XA EIX, RBRIERRICB T DR EZID L OO THY | WBRIED FEHiEIC
BRLTZEB L LTS, ok, MEEDOHNAE L@ 23 EraliRis & ORICHLEE
D AR, BN E T ERARBRIENELE T O L2 THRET SV,

BRI D RREDOMR D THLMED
AR B JE SRS S

vruzu N UEERE (BEY - KEY)



on7ob) UEREL(REY - KEY) DREHHER

[BE]
1. B R OGRBRIE DO 7 8155

vruZua ) AT LR a A RREBFITH 5, BAIICE BIERNICIRE L, B30I eRia o
PRI E L, Na Ty RV EBHOBEE LAFHEZ AT S 2 L CRBRIRZRATLEE20
nTW5A,

BEDH O 7 ara Y ORBRIEIC OV T, R 18 A2 10 A 3 BAHTR&ZIEF 1003001 F/F 4
B EARA R R E R R AN BN T TLOMS (2 & 2 @S —Filbrit 1 (BEY) | OO
LG & STV, RBRIEDOZ Y PRI OFE R, Rk 26 42 11 A 26 HAHTEZLHE 1126 55 1 =
IZBWTERI STz, £k, TRk 29 4 6 H 20 HAFHIT AR 0620 235 1 2BV T, BEPEK vy 71T
DWTDOIRSHRHEULEM & oo 7=, EERAIL 0.5 mgkg & SNTWD, ZDO7d, BEEMIZON
Tix, TLOMS X RSO —FRBE T (BEY) | Y (LUF, @a—FE) 2iolc, 3RO
BOEBIZONWTHIT D &L Lz, —H. KEMIZOWUIEFORBRIENR 2N b, #izlc
N N S R Y (N

2. TR A Y OREEE L OB b P P !
IRt s b 7 v a R Y (Cycloprothrin)

MG -

Cl
o
Q

C,H:0

7313 0 CaH21Cl NO4
Gy f-HE 48236
IUPAC 4 : (RS)-a-Cyano-3-phenoxybenzyl(RS)-2,2-dichloro-1-(4-ethoxyphenyl)cyclopropanecarboxylate
CAS 4 : Cyano(3-phenoxybenzyl)methyl 2,2-dichloro-1-(4-ethoxyphenyl)cyclopropanecarboxylate
CAS %75 : 63935-38-6
SMBL . HECUEI, KRR (A
il . 1.8CH
(% HBk 1ICESERTH D, BT LFDEME () 12 Liud, AT Aa, i~
FEERMERIR, BRI 75~81CL ST 5, )
#has o ENEE
RAE : 3.11X10%Pa kil (80°C)
R (20C) -

7K 0.32 mg/L
xR 12.4 g/L
A% 4589 g/L
DZA=R=F .8 >5000 g/L
TR >5000 g/L
AH ) =)L 88.7 g/L
FEf—F v >5000 g/L

FRBEERT RIS DR T2 BN AR
F B ) —VIRGERE . log Pow=4.19 (18°C)

-1-



BAZENE 0 150CE TLE
AR - - 1,153 B (pH 4, 25°C) 102-144 B (pH 7. 25°C) 1.4-1.6 H (pH9, 25C)
KIS RE - pH 8.4 Bl B AAK i 5.2-5.3 BERT (25°C. 50.1 W/m?2, 300-400 nm)
(RREFKRBLE 12 )
pH 7 WA FEER Y 3.4-6.3 FEE (25°C. 50.1 W/m?, 300-400 nm)
(R EZKELHE 09-1.7 H)

3. JLHAEfE* 2

* (LB, ) 0.05 (ppm)
Ak 0.4
[ H i ]

* 1 JWSATBAENEMOKEN S 7 atidliz v % — (FAMIC) vrurua b R
http://www.acis.famic.go.jp/syouroku/cycloprothrin/index.htm
* 2 CPR284E4 1 4 0 AERIE0404 55 2 5 JRATHEE R - EIERAE RZETRRTE - R
Fadm

[(EBR 1]
1. e

BREHZHWIZREID 5 6 ZAKKO) 72 ZITHBIRE, L CATHFRIRED b O ZFEIRNO/NEE
THEA L 7=,

ZoKIE, 425 um OIEAERS D0 2D KO IC I VT L —(b L7z,

IRENT, TOEEOREBTHRE Lo b DA, MERFICHEE L, BHEZRWIZrT R (WIE, 8 XU
EEte) &, JVTHEI—E LT,

L UAIL, BEREL, BN E T %2 B OMMAWERIZOE TR 5 4K Y 217 - 7258 L
Teb D%, BREIRFICRE L, RERFORNEE &0 % IV TR —(k L,

2. 7K - B

vrm7u U ARER A 99.9% (BT AL ARDEHEE () )

TER=RU, T p-FH o R B () %)

Moy FREEEEEB (8L 7 A LV AF0eHEE () )

A% ) —)b PR RG] (BAEy: (BR) ) 721X LOMS M (B L7 A v AR (k) )

TAY Ut T A b Nosds (BH7 AL LRDEHEE (1K) )

FIBZTINT VAT AV =57 A (1000mg) :Bond Elut C18 (1 g/ 6 mL, Agilent Technologies
#) (LT, CI8I=AT7 4 (1g) )

FIBZTINT VAT AV =5 T 5 (2000 mg) :Bond Elut C18 (2 g/ 12 mL, Agilent Technologies
#) (LT, CI8I=H"T74 (2g) )

TF LUV T I VN-Tr e Y e ) BV =5 T A InertSep PSA (500 mg / 6 mL, ¥ —=
N A=A (BR) B (LT, PSAI=77 L)

7777 A4 =R T I Ta e VALY U I SVEEE R = 7 A ¢ Supelclean ENVI-
Carb/NH, (500 mg /500 mg/6 mL, MERCK ) (LLF, GC/NH, 2 =4 7 L)

BT A~ 7 %7 52 =HF A InertSep FL-PR (500 mg /6 mL, ¥— /L% A =& (Kk) H)
(LF, FLX =77 &)

