D2 L,

[ DRI ]
(R & 5 - HE ]

TRJE 20 gz 100 mLILRAFELEICERVID . Y 70TV (-7 a E/b-diy) 2
ng/mL% 10 uL(20 n@@i L, +EA& L=k, 7% b 30 mLa Nz CTER LIE L
I ANT, 10 R E S Z1T 5, & HICH SRR 2 H\V T 10 RS
W 217 9, w2 B 44 LG bas 2 F VT 2000 rpm C 10 4 R 05y
BTV, EBAOTE Uik, S50 U 5% T N U T LK 500 mL
AT e — MIBET, Zo7 ' FomitEEL S 9 1EFEVIRL, 7' kAl
HRIK I e — BB, Sika — Mo~F 3o 50 mLAE Nz, & 98z AT
10 SRR E S 21T 5, HofrEk, ~F @4 200 mL h—/L B —h —IZ%7,
KEIEA~FH 2 50 mLEMA THERE ST L, ~F U@z bbbt T, MmAKME



F U T ATHAT S, HHEKRIE, ~F YT 200 mLFT AT T 2 3TV T Ik,
0—& Y —T XKL —Z—Z N TH 2 mLE TRUEENE LT, SEHhHEEZ5 5,

RSPV UE iTael

TIJE 20 g% 100 mLIELEICEVEY . FU 74T U (¥ n- 71 E)l-dig) 2 pg/mL
%10 pL (20 n@) @I L., S HICoEAElE LRt ANz +0REG L=,
HHE VI LiAte, @mILE OBEMIZEK -T2 KB I, D EDOER A4 EBML B H#
L. A vIciE AT, 2 OEEZEEREY KL, T& 572 TREmIZAE LR
BavL~BLiAte, Mz HERETOREIZ 66 mLE/LOBE, $10 glRETHY |
TE L7728V EEHICEENTEARWVWEL ST 5, BAKOMHRIEE %1578 v
FEEEICE Y ML, AT O, @RS E O HH SO A2 R 1 ISR E
3o ZDOFMFTOEHFEEREITN 120 mLEE T, [HEL 5 - BE ] To~FH
VLR OBREER AT S, o, KB CHEREAZRA LEREIX. YEROTE
ZHWT 5% T R U U AEIRIZHEV AT,

# 1 ASE &0 B

Cell 66ml
EEL 10g
Oven Temperature 100°C
System Pressure 1500psi
Static Time 10min
Flush Volume 100%
Static cycle 3times
Purge Time 180sec
Solvent acetone
[FEHR DFRE]

EPER A — R Y » U T A2 K DR

ENVI-Carb (500 mg /6 mL)I%& 57> CH~F 4 10 mL CTHEE L, %222 10 mL
2y R ERBRE 2y D, ALK A S A — LBy R EHNT
— MV UNTRMERAHKT D, ~F Y 5mL AW TOET ST 2T T 2=
HVEVIABIRB DI — Y v VBT MIART D, FONTEHKIL, HE7ae Y v
IWCE DR EITOGEIFEOEEMHA L., GPC IZLAKHEZITHILGHITER T A



SCERM L. 4 mLICERT D,

(FEME7 1 U 2z & AR

7YV PR % 130 CTHR 16 FffE] (—4%) DL EGEM B L7, INRREO £ £ T
SgEVEY ., N 10mm OB T L7 o~ MEICAFY U TIRAFEL, ~FH T
Veigth . MOKEREET R U U LA%K 2 cm FEET 2 (G 4), 432 100 mL O F 287 Z
Zazty bUTEE RBHEEZ 17 LMCAR L K EZ 17 L5y RET T Tb,
DEDNF Y TR R 2 L N T L OBER 2 e 728 Lk & 1 7 DI AT
L. Blistike LTy rnur Xy ~%HP 2 (5:95) 100 mL #iEd, Z DMy
IIARDHETITREITHER LRV, Za0 T AT T 222788, 5 2%k eE L
TYr7muaAHr : ~FH(20:80) 100mL 2 L. Y 7TV SiEHES 215
Ho IHIT, ZEDFT AT Z 2z HIHEHKE LT Z7rua AL 0~
X950 :50 50 mL AL, =AF LT « X hFH Y UIRHES 255,
FTNFNOBRHES T v —F ) —2 R L — % —Z AW TH 1 ml £ TRUEREHE L.
AFH A HNT 10 mL A By Rl e X G BRE I VEVA T, R T AT 1 mL
FCEME L. WEHNEERER (2 ng/mL) & EREC 10 uL iz 72% ., JIER 1 7 v
U A — Ly b EANTET,

