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3 i B fAH (2HMER) FxE HIE. g8 (BKIMELR)
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IV. REA#E<T=27IL

A fHATE<T=aT7IL

1. R
KOHTEIX. GCMS Z W B HETH 5, BN T2 7 rEZ
U RZGKEIEMEA S 7 — /L THIH L, RIERSBLR N = T A2 K DR
BiTolth, AT NV AT AL EITV, GCMS IZX Y EET D,
6 FEPH AR (T2 Th b,
E 8 FRRIX 0.01 mg/kg, Bt TFRIZ 0.003 mg/kg B TH 5,

2. 3B L OHER
77 ) NEEAER,
TER=RIL, V=TT ~FH L AX ) —)L FERETZT I
HEKBREE T R U o A R RGBT
VZF LY a—) Wb U U A R, KRBT NU DA REEK
FF MU UL W Rk
FURAFATDNNLTT AL EHE (2 mol/L in Hexane)
T BTN YL ) BV =F T A (500 mg) : Supelclean LC-18
FNIAFALTI 27T Uy U B0 =77 2 (1,000 mg) : Mega
Bond Elut SAX
Vb= AR EBy—N—bt= el ROLESGEKRI =TT L (200 mg) :
Oasis HLB
YUV =F7 5 (690 mg) : Sep-Pak Plus Silica
Wz 5| A Jih 2 1
Wel~=4/—/L K

R A

k& ok

KR

o—X 1 —T N R —H—
GC/MS

3. HEEROS&M:

GC/MS D At

717 A Rx-1701 (N£E 025mm E X 30m  fE/E 0.25 um)
¥y J¥—A4 2 :He (1.0 mL/min)

B E AL 27U v FL A (60s)

AEHE AR 280°C



7T LR AIWHREE 70C (1 3 fRFF) — AR 25C/min—150C— 5k
3°C/min—170°C— - 15°C/min—280°C (10 7y ££¥#F)

o W 2R UERE &SR

Avi=7x=ARE : 250°C

A A PR  230°C

A FALFEE : 70eV

A A Atk BVEEA AL (BD) EY

T=H— ATV EEA A m/z205, WERA AV m/z147, 176

R FF BF [ % 11 min

E) Ao rze e 7 U ROMEEE (0.05 mgkg Klii) OHA1X, 441k
ExAlFA L AL (NCD EET 5, o, E=4—A A%, EEA A
v m/z 205, FERA A miz207 &35,

4. FREMOIERK

7v 7Y REHLO 500 pg/mL 7 b=~V WRREZFHMLT S, = ORK
200 pL #ZEHZHATHE L, AX /—/L 1 mL Z M CTEEMER»T, b
URAFL YLD T Y AH ERIE 150 uL 2002 C 30 /yMiE L A F 1= A
TMLEIT D, 40CUL TOKIR ETIEE A EHET 5 F THRULREM L 7=1%.
WHEHN Ao CHET D, ~FH 2 10 mL 2z CTEREMERNT, 20
Wil ~F % THIR L, 0.002, 0.005, 0.01, 0.02, 0.05, 0.1, 0.2 pg/mL %
WERR AR T 5, 20 OFERERIES 1 L Z ik 0540 GC/MS IZ7EA
L., 7rbv I RFEEERoY— s mELET 5, ©— 7 mfEaftic, =
BRI | H/h THRIEIC LV REREERT 5,

5. T EfE
(a) FhH
k10 g ZFEEL L, 7k 40 mL & 012 C 30 2y [EiE 4 5, 20 wivve K lig{b
N U D AKERH 1T mL OV A A 7 —)L 100 mL % 1z C 30 4y B4R 0 188 CHhh
M35, NEWMEA K SFEB) THRSIAWL, fFEEZ A X/ —/L 50 mL T
Vet AL TARE/DOE, BIZAX /) —)LT 200 mL IZERTDH, Ak
40 mL %47 H (pH 23 9 Kiii DGATE. 20 wiv%/KER{LT R U o LK 1 mL
EMZ 5, ) L, 40CLL FOKIE ETHIREN 10 mL LA P72 D £ TR R
T 5,

(b) R ELT L 2 fE Y
()BT DI - B ME IR 2 i 2 A I AL, BT 10 wv%iE b R U o A



KR 10 mL TEIRZ VS L COMRIEF A IC AN D8(EZ 2 [Bl#R 0 KT, 4
R A2 10 wivoesiifb 7 R U T LOKEEK 80 mL OV =F /v —7 /L 50
mL Z M2 T 5 IR VIEE 1%, KEZBO5ER} BIZANLD,