FNIUAFATI )7y UMby U A5V =% 7 A : InertSep SAX (500 mg / 6 mL, ¥ —=/L
A2 (R ) (LR, SAX I=H T 4)

_0-



Z OO : Ktk (BL7 A VLRG3 () RE By (B 1)

0.5mol/L U ek (pH7.0) : U U FkFE AU UL (KoHPOs) 52.7g MOV Ul KFEH Y ©
A (KH2PO4) 302g Z &V ERD | /KK 500 mL (ZHME L, 1mol/L KE{bT M U ¥ AERSHE LT 1 mol/L
W ZE AT pH % 7.0 IZFH#E L7-t%., KEIMZXTIL & LT,

EEHERR : 7 m7m N U AR 20 mg ZHEFEL. 7k b o TR LT 1,000 mg/L IR A R L
776

FRRRE YR - BRI A T b 2 TAIR L C 20 mg/L AR A S L 7=,

TN FRE AR WR - TR E 2 7 & F TR L T 4 mg/L, 0.5 mg/L & V0.1 mg/L IR &R L7,

R AR HEY A - TP RS A A % 7 — LTl EAVR L C 0.005, 0.01, 0.015, 0.02, 0.025 }% T} 0.03
mg/L GEBRFEERMOEA) . 0.025, 0.05, 0.075, 0.1, 0.125 K 0.15mg/L (ko FLUefE i
FERINOEEE) WU 0.2, 0.4, 0.6, 0.8, 1 LN 12mg/L (972, L UAOIEEMERERERIMOS
B DREOEIRAZ LT,

3. &
ARE VT A YP— : ULTRA-TURRAX T25 (IKA #)
TEAEEE 0 —& ) —x R L — & —N1100 CGREF et (kk) #) |
RE D4 : SR2DW (¥ A7 v 7 (BF) H)

LC-MS/MS
*® & A K A—T—
MS Xevo-TQD Waters
LC ACQUITY UPLC I Class Waters
T — X JLER MassLynx Waters
4. MESRME
LC &M%
BT A XTerraMS C18 (N£E 2.1mm, & & 150 mm, 718 3.5 um : Waters #)
BEHT#H (mL/min) [0.2
HEARE (L) 2
717 MR () 40
BEH A i : 5 mmol/L HEFR T > & =7 LEATR

Bk : 5mmol/L BFfe T > F="T L « XX ) —)LIRHK

75T N

M () | AR (%) |BiK (%)
0.00 90 10
3.00 30 70
13.00 10 90
22.00 10 90
22.01 90 10
26.00 90 10




MS &
WEE—F BIRGE=41 7 (SRM)
AFANE— R ESI (+)
Xx 7 UEE (V) 1000
v — 2/ (C) 150
PR BEE . (°C) 300

a—2H A Z£3% 50 L/hr
P s i 7 A 223, 900 L/hr
aly g A =4

EEmATY (m)z) +4992—180.9 [2—2FEBFE30V, 22U V3T R/LF— 40eV]
EMEA A (milz) 449922571 [a—EE30OV, 2 Va T x)LF— 15eV]
PREFEERT (min) 12.9

5. B8

T B YRR 2 uL 2 LC-MS/MS [ZIEA LT, o= — 7 HfEa AV T ERR 2 1Bk L7,
ARSI 2 uL % LC-MS/MS IZHEA L, BEM DiEsHREFRIEIC I 7 a7a M) v ogEE RN
L7,

6. USINECEL DR

RIREE (INIREE @ 0.01 mg/kg) DA #EH10.0 g ICHIMAERERRR (0.1 mg/L) 1 mL Z 31 LR
Bk, 30 rHiE Lz,

R (RUEERE) OE  REHILUT O &3 0 IR R IR &2 i LIR G, 30 o FEliE L7,
LK 10.0 g ICHIMAEREYRR (0.5 mg/L) 1 mL 23 (USHINEEE © 0.05 mg/kg)
I7RE, LUA:10.0 g ICHRMAEHERK (4mg/L) 1 mL 280 GRINRE @ 0.4 mg/kg)

7. RERVAIR DR
7-1. REY) (B O%A
s
Yru7u M) U E LT b= MU LTI L, AT TARE RV, CI8 S =T 4 (1g)
KOYGC/NH, 2 =47 LA THELL, LC-MS/MS TEREKL OWER LT,

(1)

B 10.0 g 12K 20 mL 2002, 30 ofEfE Lic, ZHicT7 2 h=F UL 50 mL Zx, RETS
AR LT, A Y712 1 em OESIZHNTRS A LT, AR EOEEDICTEN=FU L
20mL 2Nz, BEVFA XL, FERICHRS A L, fon-ARESbE, 7= UL
ZNZ CIEfMEZ 100 mL & L7z, 2 OB IEMEZ 20 mL 27U, Bk MU 7410 g KTr0.5
mol/L U %R (pH7.0) 20mL # %, 55l E 5 Uiz, §E L7ctk, /B L7oKE A2 T,

CI8I=F72L (g IZTEr=FIASmLZFEAL, MHKIIHETIZ, ZOHT7 AL ETLOT
Erh=FIWEEZFEALLE, HL2E2— 27 F=KJ /L1 mL T2 [Es THRIEKEZ LD
NI RZEAL, ST =RV 3mL 247 ACHEA L, SEHIEEZRY ., 40°CLLT T
ML, WA RE L, BEWIZTE h=R ) ALK MLy (3:1) R 2mL ZMx THEM LT,

(2) FEH
GCNH, S=HAF AL, TEF=FUALER M= 3:1) IR SmL Z1EA L., FEHEIZE T,
ZDOHT AL (1) THELNEEREIEALZE, Reasxe 7B b= I ALK 3:1) R

mL T2 |- TR Z DD T L2ZFEAL, ST = I ALK ML= (3:1) B 18mL
-4 -



BT BTIEA LT, 2R Z 40CLL T CIEME L, Wil 2RE L, ZORBME A X ) — VI
ML, EfEIC ImL & L2b 2RIk E Lz,

[3trik7 v —Fv— b (REY EH) O55)]