(GPC T & A HHL)
GPC #:i& OB ERMT % TRolorn 3 (E 5),
« 717 A BEFNEE T Shodex CLNpak PAE-2000 (20 mm ¢ X 300 mm)
- BEVEL OV : v/~ 7 b2 (5:95) 4 mL/min
- 17 KR 40 C
- EAE 2 mL
A7 NVFA 2 30 min
AENE 2 mL #G P CEEICIEAL, 14~16 DOm0 25, Bk,
R AT 0.5 mL £ THAME L, JEHPEEHERR (2 pg/mL) 2 1EfEIC 5 uL iz 7214,
HIERASA T AU AN A — LBy b2 AW TET,

[ZZRBR DR
Rz nZan T, [REROTAE] kO [REHE O] OBEIZHE - 7o #fF % L
TGl 2 22l & 3 5,

[Z#Eik oFR]
BAEUERE & 10 mg FERE L, ~F 3 CIEMEIZ 100 mL & L. 100 mg/L DOFEEYEK



AT, BRI Z B, ~F YT 10 mg/L OIRAEERIE 2 HET 5,
Z OAEYEFIR 2 i B~ 2 THAIR LT 2~100 ng/mL DR R AAEHEAIR & VER
%o BIREDOREMRAEERIEIZIZY 17— N R ONEREE 20 ng/mL OREIZ/eD
X2 lZmms %G 6),

[ =7 — PR O]
NUTZNZ Y AT a Eb-dhy) - BEHERR (100 pg/mL) Z~FH 2 THRR L,
2ug/mLOY 17— MNERZ T 5,

[ NEREERIR DR ]

xS bbb rdink 7V EU-diee T ER 10 mgkEFE L, ~F P2 100 mLICE
fif S, 100 pg/mLOPWIEREFTHE 2 F0H 4 5, #FPIEERKZ 2R L, ~F P T2
ng/mL D PAEAEA IR 2 S %,

[HIE]
(I E S 1)
GC/MS : GC ; Agilent6890, MS ; JMS-AMsun
4 9 2 DB-5MS 60 mXx0.25 mmX0.25 um(J&W)(E 7)
#1Z7 HIRE 50 C (2 min) — 20 C/min — 120 °C (0 min) — 7 ‘C/min —
310 °C (10 min)

HEAN ik A7 Yy ML A HEA QR 250 °C
A AR 1yl FxVUT7—HAZA U 7AQ mL/min)
Ah=7=2REE 240 C A A PEE S 210 C
A A ALEE 70eV BHE—F SIM

T=H—A Ay FUTZNATVU 264 (306),
N AT )y (P-rFui-dy) @ 315 (267)
TR NT 222 (162), 7= F v hL i -dp: 188
N RRY V0285 (187), 7 Utk -dis: 240

F i)

PEHEVRIR 1 uLAGC/MSIZIEA L, WS & a7 — N8 CUINIEEE) ©
E— 7 WL ORELENDREBR AR T D, PV TZATVAZFNITLT D &
(U-m7ati-dy) LY, AT NI 17 cF L -dill L, XUk
T NI VB dpll LD EET D,

(E &)
AEHK 1 WL & GC/MS IZHEA L, EH¥EWE L e 7 — MyE CUINEERE) o



B — 7 AR R QR D RIS L D B 2R 5,

(5 B D L )

AR O FE (ng/g-dry) = # H S (ng/mL) X Fef& iR ft(mL) + 30k} 5 (g-dry)

7272 L. GPCIC XA AT L, 2E%E DN L7eh-> =561,
EREmML)~ 0 REmL)ZFE L5,

(&R T IRADL))
AKASHFIZ W GC/MS @ IDL 2 RIS <7 (£ 8).,

IDL HHE =E%E DAHBRERE

ME £

(ng) (g—dry) (mL) (ng/g—dry)
M7y 0.37 10 1.0 0.037
IA7'BANT 0.24 10 1.0 0.024
AU Y 0.52 10 1.0 0.052

