KRR T, RBEB B TR T DRGETHE R A FLOTb D THY | MBRIED EREIZEEL T ELL TSV, 72
B MEBFEONAELBEIEITERRBRE L ORI 3 D556 123, B E T E S RBEP B T2 L
wZHBELIEE N,

| -

TR 2 1 AR

b - AN ERLRS ZL YRS
R4 5 BRI A FIC DN T

BRICRE T ORREDORS TH o MEDORERIER %

FTUNLRYALRORAY RY A (BEEY) (2B 2Bk



BT BRI BRI B3 D AT H

BREMth T 7 )L ) A2 B9 AR EBREE



77U b U ARG (REEWT) ORGSR

(%=1
1. BHY
BEEEMTRT 7 UL N A OONIEEBRRT AT L,

2. REEOMF T

TZINRIFAE, MU T P UOROFRIBREAITH D, AANT, B —FEERDE
AR IRBEME R — AR RO FAE Y U I RHIIN 2 . AVER =00 U7 IR %t
L CEEEZ R, 77 VL b U A2 o0 T, BEFEOERIERERE O FIZINE#ETH 5
AL, X, —FRBRE (LOMS - THEKTY LC/MS - TE) OmEHIZ W T, fE!
WZHEL 72 10 1Y G2 /EmIZE ) OATICBW TR THD Z & NHERENT-, B2
REBRIEEZRETHICHTZ0 . 77V NI FUEREDO B U7 b RFTHBREAITHD A Y b
UAANTOWTHRIFHCRFT L7 & A R—HEC X203 e Th 5 Ll s hi-7-
O, Wik CR—OREBRE (MESRMEZERLS) ZRETHZ L L LK,

3. fEiE U5
T7YIVRIA

o) SO,CH,
C20H23Cl107S : 442.91
2- {2-chloro-4-mesyl-3-[(tetrahydrofuran-2-yl-methoxy)methyl]benzoyl }

cyclohexane-1,3-dione

Al 113.7—115.4°C

HRAE: <1.0x107° hPa (20°C)

WREME: /K 0.106 (pH2), 64.2 (pH7), 57.5 (pHY) (VL _E g/L, 20°C),
7k 200—300, FEfE=F /L 70.0, =X/ —/L 6.7,
~F0.0335 (LU E g/L, 2070)

fiR =% pKa=3.2 (20C)

IEARE: log Pow = 1.9 (pH2.0, 25+1°C)

[RIEP e 55 H]

4. JEHEE
K (ZK) 0.02 ppm



R ALUIPSE 3D %a)
TV A (RIED Fr)

. RBRIE DR AN T
BIBHRET D A Y b U A VRBRE (XY Y A OEWRBEIERBRIC BT 5 00k
I2HS<) DEAEREI L, A Y R AU KT 7 Vv b U A Ol 8o 1
DNT, A7 < EFEHIH A 7 DA~DOLREF LIRS ATBE R SR A2 58 LT, R RIEIT
) <7~77é R=H T 5 QFM) KROGRMEMERE A A4 2 228G X =1 7 AT L0 Ry
HiPH 2 RPEM ~DEH Z B E L | mmf#Ommgmﬁﬁ%ﬁf%éLCMm
0 /E'Jn&?“éji{fé: L7, X, FBENRNAET 256, SRBRIERSA 4 v 2k =
7T BT KD REREMEE BT 5 2 &&LKO&JWW&LT BEYEREEMTH D
Kk (ZK)) oft, TRE, WL i, E2NAZFIH, FrxXY, WAZ, L v
VoK MY MEOTE] AREL, BHARATLE A, BRURFERME LN,