IR BACHEEE (1417) SmL ZMATpH N S LLFTH D Z & 2R
%, VEFINT—T )50 mL ZINZ TS OREIE Y IRE-1%., KEZEB OS5
W} ClzANnNG, VeFLhz—T7)VEE L, =7 T AalZAND, 7
WK clcy=Fre—7/150mL 2z CRBRICEEL, Y2Fro—TF
NWEEID =7 T A3 Thbitsd, —A7 7 ATHEHEOEKMGMET NV
ULEMZTHAKLEZE, A (5 B) 5, AikE 40CLLFOKIB ET
T & A EHET D E TRIERME LR, ERT AL TRET L, AZ/
—/)L 1 mL ZINx TEREWEEIL.0.1 w%IREE/KZET b U 7 AKEHE 9 mL
EIMZTRAET 5,

() S=H T HZEDBRO

T BTN YU ) B FNI =T ADTICRNY AFLT I ) S0
ENT MBIV AT VI =0T EERE L, THOAZ ) —/L5mL KUUKS
mL THAREEFT 5, OETHE LN AR E A7 27 v Ukl
HFNI=H T BCAT L, FIT 0.1 w%REEKFET R 7 AKIER— A &
J—= (9+1) 5 mL TH&EZEEF L A7 2T b U 75 =
T LCAMT HEELZ 2 [E#R 0 IR, i N LI BRICEREEET D,

FI BTNV I DA FVI =T BB L, R AF AT R
)TRENT YL VAT NI =T HITAL = 10mL 2N A, BT
L7 BIZEREEET D,

KURARFATI ) Fa NN I U BF NI =T LD TIZ, TOT
Y h=hF UL 5mL KO (14100) 5mL THEREF L2V E= LB
—N—vt=rtnl) FEEARI=NTLE2EEL, NIATFATI T
g e U B AR =0T MRS (14100) 30 mL #0014, i F &
5,

FNIAFANTI 27TV U VSNV =0T 552|040, ¥
B AR B—N—tE=btnr ) ROLEAERI =0 7 MR (1+100)
—7Er=FUL (9+1) 5mL ZMMZ, it FLICRICERZEET D, Ak
(2K 5 mL Z MG T L72RICER[REEIEL, EFRTATHEIERET 5,

VE=ANREBU-N—tE=avr ) ROREAERI =T L0 FITHK
MI=H"T7 L (6mLEDT Y v MI&E VP — "= ZHKEFET U DL 5~
6 g ZFHETCAL, EEBIZTZ Y v bENSELLD, ) ZERE L, BT L
20 mL 2V E =Ry Bry—N—E=tnl RUREAKRI =0T A2
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CETEOLNTZRENARIZ, N AF LY LT TV A X VR 150 uL %
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7V FFEEKOE— 7 HEZHEL, O UDIERLIZBERLY 7 0
EZ7Y ROEEEZRD, EHEZRALIVENT S,

7ueZ ) FomtE (ng) x HkiEE (mL) x5
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— 57REIRED
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Supelclean LC-182=H5 L0 T[ZMega Bond Elut SAXS=HhS LEELET S

A%/ —)L5mL R U KSmLTIERAY T43 =0

HAMBREAT (R TEE ImL/minkLTF)

BERZ0IW/VIIRERIKFRFT ) ) LIKBR-AR/—)L (9+1) 5mLTH % - &7 (2[E)

/)ILTT& I;‘:EE;I

Supelclean LC-182=AZ LZERY4 T

Mega Bond Elut SAXS=HT5 L% A2/ —)L10mL T & R T EE2mL/minLLT)

RT&.ERZEE

Mega Bond Elut SAXS=HS LD FIZ0asis HLBE=HZ L (7ZEF;=FJJL5mL
RUEEE (1+100) 5mLTIERAV T42a=2 5 L4 D) & T 5

188 (1+100) 30mLZE NN Z . VOES') K%EMega Bond Elut SAXS=HS LH 5

Oasis HLBEZASZ LIZBETE S (R TEE2mL/minkLTF)

Mega Bond Elut SAXSZ=HSLZRY4 9

Oasis HLBE= A5 LZFIEEE (1+100) -7 h =K' JL (9+1)5mLTik %
(RTEE2mL/minkLF)

RT&.ERZEE

7k5mL—C/5t'./%(/}IL-FJEF10mL/min1;J~-F)

RT&.ERZEE

Oasis HLBEZAS LIZBRAREFEL TH1 2 MEIE 1§

Oasis HLBEZHS LD FIC/KAIZ NS LZERT S

BFER T FIL20mLEMAVOESYRZAH GETERE ImL/minkAT)

WL RME(A0°CLLT) &, BRAREE

AR )= )LImLTiAfE

lxIZT)I/ﬂ:

RIAFILDYIND T AR RI50uLEMA S
ELR. ZR TS HKE

— FEIRME(40°CLLTF) &, ERAREZE

AT Y AmMLTAfE

STAHSLAET

Bt
v

TITTTTt

B

GC/MS

Sep—Pak Plus SilicaS=hS LEAFXTHU5mLTaAVT43=2y
AHBREAT

BBEAT Y AmML TS - AR (2E])
AFXHU-OITFILIT—TI)L(19+1) 25mLTHAESYREEKEZ A
TR -DIFLH)a—)L(49+1)0.2mLEMZ S

BT EHE (A0°CLIT) &, BFRH AEE

AT HU2mLTCalE



6. MRETEE

[JLRIEER]

QAEDOWIEIC 7 n T Y & LT 50 pgkg 1420 L7=iEH4 v
T, 10 BRE CHRFESITZFE L7, EORE, FHEIERIT 104~105 % T
BV KO UK K OV B L T R MR 2= (RSD, X TN RSDR) &
LT63~87%MKTN10~14%To Y. HorRat |% 0.47~0.62 TH -7,

%) RSD, (%) RSD, (%)  HorRat
STRHANA— 10 50 104 8.7 14 0.62
S455ZARA— 10 50 105 6.3 0 0.47

[& & TR Ot FER O]

AIEOFE R FREORMN TIRZ MR T 5720, 2 BEOEMEIZ 7 n e 7Y
F&ELTI10pgkg tHY EZRM LA ZHWNT, RiEZHWTEREL, 55
NlcE—27 O SN Z ROz, ZO/RE, HFoONTE—T7 D SNER 10 L7725
REIX 10 pgkg ThHhoToZ &b, E&E FIRIZ 10 pgkg EE 2 BT, 7ok,
Z ORI 82.4~106 %, & DO UAEFE IZFEXE R Z (RSD) & LT

17.8 %A FChH-oT-, Fiz, MHTRIZSN A3 LR 5BEND 3ugke & A
b o,



B. EpEBAiE~Y=aT7I

1. %

KROHEIL. LCMS/MS Z W TZEMREE aATiE T 5, #BHIR®E T
HruavZ U REBEMET ALY ) — U L, Btk & RIS CHLB 77 A
BT D HEIMNEDL Z LA L TR L, LOMS/MS TERET D,

ZOGHHEIC L > T, s (R, 3E) | XY, TFEHOR, Try=
U=, LZZARRIEINAZIIZBNTRIIIHOIT TE L Z LD fER S
TWnb,

7k, EERAT 0.01 ppm, FHERFIZ 0.005 ppm Th 5,

2. 3B L OHER

7B 7Y N
TEF=FU TR RS AZ b PR EEGER

25%7 E=TOK, il o REE T

Xle, KB ET RU DL Rk

J1— KV > 717 A Oasis HLB 6¢c(200mg)

GFP A% : GFP 60 mmg

VIV T 4N — su~ b4 A7 KFR KR 0.45um 13P
TJ—RK7akvyH—

RE T A Y — (100mL % v 77H)

W51 A2 1

BIER T

5|~ =8k—/L R

flizk fE L E

KA

0B SR L — B —

LC/MS/MS

3. BRI
71 7 L : Atlantis dCI8(NfE 2.1 mm  E S 150 mm K728 3um)
77— K 717 A : Atlantis dC18 Guard Column(N£E 2.1 mm £ & 20 mm K
F£E 3um)

77 AR E25C
%  #  tH:A TEF=RFIA, B 0.1% FEEKEK

75 xR 10%A(0.5 min) —(8.5 min) —70%A —(4 min) —95%A (5

min)



= : 0.2 mL/min
IEN & Sul
e A4 A AVBEEST. ¥4 5 U —EE:2.80 kV. = — L EE20
V. 2 VarzpaF—10eV, V—RRE:110°C, 7V
R = g CRE300C, E=F —A A4 2:189.90 — 146.00
& F FF [ : 9min

4. RERDOVERL

77 ) FESO 1000 mg/L 7& F= b U WRKZ NS5, ZORKE
TER=FUATHRL, BREHRHEERKO.01, 0.02, 0.05, 0.1, 0.2, 0.5,
1., 2. 5. 10, 20mg/L)Z M9 5, Zi b ORI 5 uL Z AR O 540
LC/MS/MS IZEAL, Z7rETY ROE—2ZEBZRET 5, E— 7 il a it
HhZ, EEAZHEICIY , R/ SFRIECL Y REREZIERT D,

5. MTHRE
(a) FhH
7 — K7 ut v CTEREENL LT 10 g Z2FEE L (U El I aRER
DFAIT7 T Y MEROT & b EKZN A, )1 mol/L KER{LF ~ VU &
LA 2K I mL, A%/ —)/VZ 100mL Mz, By 7REEF AP —T
5OMNEA LTI %, NEWA GFP AR CWlSI Al L, Eikia A% ) —
JL 50 mL TP - A1l L CARZGDOE S, FRIEICHEA Y/ —/L% 100 mL
M2 CRBEOBIEEZ DI L, ZTNENDOAREEDOETAY ) —VERE
T 5,