HE100
L K 20mL Iz 30 43

(7% F=F U Hhi |
| 7ER=FVV50mL ZM2ARETFA X255

L a1 A

| BT =R A25mL 2N AREYF AKX
L s A

| AEEDLYE, 7T F=1FU/LTI100 mL EF

L HlHR 20 mL
L 0.5molVL V »ERFEENR (pH 7.0) 20 mL L UM LT FY v A 10g 2z, #RED 54
| KEEBC, 7R hr=bIVEERD - - O
[C18I=AWF 2 (g KM ]
| 7Ebhr=rIUA5mL Cars4a=7
I O#xAfnm
' 7ER=FUASmL ZEA (95 1 mLX2 B30 2 — FPEVIAA)
| BEHRERY, MERERERRE OIS VIR A2 RE
| 7EF=RIAEWO LY 3:1) BE2mLIZERE - - - @
[GCNH, S =4 T 28 |
| 7EbF=FUAKRIL 3:1) BIRSmL Cars4a=ys
L @%#Af
L 7ERF=FU ALKV (3:1) RIZ20mL Z3EA (95 1 mLX2 BEIRZRIEVIAL)
| AENIRERY . BERERERRE OIS VIR 2 RE
| A% =1 TI1mLICER
ABRIE | 2 g 3UEh/mL
l
LC-MS/MS /& |

7-2. KEEMDLGE
M
vomaZa N UEEEINE T N THIH L, nenF Y UAERE, 7' F= MU bk Y 4
THUE L72t4, C1I8 S =4 T L (2g) KO'PSA X =h 7 ATHEL L, LC-MS/MS TiE & & OERE L7,

(1) #h

AEF100 g 27 50 mL Z#MACTHREDTFA A LZ%, 74 Y U121 em OJE S I8N T
5| A Uiz, AR EORBEMICT 2 b 25mL 2N THRE DT A X LTk, FERCR G| A L=,
SBohniAReEbE, 7T b2z CIEMIZ 100 mL & Lz, Z DOERH S IEMEIZ 20 mL % 45 H
L. 10 wv%Hi kT b U 7 AV 100 mL 201 %2, n-~F %> 50 mL & OV 25 mL T2 [BHR & 5 L
72, i E A& DY, BAMEET N 7 A2 M THAK L, BKAEET NV 7 L% AR LI-tk, Ak
Z 40CLA T Cieffe L, Wi ZFRE Lic, ZOEREW%Z n-~F % 30 mL & W Tk — NI
NI, n-~NFH U7 F= U A 30mL $O T2 EHE S O L-, MR E A, 40°CLLT
T I mL A FIZHRME L7,



(2) Ky
O A2 2TV D BTFND T ETIa~ T T T 4 —

CI8I=Hh7Ah Qg IZT7EF=FrUV10mL ZEAL, MHEEIIETE, 2087512 (1)
THEOLNIAREEA LR, Béa 72 b=V 1 mL T2 RB¥E-> THERIEE DN T 2IZHEAN
L., &BZ, 7B h=HrU W3 mL 247 ATHEALEZ, 2EHEREHY . 40CLL T TR L, &
BARRE Uz, BREMICT 2 ho B n-~FH 2 (1:19) B 1| mL 21z CTE LT,

@ TFLITIVN-TabEAI VU ) BTN T AIa~ T T 4 —

PSA =AW T LT B R RO n-~FH2 (1:19) B S5mL ZFEAL, MK T, 20
7T DO THLNZRREIEAN LR, Rase T2 b KO n-~FH > (1:19) JRBK 1mL T2
FPE> TP E DB T DZIEAL, 612, T R LA n-~FH 2 (1:19) RiK8mL &4 7
LTHEAN LTz, BEHERERY . 40°CLL T CTIlgfE L, Wit A2RE LT, ZOREME A X ) —1IZ
WL, EMEZ ImL & L72b0aRBaiRs: L,

[HFE7 0 —F v — bk OKEHIOHE) ]
#HEH10.0 g

l
| 7& F sl |
L 7EbFS50mL 22 HBETFTA X2 550
L s A
I BEWCTE R 25mL ZMMARED S A X
L s A
| AEEbE, 7 b TI100mL TR
[ W% ]
L fhHE 20 mL
L 10 wh% I LT R U O AV 100 mL, n-~FH% > 50mL Z01%x, ;RED 54
I n~XV U EERD
L KBIZp~FH o 25mL 2z, lBEH 54
L n "XV UBERY, O n-~XHUEEEDED
L EKEREE T R U o A TR
| HERMESEZRREOTICEVIEEEZRE - - - O

| 7 F=F UL/ ~FH R |

I @% n-~FHY 2 30mL ZHW\THiik e — MMIEEViATe

I ne~FH oy b= kU 30mL 90T 2 (@l

| T7Er=FUVEESDY, BEEM, ImLUTFTET -« - O
[C18I=HF 2 Qg FH]

| 7Ebhr=FrUV10mL CarFT 4 a=7

I @%Af

L 7ERF=FUASmL Z7EA (95 1 mLX2 [BIFEEVIAR)

| AEMRERY . BERERERRE OIS VIR E2RE

L 7R AKROn-~FH 2 (1:19) BIK I mL BB - - 0O
[PSA =% F 2H5HL |

| TR AR p-~FH 1:19) BEKSmL Tarsvya=r2o

I @zAfnm

L 7B AR p-~FH (1:19) B 10mL ZEA (95 1 mLX2 [FIRZRTEVVIAL)

| BEHRERY , BERERERRE OIS X VIR A2 RE

| A% =1 TImLICER

AHEBRAIE | 2 g #EH/mL
!
LC-MS/MS JilliE |




8. ~ MU v 7 RUHIEEAEGS R D5
7 Z 7 BB ORBRIEHRIZ OV T, BET 0 — OB T, KBt OEMEIGRER (2381 5 AR
100%FH YR I 72D X O MERAEEREZINZT-b D&~ b v 7 ARIMERERK & LT,