[ 5EBR 514 ]
1. #kH

TR 10 FREEPEMFRE 2 IR O FNATHALEE L CTotriEomaticft L7z,

1 Kk (ZK)
B (500 g) A O T 425 um OFEHER.S 5 W25 K 0 ISk —1k
L7,
2) K. (Hzffv-52)
B (500 g) A O T 425 um OFEHER.S 5 W2 5 K O ISk —1k
L7,
3) IENn L x (B RBEKTERIBEWEE LIZb D)
e (F9500g) % X U—TCHEIE—b L7,
HIEFOoNATH G RERBEEHR, OFREUOEEELRELLZHD)
B (K500 g) & X —THILIE) (kL7
5) Fr Ny (BEEK : AMULRBEEKL N LAZBRELTZHOD)
VI LT LAZBRE LB (15009 % ¥ —CMu—kL 7,
6) WAZ (RFE: KL, LAKOREOHLEZERELTZHD)
M0 IZUTHER D, LAK RO A RE L2alk (8500 #I%H—7T
eIk L7,
7N ALY (RERK: ~TzBRELELD)
e (F9500g) % X U—TCHEIE—b L7,
8) ;f-\ (/lu;h)
B (F100g) % I FV—TMu—k L7,
9) h~h (BRFE: ~=Z2BRELEZLD)
e (F9500g) % X H—TCcHEE—b L7,



10) ZF (Fi7)
e (5009 %V —TTHUIY kL7,

2. -
TER=FNU, AEZ)—):
FREH LGB (Rl T2k a1t

AH ) =)L LC-MS il (Rt T3epkasth)
K fiiA A7k Z Milli-Q System (H A S U R 7 B t) Th L
L7=2HD

T 7 UV b U A REUE,

HWEE 99.5% (Al ay T Ao AASH)

F DO DRI Rtk
A+ Celite 545 (Fn iz T 2N 11)

AF Lo VE NN B HERRD T L (R v—RI=HT L)
InertSep PLS-2, 500 mg/6 mL (¥ —=x /LA > AR E4E)

SRR A2 A A AR X = 7 A : Oasis MAX, 500 mg/6 mL (HA D 4 —#%—X
R tt)

SREEVER A AR I = T (RUB U AR LT e U by ) L
I=#772A) :InertSep SCX, 1 g/6 mL (¥V—x=/LH A TR

B &tt)
AR AG245, XS20028 (A KF— -« kL M)
I xY— MX-V100 (/7Y = 7 #AE4h)
Z w7 X 3901JP (Salton Europe Limited)
EEPCRIIN sR e ZM100 (FA &tk F =)
3. LC-MS &%
1) LC-MS
ER & it
MS % & G1946D (PUEEAREY) Agilent t1
1100 &V — X
LC W7 L GI312A, 4WEIKIEY TV = vk Agilent 1
F— R~ 7T — : GI329A
T — A R ChemStation Agilent £




. LC-MS &St

LC &ft
L-column2 ODS
BT A PA X N2 mm, &S 150 mm, FIFE 3 um
ot AT E R A e A
BEfEFEE (mL/min) 0.2
HEA®E (ub) 10
B 7 LRE (C) 40
BEE (v/v) 0.1vol %l & A A & / —I1 /0.1vol %l (45:55)
PREFFER] (min) 25.0
MS Z&f4:
HWEE—F MS, BEERA A FH
A A ALE—F ESI (+)
A A ENEE (V) 3000
7T T AH—FEE (V) 155
Wzl Ay (L/min) E=HE, 12
LT ARE (C) 350
X7 T7A =T (psi) 50
T XV TA T 445, 443
. EE

T 7 UV U A AERER 20.1 mg (20.0 mg FHY) & 100 mL A A7 T 2 2 THEFR L,
T = RIMIEMREL, T =MV L TERLT20mg/LIEEERH Lz, Z D%
K% 0.1vol %l K DA 2 /7 —/L (1 : 1) BRI TARL T 0.001, 0.002, 0.008, 0.02 K&
UV 0.04 mg/L DIEAERIR 2T LTz, Z OO 10 uL & LC-MS IZHEAL T, 7 — &4
HIEELZHNCT 7 UV M) Ao —7 miEafE L, MEcE R, oy —27
A L o TIRERMZERR LT,

WIHEICHEWFHERL U 72 5BRIAE 10 uL 2 LC-MS IS EA L BER L VT 7 UL b U A4
DEEE RS, RBHhOREEEAFRH L,

. RBRTA IR O B

1) st
HBETER=RIATHIHL, AF Lo PR U RESR Y T 4K USRS e
RaA A RHRNE 1 T L TR LTt . KOG ORRBRVER A A2 2RI =1 7 AT
L, LC-MSTHIE &K OMERE L 7=