(b) H— 1+ VU v H T A (Oasis HLB) 2L HF5HL1
QETEONTEMEREZ., TOA X /) —/L5mL LOZRE /K 5mL CIEKRLE
HL7-HLB 7 7 AIZAMT D, B2 0.01 mol/L KER{LT ~ U w7 AKIEIK A
X ) —(5:5) ¥ SmL CHRaxZ PR L Ch T AMZAWT 2 EEE 2 [l D K
T, TNODORMIREEL, AX ) —NVERBETD, B, h—F) oV
BT LOWHFB L OHHIL, BZER 72BN ERE |~ =R —L K& v,
TN TR, B ITAT D (o) b R,

(c) —F VU7 (Oasis HLB) (T & % 2

(b)H TG DAV AT 1 mol/L Hgle 3 mL Z A 71, TH7 & =1V
/U 5mL & Tr0.1 mol/L g% 5 mL THERPEH L7 HLB 4 7 AMZAMT 5,
(2 0.1 mol/L #af #J5 mL THRZVEFL TH T LICAMTT HH/EZ 2 BIFR D



KT, KIZ 0.1 mol/L g7t b= K YU/ (9:1)5mL, 7KK 5mL ZNEK
TAZAM L, THE TOBEMKIZEET 5, KRIZ 0.0025%7 »E=T K/
TEr=RrUO:)2mL (Zayal)—ofAiE3ml) T/rET Y KR
HEHE, SmL A AT 7 A2 TEHRZMET 5, 212 LC/MS/MS D% E)
FORESMETH D 0.1%FBEAKER/ 7 b= b U O:)&MZ ., 5mL &
KT 5D,

(d) LC/MS/MS |2 & 5 E &
CVETHELNHEEGREZ Y o7 gV F— 2@ LT, Bk DStED
LC/MS/MS IZHEAT B, E—ZHMEZHEL, & 50 UOIEM L oM L
Wr7uv 7l FNOEELZRD, BREEZRANLIVEHT S,

/a7 Y ROoMHE (ng) x K&K E (mL)

Tt T (ng/g) = ;
i (ng/e) FEAE (uL) x REHE (g)

(e) EEIEFRIF I O HIBRA
FONENGRER D & fe/NE B ATRE R A 0.1 ng, MR RRIATR O B AR FE 7 B /s
A 0.05ng & L7z, EtEZ 10g, &K EZ SmL, EA®% 5uL &
T 5 L EERSL 0.01 ppm, BrHESIE 0.005 ppm & 725,
H/NERATRER (0.1 ng) x A &R (5 mL)

L _ =0.01
TE s RS HEAE (5puL) x #EHE (10 g) o

BRI E (0.05 ng) x Hof&iE (5 mL)

PRI = EARE (5uL) x #EHE (10 )

=0.005 ppm



7uav7 ) FEESIRER pidEE 7 a——Fh

100 mL 7 v ZTRE G o

(ﬁf?ﬁ)l

100 mL B v FHIARE DA Y—

GFP

“— 10 g WEALEE
— Tt AR (SINENGRER D5 E)
<“— 1 mL 1 mol/L/KE{LT U v LKEIK

< 100 mL A%/ —/

5min 7RE Y F A X(5000 rpm)

Sk

«— 50 mL. A% J— /LT

A

4

< 100 mL A%/ —)
5min HRE V) A AX(5000 rpm)

(IE%)

GFP A#&(Fik o & D)
+— 50mL A% —/LTHUVVIAL
(ﬁ;%iﬁ)l (I8I%)
\ 4
b

l

300 mL A7 7 A=

EHELCAH ) —VEEE



Oasis HLB 7 7 A VNG L 7= fih R

“—T— 5mL A¥/—/
i
<+« 5mL /K
<«— 5mL 0.01 mol/L Kf&{bF bV v LKk, A% /) —(5:5)T
2 [EIEV VA Fx
v
50 mL A7 2z
BHLTCAX ) — VAl
4= 3mL 1 mol/L ¥z
Oasis HLB 7 7 A4 ©
([«—t—5ml 7 h=FUnL
<“—— 5mL 0.1 mol/L iz
<

<+—— 5mL 0.1 mol/L ¥&f#% T 2 [AI¥ey VA

<+«—— 5mL 0.1 moVLEfE 7% k=K /(9:1)

< 5mL K

<“— 2ml 0.0025%7 > E=T/K/TEhr=KrV/1(91)
(7uval—oE413 3mL)