(R KRB E]
1. LC-MS/MS HIE S Dt
(1) MS &tofEt
MS FEZHONWTA T 2a—V g VREIC I DG L7z, BEHZIE, 5 mmol/L BEfE T »E=17 A -
AL )= VIR CRBL L= 7 a7 o b U AR (10 mg/L) % -,
vrua7u s ULES]I () = RFRTa—rEE30V & LGRS, TV E=U AL 4 M5
T (IM+NH4]") THD m/z499.2 % BIFICHRHTE 72720, Zhae7 IV h—h—A 4L, al¥
VI RNFX B2 TCTaT T M AVEHR LT, 1. WFEOLZEFRNARIZHERT D m/z501.1
V=Y —AF L LTGE0Ta X ) hAF U NCOWT IR LTZ, 4 A REDE W H D)
DEEA A, EMA A 2R, miz +499.2—180.9 Z &M, m/z +499.2—257.1 #EMEH & L
7o MTIZwARARY MV, K227 a7 b AV ART MVERLTE,

500 550 600

1 v7u7a b rOvAANT ML
(ESI (+) . cone voltage=30 V., A L #iPH : 470~600 amu)

2078
= 196.7
4992 4392
miz 0 miz
200 400
collision energy =40 eV collision energy =15 eV

T —Y—AF > (m/z) :499.2

collision energy =40 eV collision energy =15 eV

TN =Y —A A (m/z) :501.1

X2 vrurahl)roFaf s b A AT v
(ESI (+) . cone voltage=30 V, A ¥ > #il#l : 50~520 amu)



(2) LC §&fEofst

TIHT 717 JTOWT, XTerra MS C18 (N2 2.1 mm, £ & 150 mm, K7 1-£% 3.5 um : Waters ) %
AW TR E2ITo7z, TV E=U LA G NG T2 2 =7y e T D200, BEIFIZT v E=
VAAF U EELLOLE L, BH—FEOBIMESREESEBIC, BT =T ARSI A
HZEELT, BEWHEZAY ) — VIRIRE LTEGAE LT =N VRKRE LTS TIE, A¥ ) —
JARIR DT H3 10 5L B A A R EN G H7c, £ 2T, AWK ; Smmol/L BEfET > & =7 LVEIHK,
Bi& ; 5mmol/L FifE T »E =7 L « A X ) —)LIRik & LTS Z2mMat Lz,

omrZua VAT, TAVITT v 75 B 85%) TIEK S T LD, K3
TEHC, BE—=IRACT R — NEleolz, 2O T TV FEffE L, #—Fk
SNTWDHHDO XY PERMZEMETSL 9. B;10% (043) —70% 3 47) —90% (13-22 4>
STk ERAD L L LT,

(a) v (b) v

-
—
-
—

~L
PR
) D

5 623 8.3e3
] ] v— 7
946.4
i ] =S
8177
l:]_I""I""I""I""I l:]-I""I""I""I""I
4 50 500 550 min 12. 13.00 13.50 min

X3 BEHESECISY 7070 M O —2 ROEN
(0.02mg/L v 7 rnr'm b AMEHREFFWKD SRM 7 v~ ~ 77 5 m/z499.2—180.9)

(@) T4V 7 F7T 4 v 7 5%M (AW ; 5 mmol/L FElET > =" A¥FHK, B ; S mmol/L FEfET
VEZT L AKX ) —VIRIE. B ; 85%)

(b) 7o7vxy b GEBRGEANESRGEDO EEBY)

(3) &R
X 4 ([ZHEHR OB Z 7R L=, 0.005~0.03 mg/L, 0.025~0.15mg/L, 0.2~1.2 mg/L O EHiFH CTrER
LB EROREREIZ, Wb 099 LI ETH Y BAFREEE R Lz,

1500 ~ 8000 1 60000 1
1250 4 50000 A
6000 A
1000 A1 40000 4
§ 750 g 4000 A 3 30000 A
& < &
500 A 20000 A
2000 A
250 4 10000 -
0 T T T 0 T T T 0 T T T
0 0.01 0.02 0.03 0] 0.05 0.1 0.15 0] 0.4 0.8 1.2
mg/L mg/L mg/L
y = 48530 + 5.1467 y = 50034x + 83.587 y=46361x + 1353.4
r? =0.9993 r? =0.9999 r? =0.9995

4 vrua7a k) UREROS



(4) EHERA
ERRAOFHFEREZL IR,
0.01 mg/kg [ [ABEHE (1mL) /RBREETOREE Qg ]
X [T BB OE RIRFFAY & (0.04ng) ATEAE QuL) ] ]

2. AR RE O RGET

2-1. BEY (B
JEPER) (BHR) 2oV TIE, A —FIEICHEIL L, RUBHRMERAE T2 2 & 2Maf L7,
FEUEWR 2 P E L7-fE R, 0.001 mg/L 13 HINEETH > 7243, 0.005 mg/L 13ZE L TRIHTX 72729,
TIVEBRERO /MR (FUE 25%F82) 1Z8%E L, 0.01 mg/kg IRANGUEFO HIE KR EE 23 0.02 mg/L
R DR CERARENRIT D2 & & Lz, Zhud, WA —FIECHE -T2 & & D 4 [N
T %,
FERIT, Bl O WINEN GRS R,

2-2. JKEEY)

(1) #h SRRt
KEMIZOWTIE, BN EEEB LT, T bra2Aniziitizmit Lz, 2Rk Uiz
WERRER T, BE B FRCRIEITRD DT, Bk T A IRINEIGRER T R RERBEONZ &
NhH, T N EHELE S LT,

(2) HRERSRAF OB

RELOT & b AR A2 S B L TR EBRRE T 5 2 & AR ISR L2, 0.005 mg/L 7
n7'a hY e T K 20mL 12, 10 wiv Y%l kT R U T ABHE SO0mL 21X, n-~F P 50mL
KON 25 mL T 2 BEHRE SHIHZIT - 70, R Z ENZENEKIEET Y ¥ A CHUKGR R 2 BrE
L. AX /= TImLIZERLTHE L, ZOFE, Z1IRTEBY, 1 HIEOMETIXZIZEEE
EU &AL, 2 BH ORI SIS 7 a7 a M) A &g otz