2) hhtH
RERLOBFEZOFAITER00 g& A7 7 A3 CBVER-T-, BHE, TN OFEFEHE
DA ITREN0.0 g0 AOBAITEES.00 g7 =7 7 A TRV ERY . ZEH/K20 mL
Nz, 300ME Lz, ZAUCT7 B b= F U100 mLEIMZ CTHRETFA A LT,

-5 -



T, il — MZAM (¢ 60 mm, AABMLFEK No.704) ZHE, 714V U t%K
1 cmDESITHEE L TOROT & b= M A TG Lo, HhHSERZW%E| Al L7-1%,
AR EOFEREME = A7 7 A TREERY ., T F=FY 50 mLEIMA THRESFTA X
L., Bl RERICAIB LTz, Alliaitf& A2 ) v A —cdbd, 7T = L%
Iz TEMEIZ200mLE L, REROEEZOLAILI OS5 mL, B, SELXOEEHOL S
1$10 mL, Z8OFE1E20 mLEERY . K10 mLE I X 72%, 40°CLL T THI10 mLE THAE L
77

3) k5
O AF LIV EARBUHEERD T LI~ N T T 4 —

AF LV B B AAR T T A (InertSep PLS-2, 500 mg) (27 & =KV /L
FOKRES mLENERIEA L, SRHEE Tz, ZOHTAIZ, 2) TRLNEREEAN
L7, KRS mLCHEIREVES LIZIRIREEA L, FIMHIREHE T, ROT, KEOT &
F=hU (1:1) IBIRIOmLAEAL, EHiRE AR T 22|28 -7,
© sRIEHNEREA A ZWBIERIIE Y T Ao a~ N T T 4 —

SR FEVERE A A AZHAIE R =4 T A (Oasis MAX, 500 mg) (27 & b=k U /LKROUK
ZS5mLANEREA L, KA T2, 208 T 22, OTEONIBK A TEA LT-14,
7 b=t U S mLCHRSBNEZ G LIWRETEA L, SR E BT, R\WT, B
EO7E r=FU (1:50) IBIRIOmLAZEAL, WEHiRE AT I 222 o7,
@ BREAVERIA A BRI T Ly a~ 7T 74— GRICBWTEN)

SRERIERG A A L AR HUR S = 7 2 (InertSep SCX, 1g) ICHEL O T =KV (1:
50) RIS mLZVEA L, iR & Cle, 2007 A2, QTHLNTEWIRZIEAN LT,
[FHEIES mL CRZNZVES LI IRIRZEA L, 2RHikE T AR 7 7 2228 - 72,

@ BRI D

OXIFB@THLNEHEKIZOWT, v—Z U —x /R b —&% —%Z HWT40CLL T T
BiE L. WIEZRE Lz, ZOEEME0.Ivol%lE N XA % J—/v (1 :1) RIRIZIER
L. EfEIZ25mLé Lo b 02 BREIR & LT,



ST —F v — b
()
W
! RFE B BB 20.0 g AERHL
B, O, MIEE: R 10.0 g 12k 20 mL AN % 30 4 ke
5 B 5.00 g 127K 20 mL ANz 30 4 R s
7 Eh=b L
l 7 =R/l 100 mL, =TT AR filith - At
FREIL 7 £ =R/l 50 mL CRERIZREDFTAX fhi - Al
AlZEE DR, 7EI=RL T 200 mL IZESR
I BRI S mL, BH, A OFEIEIL 10 mL, A81% 20 mL 245 AR
(%ak8E 0.5 g 1Y)
7K 10 mL %0 % C e

(FE 1)
R)~—%3I=HF7A. (500 mg:InertSep PLS-2)
! R 2 T17 (T2 =RV K OYKE 5 mL THeid) (A