A\ 4
S5mL A A7 7 A
BENFE DO FIHIZRMA(0.1% X KIER, 7% = h U (9:1) TER

LC/MS/MS



6. HIALEREEDRFHE B

[ 7 F ¥ aER]
7 A )b— hX°, ENVI-Carb TlL., +72BIENE G2 > 7253, Oasis
HLB % H W TR 100%DRINEEZ 5D Z LA TE T2,

Bl E VAEN AR
s IS _)Sﬂf YRy a7 — 4 —_
4495% b LT J—h BET7e - REREER 10 NE—~EF T F
JL'300mL
#90% ENVI-Carb BERE T F )L 20mL
#90% ENVI-Carb 7tk 20mL
$90% ENVI-Carb <HO0A52220mL
#360~70% |Oasis HLB <4Ha0A%210mL
£#980% Oasis HLB EEEE T F )L5mL
. . 0.0025% 7 E=TK/TH:=K)IL(95:5, 85:15,
#990% Oasis HLB 80-20)2mL
#3100% Oasis HLB 0.0025% 7 > E=7 K/ T b=k )L(90:10)2mL
—SETEOFESY, THLB 7 o E=THH] &35,

X ek, T a3l —Z AW EINEGRER T, tho/EmIC A TEIER
Krolz, £Z T, HLB 7 U E=T7TIHIZEIT 5 0.0025%7 =T K/7T
T h=hFUAO:D)DOEEZ 2mL 5 3mLICLics 2 A, BIRNKESN
2o MOEH T, 3 mL TOWHITRAAZE TV,

[ Ve dh i
<@EMEALT & & oAh>>

AR ]

FetE ™7 & b o T, B L72EIRICERIE N Ry . 7 e e o) el
TE o,
Fo, VEF N —TIOVKIE & Dl R AT N, RIEARETHZ LIXTE

TR o i,

EfES VA ZN BROEH

#310~40% |Oasis HLB RS EHLBY VE= T AR

440% Oasis HLB EBERREFZREEL., BEERISANLTHLB7ZE=
" TiAH

« Oasis HLB EEERESIFILI—TIL/KREDEE. EHELTHLB

TUEZT AN

<M A % ) — i >>
EIHMET A Z ) — A FHICER L, OasisHLB 71 7 L% 2 KAWSD Z & T,
BEAEEROEREZREL, BT nTE,



E BOMENGEBRIC B W CTHIMAEERRZ 7 ' b= F U VRIRICT S &
A2 ET 28 72 F= MU DK TLE D 2D BEIERPEN -
1. T MRRICT 5 2 L TWEN A LI,

EES Hh5 L BEROEHE
E 2 NEE
BENGS |ies=h5a  |01umBEKRT M AKBIR/ A5/ — IO )BmL T
) . 0.01mol/LIKERIE F R 9 LIKB R/ AR/ —IL(1:9, 9:1)

#50% Oasis HLB Bl TR . 1mol/LIEEE3mLEMZ HLBY L E= 7 A H

44750 Oasis HLB 0.01mol/LIKEEIL R LKA KR/ AR/ —IL(5:8)5mLTia

IR Hi%. 1mol/LIEEE3mLE M ZHLBZ VEZ 7R H
ZRERBDBEE PE,=FIIHEFE,AEEL.

#190~95% |Oasis HLB 0.01mol/LIKERIE R o LIKIB &/ AR/ —IL(5:5)5mLTiA
H#. 1mol/LIEEE3mMLEMAHLB7 v E=T7 A H

— FBEOFiEZz, 7T ) FEREOGIRABRORLIEE LS L TR L,




[Z2EHEL: 7T Y FOEELEH]

o EZ{E :ppm o H B ppm o FHAE{E  ppm
it (i) | [FEE (i | (BRE ()
X (EXK) 2 hE(J—FZ2&D) <)LA0
INE 2 1IZAIZ Uh
RE 2 125 3% 0.5
1% 2 TFAINSHR 1 E LD 0.5
E5BACL 2 HiFE HAT (FT)aYEED) 0.5
ZIE 2 ZTOHOWYEIEFHE TIH(TIL—LFED) 0.5
ZDHDEREE 2 IZALCA 586
PN IN—R=vyT BS3ESFV—%ED) 0.5
INGEE Nt W52 1
ZAES +01) SAANI)—