e H FRR(MDL) J OVE & FRR(MQL)]
ARRETTIES K DR TR OVE & FRZ RIS (E9),
HHE mKREE BRETR TETR

= e 3
nEA GBS 222 (g—dry) (mL) (ng/g-dry) (ng/g—dry)
RESHHE-70YY L 6.0 10 0.11 0.29
- ASEHH-70YY ) 6.0 10 0.044 0.11
I 1] L
NIV e v S m-gPC 6.0 05 0.098 0.25
ASEdH-GPC 6.0 05 0.14 0.35
RESH -7 6.0 10 0.12 0.32
. . ASEHHE-70YY b 6.0 10 0.081 0.21
TA7 ALT & &S5 HH-GPC 6.0 05 0.16 0.42
ASEdH-GPC 6.0 05 0.17 0.44
RESH -7 6.0 1.0 0.091 0.24
o o, ASEHIH-70UY )L 6.0 10 0.10 0.26
NARTTY e L Smm-aPC 6.0 05 0.10 0.26
ASEiHH-GPC 6.0 05 0.11 0.29

o fE

GED 7o ru~v b rT77 =L GPCOELLNERIRT HZ LN
TE D, KEEMN L WRE O, 7)o hIyrra~w v II7 4 —
TIIRERDI AN GE803H Y, GPCOIEFEINEELNWZ b5,

(I 2E# X, 52U ASE S (R 150 CRRE) Thed L CiiEH
THIE, BElatovy Mo Tk, 77 v 7 HRERA < EAalsE 0
THZERDD,

(£ 3)A—7 > ONRIEE X 150 CULEOERITE T L v, B Ak #HE



ENDRMD~ R v ZAHFIC LD ERMENEL RDBEND D,

(FE4) BT 23, vy MOTEMEEIZL > TREE Y — DN EB(LT 285608 H 5 D T,
T, WS —, X IR = a RO EDE ORF B 2 VTR
LTSI E,

(FE5) BT LOBLORRSE, EEOMARRIZI Y . REFFEIZZET 20T, TOE
HENE = % TF oy 7T HNEND D, SEIOBIESRETIE, NV 70T Y
NE 14~15 3T, AT eIV T LR RRH Y U 15~16 IZEH L
72DT, AONETIE 14~16 nE T 52 L & LT,

(£6) Yur— s R OWNIEEYE ORMEIZE T 5 GO/MS OREREZEIZ XY #E
EHELTHEW,

EDZATaANT X MY Ud, BIRT DD T ML > UIEEFICE
BICGFET DI AN AT NVEHE VT v a v XA DR —H L, EEDFE
WET D RREMENH B,

(7 8) #EMH IR (IDL) 1%, bW EBREEG Y FERERA O o & (FRk 17 4
FERR) | CERR I8 A3 A)IZiE~ T, kD EBVEH LT,

ME £ M3y IA70ALT AUREHYY
A =E(g—dry) 10 10 10
=& EE(mL) 1.0 1.0 10
EABRE (ng/mlL) 2.0 1.0 20
HEEITAE (mL) 1.0 1.0 10
#E 2 1(ng/mL) 1.93 0.94 2.22
#E R 2(ng/mL) 1.90 0.85 2.01
#£ 2R 3(ng/mL) 2.06 0.89 1.97
#E B8R 4(ng/mL) 1.89 0.83 212
#EB5(ng/mL) 2.11 0.89 1.84
#2R6(ng/mL) 2.03 0.87 1.87
# R 7(ng/mL) 1.91 1.00 2.16
#E 8 8(ng/mL) 2.09 0.98 1.81
FE5{E(ng/mL) 1.998 0.900 1.968
ZHERE 0.0972 0.0630 0.137
n=8:t(n-1,0.05) 1.89 1.89 1.89
IDL(ng/mL) 0.37 0.24 0.52
IDLEAHHEE B (ng/g—dry) 0.037 0024 0.052
S/N 9.1 10 96
CV(%) 4.9 7.0 7.0

XIDL=t (n-1,0.05) X on-1x2
(7 9) JE T iEOfR I TR (MDL) A OVER PR (MQL) (&, MEWEBRET5 45
FEFHA DT & CERK 17 R | CERK 18 4 3 A) It~ T, kD EB VAL
7o