K 5 mL &3 T
K7 E'R=FI/L(1:1) 10 mL T H
SR L oA AL AR B RS = HF A (500 mg : Oasis MAX)
! W 717 I (72 R =RV e UVK A 5 mL CHE) (CEfT
TEh=K/ 5mL &} T
Wz -7 Eh=RJL (1:50) 10 mL CTE H
SRER LR A A AZHAAI = 1T 4 (1g: InertSep SCX) [N HRL (Z5 THHi) |
! R 717 2 (BElE 72 =R (1:50) 5 mL CHaE ) IS AT
FERg - 72 R =R (1:50) 5 mL Z3i F (A 2 B

ARBRIAR O
s R 2 Pt [
0.1vol%HERE - 2 %/ —/ (1:1) J&K 2.5 mL ([ZHfiE

7. < N7 AR AE VIR O 7 B

A AR T2 D 5 B ARIR T D702, b~ N w7 A% & T UE R 2 RS L |
B ORI LT, 7ok, ~ b U v 7 ARNMERERRIL, 77 > 7 RBRIEIR 1 mL %
RBREFICED , m—F ) =2 KL —F—%2 HT 40 CLL T Tl L TR A bR L7214,
FRETRISAED TR Z & IRINEIGRER 23517 A (AR 100%FH 24 IR B D FE HEVA IR I Z I iE L T
AL 7=,



1. E ST

1) JIEA A Okt

2 mg/L BEDEMRKEZ 70— A V27 ary THELTHEET 7 UL M) 4D~
AARY MVERI VIR T, ZORRNOT 7 UV MU A7 v N AN+ (m/z 443 [M
+H]Y) ZE&EME LT, [FA A OBRFRER (mz445) ZEMEAE LT, T2 E=
Y TAF AR LT,

2) WESFRHOmME

— %A 72 ODS 1 7 L&V, BT LADORFF MO A ALDETEE E[E L CHIfRZIRE L
T2 A% ) — )V R OUKDOIRBERCR I B THET U 28R 51RO 4 TEIZFR#E L 72 ES 2 5%
L7,

3) MREMROERRIE
ARFHZEBWT 0.01~0.4 ng OFREEFHIC/ER LR EROMEIREIL. W itd 0.999
PLEEBIRERETH-T- (M2 2H),

4) MR

ERIRFFYL & (0.02ng) D7~ 7T LEK 3T, X, EEWFGSIED (ZK) &8
TR 7210 BEY ORI O 7 a~ N7 7 A &K 4~13 12T, 77V VMU A
ORI T, JIE 2 15T 25k ©— 27 13380 bivie o7z,
ERBRIA O R ] & DL NSRS,

TE B R A

[ FEMEE(SR): 0.01 ppm]

0.01 mg/kg [(2.5 mL0.5 g™) x (0.02 ng/ 10 pL)]

T 200gx5mL/200mL (CREROEEOBE)
10.0 g x 10 mL 200 mL (¥, G L I OLE
5.00gx20mL, 200 mL  (GEDHA)

2. R E DO RRET
1) fHSEFORE
TSN 2 BB U - E iR B vick T A L Rkt 7 h= KU L e LT,

2) FERIFEOHES
M LIRS E (R Y ~—R I =07 A sREEEENERE A A 2 St iE < = 7 & ROV
PP fpiA A BRI =0 T L) 2B T L7 7 Vv b A DEIERERT,



O RV~—H%RI=H72.(500 mg: InertSep PLS-2)
7 b=k UL EKE 5SmL TPHEGGE Lok, TRUEE CIEREH L6 ORIGE %
NI
AR A HETh0.1 ugZ/KS mLICIAMR

(#£1) /LA T 7NN (%)
HERES L (B far) <1
AKeT7ER=N/L(9:1) 5 mL <1
K T7ER=NI/L(7:3) 5 mL 103
KeT7ER=FI/L(5:5) 5 mL <1
KeT7ER=F/L(3:7) 5 mL <1
7Er=RL 5 mL <1
et 103

@ HR)~—HRI=H72.(500 mg: InertSep PLS-2)
OOFERIZHESE | TREFIZOWTHGE LT, 7' b=k UL LIRS 5SmL Tk
L7, FRlialt ClEREH L 5E ORI E 2R T,
ARV A HETh0.1 ugZ/KS mLICIAMR

(#£2) LA T 7NN (%)
HERES L (B far) <1
K 5 mL <1
K 5 mL <1
AKTER=RF/A(1:1) 10 mL 96
et 96