ZHhE FHOIE T59oR1)—

SDMELY ZTOHDEYRFE TIL—A1—

ZOMNE4E kb HSORT)— 7
IEhiLk E—<> NI —

SEVEE (PONLEERT) A ZOMDOA)—FFEE
MHALL ZTOMDLTRIEE ARES

PFELE(EVEELS) =S5 hE

AL (H—F2%ZED) INFF

ZFDMDLEEE MEBA Fo4—

TASLY 2 (RAYL21ZED) ININAL

&5 LA35Y 7HRAR

=W AZE EIYA 1IMMFyTIL
(5Taviazad) DR AOVFERSE 7N

WAL F<h3Y < d—

(STav 2EEL)DNE ZDMDSYEEE N3 IIL—Y

MNIFEDIR 1 F5SNAZES 5 H2HHOL

DAFEDE 4 fzlT D ZDDEE

FEHIV x93 VEHYDIEF

gLy L&ESH CEDEF

[F<ELY 2 RXRBZAES RZFLZDEF

F Ry 2 ERBWVAITA HRE

FEX Y 2 AEED it 2
T—I)L vl )l—L ZRMDA AL —F 2
_EDH LU=+ EABA

[ NP YA ZDMDEDLE <Y

FoTHA 1 TR DEFE 4 i

HhI257— 2 HMA 7—EUR

Jayal— 2 BOHMNA {BH

ZDMDH AR 5 BOHDADNERE ZtDFyVEE

ES] BOHMNADEESIK B

HILSTa4— LEY I—k—%

T—T4F3—% Lo HhAA=

Fau) (F—TNUALUIEED) ey 5
IVEAD JL—72)L—Y YU avDEE

LpAEL T4 L HMNADER

LAR ZTRHDMNAZDEERESE FDDRAINAR 4
(HSEERULLYESD) YAZ ARFIUE
ZTDMDEHFE HAZL RIN—k

f=Fh=E FEAL FDMDIN—T 5
HE1)  FRHEORVEWIIE— IR (0.01ppm) 2EH I ET,

E2)  JEUEMEIX, P21 2 ABREOLDOTHY , SREESNDIHBAERDL Y £7,




C. ¥IERBIHEY=aT7IL

1. ¥
KOHTEEIL, LC/MS/MS Z W T HENRZRE o iriE CTdh 5, B o7 1
vZ U K&, 7ua VT TR ZITov, 7a 7 U R3S pH IZKAFL
THEHZEENZT 5 Z L Z2RA LTl - B A247700 LC/MS/MS |12
LOHETEHETHD, FHIEOMIC, EAKRS ORI A ATET
H5,

2. KB K OWkEs
7ua v 7y FEEAEL

TER=FUL, AH ) —)L D PR AR

25%7 =T K, Hile REESHT

X g : LC/MS H

Kb FU oA . Kk

REVFAP—F LI FH— C R E I ER

W51 A EE

E7A4 b

H—FV T A : Sep-Pack C18

pH A —%—

SNV T 4B — crma~v T 4 AT KR IEKFZ 0.45um
13P

flik G2 E

KFE

g—&1 —T/N/RL—H—

LC/MS/MS

3. BEER DR

71 7 L :ODSRAIT A

5 Waters X-bridge (N£E 2.1 mm £ & 150 mm K 7% 3um)

A7 LR 40°C

B ® tM:A TER=RMIA B 0.1% FEKERK

77 VT F:15%A (0 min) —15%A(5 min) —80%A(10 min) —15% A (15 min)
i # : 0.2 mL/min

A &o5uL

MS/MS & f: A # AL JEESI(EST CTHEIER), Fv 7 U —EE:3.5

kV., a2— L8V, 2 Vg xF—:13eV, E=



H—AF 2 :192.0 — 146.00
% FF KF [ : 4 min

4. MREMOIER

7u 7Y FELO 1000 mg/L 7F b=k UV WAKEZFHST 5, ZOWREET
¥ h=hFUATHERL, 0.01,0.02,0.05,0.1,0.2,0.5, 1,2, 5 mg/L 1 UEPAK % 7L
T2, IO DIEMERIKA 5 pL AR OZ/FED LC/MSMS IZHEAL, 71
ZV Fov—7mEEEZIET 5, B — 7 miEaftihic, EE&2MEcmY | K
INCFRIEIZ RO BRER AT D,

5. MTHRE

(1)

HERE (RS ERRE) BB 10g #FFE L, FET AP — (IF59—) AICHER
K 100mL T LiAde, B 5RETF A AL 7=#IZ, Imol L KER(ETF R U ™7 A
KWL T pH % 10 ICFHILT 5, Z D%, I HIZHRE VT A XL, 16hr LiET 5,
A% (NoSB) 1287 A M AT 5, KIS, FHEIK 100mL %512 CTHh
Ha2177295 (REF3ED), T XTOAREHOE THERE— F~BT, 2N-HEEE
THik % pH2 I3 5, £ Dk, FEEET—F /L 150mL THIHT 2 (G ), 33
TOHREZ AL T KR N U A CTHRE BT V2RI D,
Q)1 — kU v H T L (Sep-Pack C18) (2 L 5k

()ETE LN EMIK A, T A X 7 —/L 5mL, 0.01 mol L ¥ CIEK =2 > 5
4 a = T &IF7 o1 Sep-Pack C18 IZA T 5, 0.01 mol L' ¥if# 5mL THE
H1%. 50% A % 7 — VKRR SmL TIRHT 5,