L UAREIO T & b ol E 20 mL 70 E L. 10 wv%ti b R U 7 A% S0 mL X, n-~F%
P50 mL TR E Sl AL L 2 A, FER. n-~F T UEOSBCREF A 0o 7o T2, 10
WY IEALT B Y U AR OB EEIC L CHERB LT,

L EFIERD FIE T, 10wN%HEALT MY U A OEDOFH 100mL & L TR L7c, £ ORER, £
LR TEBY ., 1 BHOMHETIZIERERFIN IR, 2B HOMHTHEED Y 72 7m Y Ui
B S 47z,

L LAHREOT ¥ b i % 20mL 23 E L, 10 wv%HAbT b U &7 A 100mL 200 % ., n-~%F
B 50mL THR & S i AR T & 2 A, FHEZRESDN n-~F @R LT & & & EEE
WEENRDoT, DEERENEETH, 10~15 FET 2 2 & THRDBEL -2 &0 5. 10w/v%IE
b7 b U 7 AR 100 mL % 12 T n=~F %2 50 mL & O8N 25 mL C 2 [ 95 5280 L=,

K1 TV AR O BEHRE R

KJE HAVR VA I EIER (%)
~FHP 50 mL (1[EH) 107.8

o Ha ) n
g:g%wﬁfF) n-~%4> 25 mL (2HH) 0.0
&t 107.8
~FHP 50 mL (1[EH) 102.1

% Y =
Q&g%mﬁikj n-~%%#> 25 mL (2[EH) 0.2
it 102.3




(3) WifESt Rt
T =N U AT H R ONT, BUIEZHER LT, n-~F P2 30mL 12 10mg/L &7 v
2 hUy 7= bMUAER20 0L 2R L, n-~FH o f@fn 7 =K YL 30mL 32> 3 [Elfl
H U7z, TOfEE, £21RT L0, 1 EAOHME THRENIR S, 3EHOHEIIAELEZ b
7oleo, 7 =My~ H o 0mdid 2 B E L,

F2 T =YY USROS

7 h=hVU/LJE FEICEE (%)
1 =H 102.1
2=H 2.7
3[ElH 0.0
# 104.8

(4) C18 X =% 7 LFEH O
FIKOEAIZ, CI8I=hTL0bDy a7 b v ORHNRI OB R4~ LT,
FI3IOREMNL, C1I83=hT L (1g 2#ANTTEr=rI/A3mL TRETIEET, LUA
B (EBRGIE T2 12> TT ' b= R UL~V U0l & TEE LB L2 b 0) Oz R A7
FER, B OWRHEBET R ONTZNRO PSA 2 =57 MERITHRETE S, LML, Cl18 =
T (1g) OflET v FRBIDOE DT -T- & X, BODORRSMEFFSNPEH SH, RO PSA
=T LU THLRETE W EnboTe, 2O, By E HoIllREFFSETRETES L
I, CI8I=HFT 4L (2g) ZHWDHZ LEMmitLT,
ClI8I=h724 g ZHANTTEb=FrVUL5mL THERHTEHEMET, Eit & FEEIC L CaikE
DONERLZ R T FER, FORDOEHITE TR ONZNRO PSA 2 =8 7 AFERICHRETE =, 20
FERMNS, CI8 =T 2g) ZHWTTEh=hrU /A 5SmL CIEHT DEME28H LI,

#3 CI8I=A7L (1g) 1ODOEHIRI

T HIZET EIRE (%)
AW (0.lmg/L 7 uara k) -7T& =] _ 0.0
U JVEK 1 mL)
TEh=hU 0-1 mL 61.0
12 mL 355
2-3mL 1.4
3-4 mL 0.0
4-5 mL 0.0
it 97.9
F4 CIBI=HT7 L (2g) 1HOEHMRE
T HIZETE EIRE (%)
B (0lmgLy7unra hJr-7& F=F _ 0.0
U VEHE 1 mL)
TEh=hUL 0-1 mL 0.0
1-2 mL 24.9
2-3mL 66.0
3-4 mL 3.2
4-5 mL 0.0
i 94.1
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(5) PSA X = 7 LFERIO K
F£S5IZ. PSAI=hTambnvrara ) OEHIROBERE R Z R LT,

5 PSA =0T LD DOEHIRIL

T FEIEE (%)
T b KON p-~FH o (1:99) B 0- 5mL 0.0
5-10 mL 0.0
10-15 mL 51.2
15-20 mL 42.1
# 93.3
T b KON p-~FH o (1:49) B 0- 5mL 0.0
5-10 mL 78.8
10-15 mL 16.5
15-20 mL 0.0
il 95.3
T RN p-~FHr (1:19) B 0- 5mL 90.5
5-10 mL 11.6
10-15 mL 0.0
15-20 mL 0.0
F 102.1

W iR SmL 2T o 23 =0 T,
10mg/L >7arm by« ~FH PR 20 uL A,
K777 va sk, WIERER A X 2 — 2mL B L CHE,

F 5 OFERETTIC, L UAREHZOWTHE 6 IR T4 TS 2 MET LT,

ZTORER, TRERIEO 7 Z 7 v avinbyrzura M) AR ENZR oI b b 59, i
BEEATOROWEEN RS RURENGEE o7, ZOREIZOWT, SR ORI, SMEL R
n-~FH 1 mL TIEIT TV D EBDONTEDEBRITIIRNGE TR ER - TEY . BEROTEVIAKREBRIEICT
Y M EETREE A W2 L CRIENSE LD LWL, 2T, CI8I=17A4 (2g
FERG IR E L2 E 72 b RO n-~FH 2 (1:19) I 1 mL ISIEfRLCPSA S =47
AIZEAL, FHEH 10mL CIRHTHZ L & Lz,

£ 6 PSA X =T LT K DRERE OB
ittt oy

0.0

A% n-~F Y smL I (B
(9B, 1 mLX2 [AIZFEPEVIAI)