@ SRHEIENEREA A R BER =57 2 (500 mg: Oasis MAX)
T2 F= R UL EKE SmL TPHEGES Lk, TRllE CIEXEH L6 O RINGEZ
R
HEERVA FEYERL0.1 ugZ /K 7 Bh=RL (5:5)5 mLICIAfR

(#£3) /LA TV (%)
HEERES IR (A far) <1
KT ER=R/L(5:5) 10 mL <1
7Er=RL 10 mL <1
FERg 72 h=RJ/L (1:50) 10 mL 101
FEfg 72 h=RJ/L (1:50) 10 mL <1
&t 101




@ TREEVERG A A AHUAI=T1T A (1 g: InertSep SCX)
FEfg - 72 h=HF UL (1:50) 5mL TPfdeid Lizth, Faoda CIEREH Li2GE6 0
IR A R,
PEERVAIR A YE 0.1 ngZFERE - 7B h=RJ/L (1:50) 10 mLIZIEf#

(#£4) /LA TZ7VNRIA (%)
PRI (B | BEig - 72 h=RJ/L (1:50) 5 mL 93
e 72 h=FJ L (1:50) 5 mL <1
e - 7 2=k L (1:50) 5 mL <1
el 93

SET—4 L LC, Blgkat Uiz, RENZREMR D 7 22810 2 08F, RH % —2
LA TICRT,

® C183=472.(1,000 mg: InertSep C18-C)
AZ ) =)L LKA SmL TPved Lc#, BB CIEREE N LS 6 oRIEEE 7~ 7,

PEERVA R YE T ugZ /K10 mLICYAfR

(#5) /LA T 7NN (%)
HEEREE IR (A far) <1

AH =LK (2:8) 10 mL <1

AH )=k (5:5) 10 mL 51

AH =)Lk (8:2) 10 mL 38

AR )—IL 10 mL 7

et 96

C18I=A T LZBWTE, R~ —RI=H T LA T A RBIER DA DFED B
Too ZD Ry LELUTARFF R O NI TEORY v —RI= DT LE TR T LELT,

- 10 -



© FREEFENEPEAT L RHARI =17 25 (500 mg: InertSep SAX)
7t h=FUAS5mL TTHPEE Lok, TRt CIEREH L7z a ORI Z R,
BERRVANR AEUES0.1 pga 7 Eh=RJ/120 mLIZEEfE

(#6) /LA TZVNVRIA (%)
PRV (B ) <1
TEh=Rv 10 mL <1
FEfg 72 h=RNJ/L (1:50) 5 mL 69
ez - 72 h=kJ/L(1:50) 5 mL 11
fElig 7=+ (1:50) 5 mL 4
FEfR- 7 =KL (1:50) 5 mL 2
el 86

VTV ERE DOFRYEINERRA L AZHARI =0T BT, R~ — RO GRITEENEZ A
T RHBNEI =T 7 WA T AU R RB DA DFRO DTz, D%, iR F M
AT EHRNEI =N T LB R T2 LT,

@ 7aVPNI=072(910 mg: Sep-pak7lU//L)
T R nF YK 10 mL TTHGEE Lok, S CIERE H L7256 DRI A
ZNERS
PEERTAIE AR 1 pgae T 10 mLICYE AR (B4 CIEYR BEV A7)

(F7) BRI T7UNNIA (%)
HERES L (B far) <1
TR 10 mL <1
XWg -7k (1:100) 10 mL 40
FEE- 7 (1:100) 10 mL 34
Xz 7R (1:100) 10 mL 8
XWg -7k (1:100) 20 mL 4
el 86

WA DRI SR T LipoTe, X BREHE RICTE SRFR IRV TIEL #

BUNRDFRD OIS T,

11 -




VAT NI=7172(500 mg: Supelclean LC-Si)
AL =N ETEH b XY S S mL TP Lk, S CIRRE L7285 e
DENRZ TR,
HEERVAIE AR YE L 0.5 ngZ 7 B e ~F Y (1:1) 2 mLICHEMER (B IABEAE TIEREEY VA

)