REST I HE-GPC MIZLFYY IR OALT A URMYYY WESTENARE-70YY N ML)y TATOALT AUMYYY
HE=E(g-dry) 6.0 6.0 6.0 HH=(g-dry) 6.0 6.0 6.0
ZERME (ng) 30 30 3.0 ZEERME(ng) 3.0 3.0 3.0
SRR B (ng/gdry) 03 03 0.3 AR ERE (ng/g~dry) 0.3 0.3 0.3
=& iE=E(mL) 05 05 0.5 =& iE=E(mL) 1.0 1.0 1.0
FEARRE (ng/mL) 30 30 3.0 FEARRE(hg/mL) 3.0 3.0 3.0
EEIAE(uD 10 10 1.0  HEEZIAE(L) 1.0 1.0 1.0
BAET V9 F B (ng/g) ND ND ND BTV ¥(ne/e) ND ND ND
FARMTEY (ng/g) ND ND ND  HEARMTFH(ng/g) ND ND ND
MDL-1 2.06 2.24 2.86 MDL-1 226 201 2.21
MDL-2 2.19 2.74 312 MDL-2 230 224 2.37
MDL-3 1.83 2.65 2.99 MDL-3 267 229 2.50
MDL-4 1.93 2.87 3.18 MDL-4 233 239 2.52
MDL-5 1.98 2.86 2.97 MDL-5 236 193 2.52
MDL-6 2.24 2.98 2.91 MDL-6 210 245 2.61
MDL-7 2.17 2.92 3.31 MDL-7 237 216 2.31
Ty 2.054 2753 3.048 Ey 2.342 2.211 2.436
FERE 0.152 0.252 0.159 BERE 0.171 0.191 0.141
n=71(n-1,0.05) 1.94 1.94 1.94 n=7:t(n-1,0.05) 194 194 1.94
MDL(ng/g—dry) 0.098 0.16 0.103 MDL(ng/g—dry) 0.11 0.12 0.091
MQL(ng/g—dry) 0.25 0.42 0.26 MQL(ng/g—dry) 0.29 0.32 0.24
CV(%) 74 9.1 5.2 CV (%) 7.3 8.6 5.8

ASETt+ViH-GPC MV IATEANT AVMYYY ASET7HhHH -0 FJINTUY TRTOANT AUREHY Y
HEE(g-dry) 6.0 6.0 6.0 HH=(g-dry) 6.0 6.0 6.0
ZERME (ng) 30 30 3.0 BEERNME(ng) 3.0 3.0 3.0
AR R E(ng/gdry) 03 03 0.3 AR ERE (ng/gdry) 0.3 0.3 0.3
=IEEREmL) 05 05 0.5 =& E=(mL) 1.0 1.0 1.0
SEARRE (ng/mL) 30 30 3.0 FEARRE(g/mL) 3.0 3.0 3.0
HEEFAZE(uL) 10 10 1.0 HEBFAZE(uL) 1.0 1.0 1.0
BAIET IV F B (ng/g) ND ND ND  BE7IV9FEH(ne/e) ND ND ND
AR (ng/g) ND ND ND  ERMTEH(ng/g) ND ND ND
MDL-1 2.78 2.97 2.93 MDL-1 241 2.10 2.47
MDL-2 2.44 2.72 312 MDL-2 233 232 2.09
MDL-3 2.32 2.76 2.91 MDL-3 242 217 2.13
MDL-4 2.92 2.73 3.07 MDL-4 247 227 2.12
MDL-5 2.51 2.78 3.16 MDL-5 252 241 2.31
MDL-6 2.70 3.22 3.29 MDL-6 251 2.16 2.02
MDL-7 2.72 3.38 3.38 MDL-7 240 207 2.27
Ei 2,627 2938 3.121 Ty 2.437 2.214 2.201
ZERE 0.213 0.265 0.173 ZEERE 0.067 0.124 0.156
n=71(n-1,0.05) 1.94 1.94 1.94 n=7:t(n-1,0.05) 194 194 1.94
MDL(ng/g—dry) 0.14 0.17 0.11 MDL(ng/g—dry) 0.044 0.08 0.10
MQL(ng/g~dry) 0.35 0.44 0.29 MQL(ng/g-dry) 0.11 021 0.26
CV(%) 8.1 90 5.6 CV(%) 2.8 5.6 7.1

¥MDL=t (n-1,0.05)X On-1x2

XMQL=0on-1x 10

BEISVIFEY: MM RDADEL VK B THIZR R D BEETVEIE LI EDTHE
FEAMTEY -MDLE HAEMICEEEZRML TV ENRETEENSIRED FHE



§2 M &

[53#TiE]
(e —Fv—Fh]
SO 7a—F v — &M 1ITRT,

MLifE 20g i =D B 5%IE1bF MU LEik [ Bk - iRHE

#0045 - N 7 £Fs30mL % 2[a] 2500rpm, 5% ATHY50mL x 2Bl H #2mL

RkES-BER (TEhEE=<20%)
ASE i1 H
V4d Vi
L 95774 h—K EHEZ0UD)L(5e) - QM=
Sk NS LHOTET ST 4— R GO/MS-SIMAIE
ENVI Carb(500mg. | fr1: 7ROy :A¥H4(5:95)1 00mLEEZE REEESEIIN]
AFHU5mL 2. HAAMY  A£H(20:80)100mL M7 LFYVET4Y) 1mLE A

f3:9° 9004 : AFHU(50:50)50mL(T AT BALT - A UMY VESY)