T KRN p-~FH 2 (1:19) JB#K 10 mL #EH 60.2

AMBT b RO n-~FH 2 (1:99) 18Kk 5mL & (BE4)
(9B, 1 mLX2 [AIEZRTEVVIAR)

T KRN p-~FH 2 (1:19) JB#K 10 mL ¥ H 72.5

AT b kO n-~F P2 (1:19) JRIR 10 mL 5 H
(95, 1 mLX2 AP AL)

WIS n-~FHhrsmLarT g va=r %k, LUARE (04 mgkg BN %

FERTVE T2 12> T CI8 R =T 4 (2g) KSR - IREEPREE THRIEL, n-F Y

1 mL \ZIRfif L 7= b 0 & AT,

KT7T07 v a rERENE WERRER A X 7 —/ 1 mL ER L THIE,

0.0

94.8

-11 -



3. UshnalERER

ZK, 9E, LUAD 3 BMEZHWT, EBRIE 7. REREKOFHRLURE > THINEINGRER %2 i
L7,

EIREE (0.01 mg/kg) WO EAEILGRERIZ 1T 5 [BIUE 100% A0 OFEHERK, KBLDOT T v 7
B OB ORFER 27~ N7 T L2 K 5~10 1R LT-, - HEELDOT T 7 B0 2 X ¥
VI EARERN S b= A A Ta~v NI AER 1LITR LT,

(1) R
BIREOBRFHRER TITR L., XK, 972&E, LUAOWTFRb I 7 rTm b U 2 ORKFIFRH]
RIS L 25 E— 27 TR 6N T, @RIEOFHBEEES L7,

R7 ERED

e . BEE—H DB TEEO T E—vERES -
ﬁfthf =3k ’fﬂfﬁ (%,f,f ST e sppase | BEXE IS5y TRYYIRBIMEERE | mE (S ai;iga
(ppm) ) BEDR [ n=1 | n=2 | F9(@) | n=1 | n=2 | T ) | & @b
. Kk 0.01 005 | E#E [005 | <0.100 ELs 0 0 0 #DIV/O! [ #DIV/O! o
If';]fl 7955% |001 |04 | ##ME [04 <0100 | mm | 0 | o 0 #DNV/o! [ #DV/O! °
LL#A# 0.01 0.4 HHEE |04 < 0.100 [ 0 0 0 #DIV/O! [ #DIV/O! o

1 ISV OEH. BERROIEISEALTAELHERALEY 5. (BEICELTRBEAZTS.)

*2 EMPOREATFHEREIBLSITESELSC, TS0 7EMOHBRBR TRBELFERR (TN VIRRMEERR) €ALVS.
T IFEBITHBE —IHNBERING NG EICF, BEBRROE—VERE (BI) [FROELTIEL,
*3 B (ES LA HEE—IDOHFEEDTMELECHEETIHECFEIOL BELENESICIEN < 1 ZTEHT 5.

(2) HE, HBELOERERR

B KO TREE ORGSR a2 8 1T Lz, B, 81.5~98.8% LR BRIF kiR Th o7, ff
PR 1L, 97 _T I0RSD% AT TH - 72,

I (0.01 mg/kg) WMBEDOT 7 o7Fa b oo —2 0 SN I, &K 103 THY . SN 10 LLE
DIEENF BT,

®8 HE.RERUVUEERFOTM

DR | g oo | EERR | EEE o ERER RER ELIREE (%) HE | SIN?
& (mgkg) | (ppm) | oy | PFME | ym | gpp | 2@ | 0=t | n=2 | n=3 | n=4 | n=5 | (%) |(RSD%)| Mex. | Min. | Ti9ia
%X | 001 0.05 0.01 SIN | 45335 | 18 [0.9902 [ 987 952 | 896 [974 | 939 [ 950 37 | 1224|1035 1129
% | 001 0.05 0.05 — | 50034 [ 8 [o09999 [ 866 [ 866 | 882 [874 | 808 [ 877 15 —
von7 |5u% | 001 04 0.01 SN |48530 | 5 [0.9993 [ 891 | 866 | 837 | 824 | 874 | 858 32 | 1478 11009 1204
BrYY5K#E | 001 0.4 0.4 - 46361 | 1353 | 09995 | 794 [ 824 | 834 | 830 | 829 | 822 2.0 -
LLa | 001 04 0.01 SN [ 47390 | 10 [o.9998 [ 733 | 806 | 865 | 802 | 869 | 815 68 | 1350 108.7 | 1218
LLa | 001 04 04 — | a0879 | 838 | 0.9996 [ 983 [ 97.4 | 1006 | 953 | 1024 | 988 28 —

*1 SINERDHIBENHHIHRICIFIISINIERTENS,
2 BonzEIREQHTRAEEEZHE—Y (Max) RUR/MEZS Z HE—7 (Min.) DENENDSINERDHD,

(3) Bt~ U w7 ZDH|E~D

B~ R U v 7 ZADRIE~DEBIZONWT, RIOIWR LT, B~ Y v 7 2OEBAMHEL-E
EAF 10 IR LT,

EEHEAED & — 7 TR 5~ MU v 7 ARIMEHERE O B — 7 O, 0.97~1.03 TH Y |
Rt~ N v 7 ZAORBETIT LA ERo T,
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%9 HETRyHIRDBEEADE

= ; wm | BEER E—vaEH(E)
AR | e | T | B e | Cae [mmwa| . | XMUvsRmmEEmE BREEAE E—omR
= 98 PP (ppm) (mgll) | &ED3I Iy n=1 n=2 Ty n=1 n=2 Tty (BEH®
5% S 0.01 0.05 0.01 0.02 miE 0 952.6 935.8 944 931 912 921 1.03
5% S 0.01 0.05 0.05 0.1 miE 0 5032.7 | 5079.3 5056 5156 5242 5199 0.97
HaF|5%EF | 001 0.4 0.01 0.02 i 0 1006.7 | 1021.5 [ 1014 1035 1039 1037 0.98
REYZISHE | 001 0.4 0.4 0.8 i 0 37338.2 | 38433.8 | 37886 | 39296 | 37993 | 38644 0.98
LLC& | 0.01 0.4 0.01 0.02 [ 0 985.1 1028.6 1007 981 1043 1012 0.99
LLC& | 001 0.4 0.4 0.8 [ 0 34954.3 | 33002.3 [ 33978 | 34280 | 32743 | 33512 1.01
T MBI 51 AEIRE 0% 8 S RE 3 55512, T RN ORBR R UL RERA (Y s AR MRER T RUR R CHNLRER R
(BREBE T B,