(#3) TR F U A
MRS (A ) . 7R s ~F P (1:1) 2 mL <1
TR 5 mL 1
TR 5 mL <1
TR A =L (1:1) 5 mL 4
TR A =L (1:1) 5 mL 60
TR AR =L (1:1) 5 mL 23
et 88

WE DR T REETH T, SRR I CE i LTSz,

Q@ 77757 AMNI—RI=772(500 mg: InertSep GC)

HEfe—F /L 5 mL C Pideid L72%., BB CIEREL L7256 ORIEZ R~T,
BERRVRI A UESL 1 pgZ HEfR =T /110 mLIZIAfF

(39) LA T7UNNIA (%)
HERES L (B far) 62
e =T L 10 mL 28
e =T L 10 mL 3
MLz Hiig=F 1 (1:3) 20 mL 2
My FEiE=F L (1:1) 20 mL 4
et 96

A N7 2050 T2 BRI AR B ETe DB 773800, X RSN R

- 12 -

DB oT,



3. USNIElY SR 5
1 ) ﬁfaunfc%ﬁ/ﬁ BT 2 W0 AN RS 5

KEOEDIZONWTIE, ZAT7 723l LieT 70 73820 g #FFEL, 77

UL b U A U REHEYRHR 0.1 pg/mL 72 b= R U VAR 2 mL 23 L CL<RE L. 30
SREE Lz, ZARKOKEIZDWTIE, ZA7 T A b L7 77k 10 g%
BEL, 77U/ U A AEAEEGK 0.1 pg/mL 7 b= F U UVEERKR 1 mL 23RN L CX
AL, 30 fE Lz, RO\ TiE, ZA7 7222 —bLie7 7 7& k5 ¢

ZEEL, 77UV MY A REERKE 0.1 pg/mL 7 b= b U UERERTK 0.5 mL Z %L
TESEAG L, 30 0ME Lz, XKk, RELUERREHIOWTIE, & 512K 20 mL 20
ZCEIRIC 2 FEMRE L7ote, BRBRIEICHE - Tofr L CTIlRNENNEEZF H L7, 0.01 ppm
WINEREL COEEIL 81~97% DHFIFHTH D . ZDOOHTIHEE (RSD%) 1% 82%LL F CRAT
HoT,

Sk IR EE T7UNRIA
(ppm) [EIEE (%) (n=5) B (%) | RSD%

ZK 0.01 94, 91, 93, 97, 98 95 3.0
KA. 0.01 83, 89, 82, 73, 78 81 7.4
L 0.01 79, 82, 86, 84, 77 82 4.4
FHNAZD 0.01 81, 81, 86, 84, 85 83 2.8
Fp Y 0.01 83, 97, 98, 94, 94 93 6.4
Yy 0.01 89, 102, 95, 99, 101 97 5.5
FrLoY 0.01 81, 85, 94, 95, 93 90 6.9
x" 0.01 93, 88, 84, 79, 83 85 6.3
r=h 0.01 100, 89, 80, 86, 88 89 8.2
= 0.01 86, 92, 85, 87, 87 87 3.1

" OIEYEME; 0.02 ppm
AR ERMERA A AT BRI = T M L AR A BN L R BRIE I LA

2) 7B B ERN (X 4~13)

TZ7IN YA OREICEEZ JETIHEI E— 27 12 DT HOREHI B W T HRED 5
Nieinole, 72120, RITHBWTIL, WMEEMER A 4 AR I =0 7 2% W TR 2
ThoTz (K11 ),

- 13 -



4. BB~ R w7 ZADMRE~D

~ MU w7 ZABUCEE T D REHE R 2 R E IR, B USRI T 2~ N U v
A % G R YERS IR CRYEEAR M IRED) OFRHE (%) 13X, 92~107%D#FETH Y . A A4
BIT R 2 B 72 BB M) DR BRITFR D B LR o T2,

- IR EE F VNI A

(ppm) FEXHE (%)
R S 0.01 93
KE 0.01 94
L x 0.01 96
FINAED 0.01 92
XY 0.01 96
VAT 0.01 100
Froy 0.01 105
B 0.01 107
<k 0.01 99
ZF 0.01 97