B GPC = E
AmLER 2mLEA RIZZESRMN
14-16 559 ER 0.5mL3E&

X1 7 e—

(5 B ]
BB O — 1 2 IR
NUTZNLTD sy Syl i Ny VA YN

OB G UG TS A T S T TR
I Ciyeee Ba

2 MREM (el — NEXIINEEYE  20ng/mL, XIE4’E 1~100ng/mL)

(v AART FAK NI a~ b T T 4]
VAANRY NVEIKZ, 7a~v N T AEH4ITRT,

e et BP=315.00(2901821 TIC=3123021 RT=00:14:47.57
2= 3 D0AI0600] TIC=2776078 RT=00:1:56.69 0
[t

s L RUTAT Y | I

a6

KU Lo
(-2 -dia)

2

S N ' W ,.,J.‘JTT.ML il

T
m 0 an 50 s El 10 150 200

\\“ " ”\\‘I N JM.JJ | | ﬂ\ / J\ I S
150 i 20 250



|

BP= 70.00242077] TIC=1315039 RT=00:25:29.05
e 1O T8 6100191701 T
i ‘
n
wm o » o~ NN
T AU }l/ 7 W N / N
2% B
P w
\ \ ’ |
W
s
Ll Ll \ L I |
I 1 T T T T T T T 1 T T T T T T T T T T T T
) i i B & & % & o & 4 i i % % & & & & &
o L O 918 62050 20 028 TGRS 2509
i ' |
I S N . ¢ s Utrd
= F Uk 1o s -d12
ax s
o 120
| | |
Lol Al . . N gl ‘ et M . S )
T g T T - T T T (annns| T T [ T T gl bty aanas| T T T T T T T T
) o A o % o & o & & i) o A % & & & A & &

M3 ~wAAXT KL

Sdmix 20ng 2412 DBSMSZ8b

7V die T~ L (240]-45120

N bFFY L — | g

k‘/ 7 xF v bl idio [1961=110648

l — TZRTaBNT [72]=2 1608
I:i KTV T V(Y —n—7 1 )-dia) 1530
||/ [NV R4 (26)- 10952

l I l
26:00

14:|DD 16:‘00 1B:|DD 20:|DD 22:00 24:00
M4 o< hZTn
(A~ RO T & b B BB
7 bR E 5% BEAKICEML, ~F U THET BT U ERED
AR LI R AN 5 IRT, T FUEAEREN 0% HE N TIAT Y D

A=

FY RS 80%LL TFIZ/R B Z ERNHH LD T, T M EHEIT 20%LL T2 5 X9
IZHEH 5% B KO EEFEST L2 ENREE LU,

120

100

80 —

(=R p) LV
W IA7' 0T
OAUMYYY

60 —

40

10ng37s AN [E] IR & (%)
\

20

0

10%7 b EH 20%7EbER 30%THIVEER

5 ~FYUMHEIOT® e A RO
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(7 V=0T v7)
« 2417 U o Envi-carb (500 mg / 6 mL) DIFHEERFE 4R 2 177,
#2 A~YLZ U Envi-carb (500 mg /6 mL) DA R

Envi—carb AXHYY 0-5mL AFH 5-10mL
MYy 106% 0%
IA7AALT 106% 0%
AV Y 100% 1%

cJEMT B Y V(B g FEHEK 7 1 ) UL PR O(150~250 um) O H RS R4
= 31T T,
#3 EMTa ) (5 gD H RS R

SE IR A . fr2 i3
! (50) (5% I00r 0/ A%HY) (20% 900280/ A%HY) (50%Y JA0AY /A%HY)
100mL 100mL 50mL
ML) 0% 89% 0%
IR7AALT 0% 0% 74%
ANUMHYY 0% 0% 80%