(3) LC/MS/MS |2 Xk % & &
QETHELNTEREREZ ) Y7 42— 2@ L%, BSR4t
LC/MS/MS [ZHEAT D, E—ZHBEZITE L, 50 COIEMR Lo HRER X
Dr7uav 7l NOEELZRD, BREEZRANLVEHT S,

s ¥T ) FORHIE (ng) x iR (mL)
PEAR (uL) x ARHE (g)

b (ng/g) =

6. MRFHEE

(DAL DR E

R o7 v T U Nid, EEER TORMEBIFER TORIRNEHTH > T
b, EERICITMHAZERNEDN LI RERH -7 (F1) . ZoFhnrs, T
71 UM TR 2N Y Ch D LT L7z,



x1. #EHRIOESY FORMEREDRE

FIEULEET HBGE
WMHAE R DEUNE®Y)  E(ug/ke)

A2/—)L KR 80 N.D.
7rbhy FILHUE 33 20

AR/ =)L B 50 -
7K FIiLh)% 80 57

X1:HEE, VO0ESYRRANRRDHLNTLNSED
FERALT L - EETE->T-=,
¥2:ND.[XBHEET

Q) AL & & 5 1k D2 Y MO RRGE

RS & ERAEOZYMEORGET 2720, 70T U RRREALTWNDS
HERRZ M L C. AREE(T Y= R 2 AW AMBREET =27V (=
=27 IVIA) Y EREREE HERESITEY =27 V) ZHE URGEEZIT2 572,
FTVEYREIECEI VST O a T U NOREOHEE 21778 - T2k 5.
Yoo Rz e o) RO REENRO L, BEREN6 7Y
TV ROBEZHTELIZLE Z A, Sougkg Tho7= (K1) . kI, A UHEIEE
KEBETERLITR TR, EREIX, 73ppb (n=4, SE=3.9) Th o7z,
Fo. ZOHIRIZIX, MORRER (Br/rT A, TI/ET Y R) ORATR
O BTV,
WEOHMITIFE-H LT\, LERN- T, KEEE MRSk~ ==
T) E, AEMIEEE L CRBEE CTH I, RYRTERETHDL EEX
776

5
4
°]
2o
L B0 w1005 [
. , o =80 m:-kn-'lﬁk:! . .
1] 5 10 15 20 25

S0 SYFRE (ugpot™)

1. EYREICLSI/0ES Y MEAKRERIDOES ) FOREHRE



HERRFR R s 7 m— v — |

HEAE10 gFE =&, FRRIY T IL30g
l<—- #5517k 100mL

<— 1 mol/L NaOH TCpH10IZ5R %

REDFTAX| 16BFHFHE

< HUTIVIESEAE (NoSAAER)

v

ik HUTILERES B (§E3E)

<— 2 mol/L HCICpH2IZ5A%
<— EFEETF )L 100mL

BR—iR s ECHh

Sep

BERE TF )L B KB LB S (S53E)

< JKREET M) L
,<— MR T FILEBE

-Pack plus C18 h—k1)w
<— h—RM)uTIZET
<— 0.1 mol/L HCI 5 mL Tk %

\

'<— 50%A%/—JLIK 5 mLCaH

AMAR



EHYIC

7ua 7l RIZEAEWOBREAEIL, BARTHEA STV WEREANC R
NI 2ETHY, MOTRFAOZ Lz ET,

FEW, BEOZ e T ) RORETIIAMRSCEESE~OWEITZBD SN0
DD, FEZEEM~OHENHT-Z LICk > T, ZOFEEBISREICKHS L, B3
HF =22 LA~ =a 7ML, 7o 7Y RMEERRICEST D EE-
TWET, BB LRNIEENTT,
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Washington State University

http://www. puyallup. wsu. edu/soilmgmt/Clopyralid. htm

Dow AgroSciences

http://www.dowagro.com/usag/prod/index.htm

Washington State Department of Agriculture
http://csanr. wsu. edu/whatsnew/PNW—-v2-n4. pdf

BioCycle Journal of Composting &Organics Recycling
http://www.biocycle.net/BCArticles/2001/070125.html
http://www.biocycle.net/BCArticles/2001/070132.html
http://www.biocycle.net/BCArticles/2001/1201661.html
http://www.biocycle.net/BCArticles/2002/020251.html
http://www.biocycle.net/BCArticles/2002/020257.html
http://www.jgpress.com/BCArticles/2003/020328B.html
http://www.jgpress.com/BCArticles/2003/020330B.html

Weed Control Methods Handbook
http://tncinvasives.ucdavis.edu/products/handbook/11.Clopyralid.pdf

Clopyralid Sampling & Testing Report

http//www.metroke.gov/dnrp/swd/composting/documents/KCSPUClopyralidTestingRe
port.pdf