FARHE (%) 1%, EEHREUEERRICT 5~ Y v 7 ARNMERERR O S TR
L7 ZRITBREEVERS A A o AHUA I =5 T A X BB AT -~ N v 7 AR
WA T,

R

5. BE

RE LT-BRikic oW, BREEREER TH D [Zk) o, TRE, Fhvwl x, 1F
INATEI, Fx_XY VAT, ALr Y K b~ FEROTE BT 224 MR L
TRl RIT, WTh b B TH o7, o T, ARBRkIIEE, Tk, M9, £RE, %
FROTED LW\ ATRE T o D &Il L7z,

RREL., 77V R Ao T, —FRlBiE (LOMS - TEKOY LOMS - TTHE)
OEMAPRETH D Z & X, K0 — A2 EMEERIC L o RE (C18 HF U 7L
Fobt o [EFRONEFH R [ AH 2 V7RSS (X ASRE#ECH L Z L 2R LI LT, T UL
N A ERERD NU 7 B URBREAITHD A Y MU AU b#EHATRERRBE L LTR
ELEHDTHD,

‘.[

6. fitiamm

T7 VNN A URERE (EEY) LT, TEM=RNIALTHHL, R)~v—%I=
T (GFFR), RMEELVERR A A L ARG X = T A S ORERYERG A A AR S = T A
(FEDH) LB L%, LC-MS ICX W llET 5 HikaREd 5,

ZKED 10 BEEWIZE T D 0.01 ppm I TOEE L 81~97% (D THSE 2.8~82%) TH
0. EEBEBFIZTDNTHOEENIZEBOTE 0.0l mgkg BNA[RETH D I & BRI NI,

- 14 -



E =S N
U TN OEFRRRME (ZOK) SUBREEREE CRAHEEIOH#KFY)

1. 77U RUA D MS A7 b GRERIERFHZIHWZ LC-MS 12Xk %)
10mg/L 7& b=k U /EHK

*MSD1 SPC, time=0.434 of X101125\X1125807.D  API-ES, Pos, Scan, Frag: Var

443.2

100
| Max: 212032

A

443.2

460.2

80

60+

445.0

40—

462.2
465.0

4442
4612

20+

391.2
455.2
463.2
467.0

——446.2

o
-

T . . . T . . . T . . . T . . . T . . . T
380 400 420 440 460 480m/4

[(BR1ESR1E]

B EMER © G1946D E & #HTEE. 1100 >V — X EidkiA 7 v~ 77 7 (Agilent #1)
BaEH @ 0.1vol%FR & H A % 7 —/L 0.1vol%EifE (5:5) 1Rk, 7a—A Y=/ ar
Wi : 0.2 mL/min

FEASR: 2L

A A AbET— K : ESI (+)

A FHNEE 3000 V

7T T AH—FEFE 155V

R AR ¢ 12 L/min (%238)

REME T AR« 350°C

X7 T A PF—£T] : 50 psi

Scan FEE#IF : m/z 200~600

- 15 -



4 2. HREEHR O]

CalibrationCurve ——— 2011/03/22

FIYILR)FY
vy =1381459.191 x -420.705
r=0.999975
600000 calibration curve — 2011/03/22
500000 /
400000
T2VILRYAY
g
<

300000 ve
200000 /

100000 /

0 0.1 0.2 0.3 0.4

Amount(ng)

3. 77 IUNRNUAUERENO O~ N T A
3-1. 77U N N F RO v ST T A
(K, KRE, WAZ, AR EHER)

D = P, = == =N NZ=N
FEHESL 0.4 ng HEAESL 0.02 ng (E SRS Y &)
MSDT 443, EIC=442.9:443.9 (X110201\X0201_29.D) MSDT 443, EIC=442.9:443.9 (X110201\X0201_32.D)

14001 \l/ 1400{
1200{ 1200¢
1000{ 1000{
8004 8004
6004 6004
4004 4004 \l/
2004 FJ zooeH A
I T "™ R T "™

- 16 -



X 3-2. 77V MY AU RERSO 7o~ NI T A
(XL x KON b~ MEERR)

FEHESL 0.4 ng EEAESL 0.02 ng (EE[RAFEY &)