+ GPC D HEBRFE R 2 £ 4 17T
# 4  GPC OF AR

GPC 14-15min 15-16min
MY 76% 0.7%

IZA7AALT 0% 92%

AUy 0.9% 95%

(75 fig iR )
ISR A 7 ) — = T DR R A 5 ITRT,
#5 SRRV —=2 T DR R
, 58 %
1R - _
pH5 101% 0% 90%
MIZLTY Y pH7 95% 0% 94%
pH9 100% 1% 95%
~ pH5 118% 106% 112%
IA7'mALT pH7 114% 112% 117%
pH9 117% 113% 114%
pH5 109% 74% 100%
ANYUMNYY'Y pHT 100% 11% 109%
pH9 21% 0% 1%

(A MEl SR )



TRANEN GRS B & 32 6 (2R3, TRINIEIGRER (2 Xtk oo B B0k (] 1Ly IR K B 1)
ZRERH L7,
F 6 USHNTEN AR R

MESL |HHEQR|HMN=Elg) BIERH| & HEEheg/o | BIUE % | ZENFRH(%)
MI7LTY 20 20 6 1.08 108 5.0
IA7 AALT 20 20 6 1.01 101 9.5
ANYMYYY 20 20 6 0.88 88 5.7

A NEEREI D7 v~ 7T 4]

ERERT, BRERERE BRI, KERINO s a~ 877 A%K6~8ITRT,
MDL OHEH AR Z8ET DB, —HOWJIIEEIZITN Ry o X7 m )
IWT BB SO T, WTHOWE b S 720> T s o JEREH0RE (i [LHIRK
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3-(4-Chloro-5-cyclopentyloxy-2-fluorophenyl)-5-isopropylidene-1,3-oxazolidine-2,4
-dione (pentoxazone)

S-Benzyl 1,2-Dimethylpropyl(ethyl)thiocarbamate (esprocarb)
a,0,0-Trifluoro-2,6-dinitoro-N,N-dipropyl-p-toluidine (trifluralin)

This method is suitable for the determination of pentoxazone, esprocarb and trifluralin in
sediment by gas-chromatography/mass spectrometry with selected-ion monitoring
(GC/MS-SIM). Twenty gram of a sediment sample is added 20ng trifluralin (di-n-propyl-di4)
as surrogate, and extracted twice with 30 mL of acetone using shaking machine and ultrasonic
bath, then centrifuged at 2500 rpm for 5 min. The extraction method is possible in Accelerated
Solvent Extractor (ASE). The acetone extract is added to 5% sodium chloride solution and
extracted twice with 50 mL of hexane using shaking machine. The hexane extract is
dehydrated and concentrated to 1 mL. The concentrated solution is cleaned up by activated
carbon cartridge column and activated florisil column (5 g) chromatography. The solution is
loaded to activated carbon cartridge column with 5 mL of hexane. The eluate is loaded to
activated florisil column, and washed with 100 mL of dichloromethane/hexane (5:95), and
eluted with 100 mL of dichloromethane/hexane (20:80), and then eluted with 50 mL of
dichloromethane/hexane (50:50). The second eluate and the third eluate are concentrated to 1
mL under nitrogen gas stream, added 20ng internal standard solution (phenanthrene-d,( and
chrysene-d;o). For your information, Gel Permeation Chromatography (GPC) is possible
replacing with activated florisil column. The anaiytes are determined by GC/MS-SIM. The
instrument detection limit (IDL) is 0.24~0.52ng. The method detection limit (MDL) and the
method quantification (MQL) is 0.044~0.17ng/g-dry and 0.11~0.44ng/g-dry,respecyively. The
average of recoveries (n=6) from 20ng added sea bottom sediments is 108% (trifluralin),
101% (esprocarb) and 88% (pentoxazone).Using this method, the concentration of pesticides
in river bottom sediments at 4 sites in Okayama prefecture were determined. The maximum
concentrations were 6.8 ng/g-dry (esprocarb) and 6.7ng/g-dry (pentoxazone). Trifluralin was

under MDL, but it was detected trace degree.



Flow Chart

sediment 20g extraction Centrifuge extraction — anhydrate.- -
concentration
surrogate axeton 25mL twice 2500rpm 5min 5%NaCl solution 2mL
shaking and ultrasonic hexane 50mL twice
extraction(ASE )
aceton
L carbon cartridge . .. .
column active florisil column —— concentration GC/MS-SIM

ENVI Carb(500mg;

hexane 5mL

fr1 :dichloromethane :hexane(5 : 95)100mL(wash)
fr2 :dichloromethane :hexane(20: 80)100mL
fr3 :dichloromethane :hexane(50: 50)50mL

internal standard
1mL

concentration GPC — concentration
4mL 2mL internal standard
14-16min 05mL
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