Extension Fact Sheet
Clopyralid and Other Pesticides in Composts
http://ohioline.osu.edu/aex-fact/pdf/0714.pdf

Herbicide Persistence in Finished Compost Products:
A Case Study from Penn State.
http://www. abe. psu. edu/extension/ompec/ICSpaper. pdf




Oregon Department of Environmental Quality Oregon Department of h
http:/www.deq.state.or.us/lg/sw/compost/clopyralids.htmlids.htvironmental ity

http// www.deq.state.or.us/lg/pubs/docs/sw/compost/ClopyralidStudy.pdf

The University of New South Wales Australia
Persistent Herbicides Risk Management Program

http://www. recycledorganics. com/publications/reports/riskmgtprog/persistherbRMP.

pdf

Agrichemical and Environmental News
http://aenews. wsu. edu/0ct00AENews/0Oct00AENews. htmffanchor5301120

Minnesota Crop eNews
http://www. extension. umn. edu/cropenews/2005/pdfs/05MNCN43. pdf

PAN Pesticides Database - California Pesticide Use

http://www.pesticideinfo.org/Search Use.jsp - Field%20Crops

Composting News
http://www.recycle.cc/2004-0225clopyralid.htm
http://www.woodsend.org/pdf-files/2003CNSeptemberClopyralid.pdf

http://www.woodsend.org/pdf-files/mcentee.pdf

Others
http://www.pesticideinfo.org/Detail ChemReg.jsp?Rec 1d=PC36017#ChemReg
http://www.pesticideinfo.org/List Products.jsp?Rec 1d=PC36017&Chem Name=Clo
pyralid&PC_Code=117403&ProdStatus=Active%2CInactive&offset=0
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18 DVD  Hk

1. BT —27A4 770 — SR

(1) vIU#
(2) 78
(3) VR
(4) T 2%
(5) ~AF
(6) Zofth
(7) f6x

(AA T, hOT, =TTV, Aay)

(IR, Yar¥rs, 7%)

(B —, IUN)

(Z8a b= b)
ATy, BT, VI~A TvlitkA)
(YIVATHX, vx), EmAA)

(A —bFE—, EvT VU, AT L—F7 #{mx7)

2. W7 —27477)— RER

(1) 7UH
(2) 7%

(3) BUF
(4) F 2R
(5) ~AB

(6) fE&

(F=2o U, AT, Aray)

(my A7, AR, $IHR AT LAVEA FvHhoFa,
FLUER, BAL U LZ A, FEERL Z R)

Y, A2V TBY BT — =TY)

(B—<y, ¥ hy, b= b, TA, RN A=)

A Fv, 7a—nN— FYTLRY VTITA TA¥ HAX,
7 vt A)

(TAFE—, aRXEFRA, bxwUU XFa=7 RX=F

YU —A—= /R VEFRA Ex T =FVU Ew¥))

3. EWREY — 7 > — b xls



LW EY — 7 > — b xls

¥ O
mig  BEE HEBR HifE
Hb¥HaHE 91 9/19 18

R
NO. | T E |E1E| F25 | E3E | F45E|E55| 58| #IFE
1 0.5 1 0.4 N
2 1 2 0.8 2]
3 0.5 1 3 13 | SEE
4 05 1 2 3 24 |EBSEE
5 0.5 2 3 4 36 |BEEE

fhiE BiER HIER HARE

0

R
NO. | oD% | F1E|F2E | FIE|F4E (FoE| BH | HxE
1 0 |BEEBHL
2 0 |BEEHL
3 0 | BELL
4 0 | BELHL
9 0 |BEBHL
6 0 | 5%&BiEL
7 0 |%#%BiEL
8 0 |%#%BiEL
9 0 |%#%BiEL
10 0 | EBEL
11 0 | EBEL
12 0 | EBEL
13 0 |BEEBEL
14 0 |B&BEL
15 0 |5%BiEL
16 0 | 5%BiEL
17 0 | #&BEL
18 0 | &BEL
19 0 | EBEL
20 0 | 5%BiIL
21 0 |%#%BiEL
22 0 |%#%BiEL
23 0 |%#%B4IL
24 0 | %EBEL
25 0 | EBEL
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FRRUHEICKRE T SREAOHZHEEEFERRBIRY =27/
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GO BT MOTATEGE A - iR O TR
GIELTHERATT AT

T305-0901 ZIkIE-> < Ffiithod & 2
¥ 17 H PR21AE 3 H
F o Br SEEIRIE R — € A & v & — A

FERICET 2EEEE (FHR29F1ALY)

TR PERTSEERT (R (=

BENADEOIRE., BUHEMEY = 781 FO [BRIVWEDE] 7+ —LZTHIHALEE Y,
https://www.naro.affrc.go.jp/inquiry/index.html