*2 REYVIRBIMBERRRCBERERROIGICKREI2EU ERELERMOEHET 2. (BEISISCTRBIAZT,)
*3 TSVVICE—UDBHONIBEITIE, M VIR FIREFRRDERX TV VEEZELSIWVEZANS,

*4 M) YIRRMBEBRIIHARYB DTSV /E B ORBRAREAVTHART S,

*5 IMYIRRIMBEBBROBFERERRICHTIE—VER (RITFS) OLLERDHS.

®10 WHIEEE

FMAE | EE |c— m%| MEEE
Ssgan | RaE | ONT ( O/ff STUER| RERK
2K 0.01 95.0 103 | 922
Z ¥ 0.05 87.7 097 | 904
\ i 5= 0.01 858 098 | 876
vonTArY Sh= 0.4 82.2 0.98 83.9
LCa 0.01 815 099 | 823
LCa 0.4 %8 101 978

E—JmEEL ="My IRRMREDE—VERE BEEEOE—VEIR
HEEE=HE E—V@EEL

B, BELLT, ZKO~ M v 7 ARNEREER (0.01 mgkg WINAHY) 12O\ T, @AE—FF
EBITHRESNTWDHEBVD T T MM BHR ; 15% (043) —40% (1753) —40% (3.547)
—50% (647) —55% (8743) —95% (17.547) —95% (354y) ) TOWE LAz, TOREE, &
BREHED ©— 7 RIS T 5~ MY w7 ZARINEERIR O ©— 7 IO kIX, 1.00 THhYH, 2077
T NEETTH R  ERATRE EHER ST,

4.% O OFRBRIERFHZ BE S 2 FIH

(1) GC/NH; 2 =517 555 OIEHNR L OWERR
GCNH R =hZ by r7uara b CORERNEHRE LR E2R 1R L, ¥ 7u”
2 Y ET7TER=RU ALK (B3:1) JRIE S mL CIRHFTRE TH - 7=, DRI L [RIFFC
BET 5 AlEeME 2 B L, AR OEIEIGRER X8 8 —F I HEL U TR IR 20 mL TfT - 7228,
vrurza b rOREMENRETLOTHIVIRHEEIZSmL TRY 5 &2 bl

# 11 GC/NHz X = T L5 O HMRIL

T 5 FEIEE (%)
BT IRE —
T hr=hIAKERIVT (3:1) {BIR 0- 5mL ]— 98.6
5-10 mL 0.0
10-15 mL 0.0
15-20 mL 0.0
&t 98.6

TEr=hrIAEORITZ B:1) BIRSmL 2T > a=v 71,
0.lmgL¥7mr7r h)y - [TERM=RMIALKOILZY (3:1) ] K2 mL A,
K770 a RN BERE®RA Y 2 — ImL EE L THIE,
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(2) 20D I =H T L5 OIEHRI L DOHER
SAX S=HTFLKNFL S =T L0600 r7ara ) v ORERNZFHER UI-EELZE 12 &
RF 13 IR LT,

# 12 SAX 2 =H T A5 ORI

e & EE (%)
T RO n-~FH2 (1:49) B 0- 5mL 0.0
5-10 mL 0.0
10-15 mL 45.7
15-20 mL 492
it 94.9
T bR p-~FH o (1:19) B 0- 5mL 69.3
5-10 mL 28.2
10-15 mL 0.0
15-20 mL 0.0
# 97.5

WG n-~FH o SmLars v a=r Ik,
10mg/L > 7 a7nm b v« ~FY I 20 nL Al
K770 a RN BERE®RA Y 2 — 2mL XL THIE,

# 13 FL X =07 A6 ORI

T 5 FEIEE (%)

n-~x 5mL 0.0
T bR p-~FHr (1:9) Bk 5mL 92.3
T RN p-~FH (3:7) RIK 5mL 1.7
T KRR p-~FHr (1:1) B 5mL 0.0
it 94.0
T bR p-~FH 2 (1:99) R 0- 5mL 9.7
5-10 mL 58.0

10-15 mL 28.7

15-20 mL 6.7

it 103.1
T b BN p-~FH (1:19) B 0- 5mL 101.6
5-10 mL 3.4

10-15 mL 0.0

15-20 mL 0.0

# 105.0

WG n-~FH o SmLars v a=r Ik,
10mg/L 7 a7nm b v« ~FY IR 20 nL Afr,
K770 a RN BERE®RA Y 2 — 2mL XL THIE,

(3) % I=H T LT kAR RO
PSAX=HT L SAXI=HT LA, FLI =D T AIZONT, BRHMEEZLUTOHETHRF L,
LUHDTZ 73 BHZOWT, EBR L 7. BBRERORBUNE - THIH ., n-~F ViR L
%, 7T F= bV IVAFH USEIITHT, C1I8 =8 T 4 (1g) B (7 F= kUL 3mLAEH)
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. BFI=0 T 2EHNTE 14 IO SR CHEH Ulc, SR A2 TR WIEFRZE#% . 0.02 mg/L
EMRD X O EWERAERIMLUCAZ ) —/LCIEMEIC ITmL &L, ~ Y v 7 ZRNMERERE L7, Zh
AR ) — ) CHI U (FAIOEEYE) Lk Lz, b, 2O L&D LC ~DFEARITSuL &
L7,

FERAER 14ITR LTz, ZO/RBENL, WTHOFRGETHRE~ MY v 7 20BN R L, A
FaEBZ LN, FRCFL R =0 7 22 WG AITHEA R Th o7, PSA I =77 AL SAX
=T DMIRRREORERTH 722, PSA S=H T LOHMN SAX =17 L L0 L AR FTOHE
RN, T o722, PSA R =0T AEHAVTHRHEZEDDL Z L L L,

F 14 %=07 L0 E

F v — 7 [
PSAI=h7 L ; 0.79
T bR n-~FHY 2 (1:19) 1E#K 10 mL i H '
SAX S =07 & 0.78
7Y b pn-~FY 2 (1:19) JBHR 10 mL & H '
FLI=0W7 & ; 0.50

T oKD p-~FH 2 (1:19) iR 7mL IBH
v— 7 mifbtb=~ bV v 7 ARIERED ¥ — 7 mE S TRERERE D v — 7 mE
(I 0.02mg/l)

5. BE

BHE JMTBEL S RAREENMEONTEY, SRR LERBRIENFHEE 2 bivlz,

TEEREFUZOWTIE, 0.01 mgkg IMNKEOELE | OHMTREEE SR EEICE A L, A2, SN 10 BLER
BonlzZ &b, 0.0l mgkg % & &R & U CERERTHRE &Il L7,

B, AlEL ZRIZOWTIHEE —FIED 4 5 & L7223, 0.01 mg/kg IANEENT SN 1 100 UL 1
b, INEAGEHRLUIESGS, SR EIXSN 25 U ETH D, —FalBRiE Tl icsticd s SRM
FUERLE T, T K0 BIEENMEL R D AEEMERE 2 DDA, EEREOWIEME Z A\ 570 &
HEIC LUl —FEETOETEHEAT 52 &b Ak L T 5,

O am]

BEDT O a7 a b CoRBRIEE LT, BN FIEICHEL LIRMEROALET L FIEIC o0
T, ZKITHEA L7fER, B 87.7~95.0% CTh v, BUIFfERn G o, £z, KEWHDOT 7 1
7u ) UBRiEE LT, BT RUOTHI L, nnF Y TSR, TR h= R b/F s
BT L, C18 S =17 AKNPSA 2 =07 A TR L, LC-MS/MS TE &K OHERT 5 Jiik% B
B LTz, B LTGRO & OV UACHEA LR, BT 81.5~988% CTh D, BAFHER
NELRTZ, WTR L ERRA L LT0.01l mgkg ZREARETH D Z L PRSI,

(2% 3CHR]

1) JEAET B ERE - AR AR - i e R AR 0620 55 1 5 [RANIZIRE T
% R BRI ST B I E R L D RSy T b 2 WE OFRERIEIZ O W T DO—HBEIEIZ DWW T
BIRE 2TLC/MS (2 & % o —F it T (REY) | CER 2946 H 20 H)
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min 12 13 min 12 43 min

D LI LN AL | . L L . L L .
12 13 min 12 13 min 12 13 min
A A/ v 0.05 mg/kg N FEHEPRIR 0.1 mg/L

5 AKDOSRM 7 u~ k7T (FEUEEEFE)
(E (BH) m~z4992—1809, F (&M m/z499.2—257.1)

min ']2”” I ']3 ””min ']2”” l ‘]3 ””min

12 12
2 0el m 2185+ 2 Beh-
D I""'J‘I""I""I""I . D I""I"'I'I""I"" . D I""I"'I'I""I"" .
13 13 min 12 13 min 12 13 min
75y EE 0.4 mg/kg WSHNFAEH FEVEERIR 0.8 mg/L

6 IREDOSRM 7~ k7T A (FEUELEE)
(E (B&) mkz4992—1809, T (&M m/z499.2—257.1)

min '12”” ']3 ””min ‘]2”” ']3 ””min

2 13 min 12 42 min 12 13 min
75y EE 0.4 mg/kg WAL FEVEERIR 0.8 mg/L

7 LUADOSRM 7 a~ h7'F 5 (FEUEEEE)
(FE (B&) m~z4992—1809. F (&M m/z499.2—257.1)
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<

20e2

Di%
oo
o
i
= b
PEFENE EATErar |
o
[
i
= b
| P |

12 12 min 12 13 min min

1.8=2

0

: I""I"ﬂ"'l":'
12 13
N L s N B
12 13

o
fan]
ui]
=] [
I |
o
[l
o]
=] [
! 1 |

™ T T TrTrT TI-I'I'ITFFI'ITI-H'ITFI-H-
1'2 1'3 ' min 12 13 min min
77 v iR ek 0.01 mg/kg FINFE! FEHEPRR 0.02 mg/L

8 LAKDSRM 7 u~ 7T (EEMRFERE)
(E (BH) m~z4992—1809, F (&M m/z499.2—257.1)

Q.BEQW 2 ded f\ 3523 ﬂ
':I N U D ) D-I""I""I""I"" ) D-I""I""I""I"" )
12 13 min 12 13 min 12 13 min
Q-OEQW 5 de3 F 7023 ,
0 UL N R . ':I_I""I""I""I"" ) D_-'I'""'"'I'"'""'I'"";"'I'w"'"'" )
12 13 min 12 13 min 12 13 min
VA v 0.01 mg/kg WS FEAEVA R 0.02 mg/L

9 HIREXDOSRM 7~ 7T L5 (EEIRFEE)
(E (B&) mkz4992—1809, T (&M m/z499.2—257.1)

v

3.1e2 7123 7 520+
DM& . D-I""I""I""I"" D-|----|----|----|----

<

12 13 min 12 13 min 12 13 min
1 462%%%\“ 5 43+ 65923
0 LA B L . D;-rh-n-rrm-rn-n-rw#n"_‘- ) ':I_--rl-l-l-l-rn-n-rl-l-n-rn-n- )
13 13 min 12 13 min 12 13 min
A 0.01 mg/kg SN FEAEVA R 0.02 mg/L

10 LUADSRM 7~ 775 (EEBEREE)
(FE (B&) m~z4992—1809. F (&M m/z499.2—257.1)
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5 10 15 20  min

Yok
4 020
-
5 10 15 20  min
IR E
35820

] 1[]”” ””15”” “IIEEi”Imin

K11 770 78B0O =2V A A 70~ T T A
(A% % : 50~1000 amu, CV=30V)
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