] MSD1 443, EIC=442.9:443.9 (X110218\X218M097.D) ] MSD1 443, EIC=442.9:443.9 (X110218\X218M100.D)

16004 16004

1400¢ 1400¢

12004 1200{

1000¢ 1000¢

8009 8009

6004 6004

4009 4009 \L

2004 2004
0 0 % 3o 0 0 % 3o

X3-3. 77U RN FUEELO O~ N T T A
(IFO2NAZF I, T XY KOA L PHIERE)

FEHESL 0.4 ng EEAERL 0.02 ng (EE[RFFEY &)
MSD1 443, EIC=442.9:443.9 (X110209\X0209M74.D) MSD1 443, EIC=442.9:443.9 (X110209\X0209M77.D)
2000¢ \l/ 2000¢
1750¢ 1750¢
15004 15004
12504 12504
1000¢ 1000¢
7504 7508
5009 5009 \l/
2509 2509
0 0 % 3o 0 0 % 3o

- 17 -



X 4. ZHKDITa~ T T A

RN 0.01 ppm ¥
10 puL/2.5 mL/0.5 g 10 pL/2.5 mL/0.5 g
MSD1 443, EIC=442.9:443.9 (X110322\X322M020.D) MSD1 443, EIC=442.9:443.9 (X110322\X322M019.D)
1400{ 1400{
12004 12004
10004 10004
80049 80049
6009 6009
4004 l 4004 \l/
2004 FJ W 2004 JNV\MM‘A“
L A F L A F
0 10 20 30mi 0 10 20 30mi

5. Keomrna< 75 A

RN 0.01 ppm ¥
10 puL/2.5 mL/0.5 g 10 pL/2.5 mL/0.5 g
MSD1 443, EIC=442.9:443.9 (X110201\X0201_14.D) MSD1 443, EIC=442.9:443.9 (X110201\X0201_09.D)
1400 1400¢
12004 12004
10004 10004
80049 80049
6009 6009
4004 \L 4004 \L
ZOOGWJ ZOOQ M
L I A A L L S A
0 10 20 30mi 0 10 20 30mi

- 18 -



X 6. WL rorsua~x ks

RN
10 puL/2.5 mL/0.5 g

7 I
0.01 ppm #s/N
10 ul/2.5 mL/0.5 g

MSD1 443, EIC=442.9:443.9 (X110218\X218M075.D)

MSD1 443, EIC=442.9:443.9 (X110218\X218M073.D)

1600¢ 1600¢
1400{ 1400¢
1200¢ 1200¢
1000f 1000f
8009 8009
6009 6009
4004 l/ 4004 \l/
2009 2009
T T T T T T
0 10 20 30mi 0 10 20 30mi

X 7. lZO9NAEOIDIa~ T T A

RN
10 puL/2.5 mL/0.5 g

0.01 ppm #sAN
10 ul/2.5 mL/0.5 g

MSD1 443, EIC=442.9:443.9 (X110209\X0209M59.D)
2000{
17504
1500¢
1250¢
1000{

7504

5009 \l/

2000{

17504

1500¢

1250¢

1000{

7504

2509

MSD1 443, EIC=442.9:443.9 (X110209\X0209M53.D)

5009 \l/

250€J

- 19 -



8. F¥ XY u~ 7T A
Fi Sl
10 puL/2.5 mL/0.5 g

0.01

ppm AN

10 ul/2.5 mL/0.5 g

MSD1 443, EIC=442.9:443.9 (X110209\X0209M66.D) MSD1 443, EIC=442.9:443.9 (X110209\X0209M62.D)

2000¢ 2000¢

1750¢ 1750¢

1500¢ 1500¢

12504 12504

1000¢ 1000¢

7504 7504

5009 l 5009 \l/

2509 2509

0 10 20 3o 0 0 % 3o

9. WAZDIa~ 7T A
SN 0.01 ppm #sAN

10 puL/2.5 mL/0.5 g

10 ul/2.5 mL/0.5 g

1400

12004

1000¢

8009

6004

4009

2009

MSD1 443, EIC=442.9:443.9 (X110201\X0201_28.D)

1400{

12004

1000¢

8009

6004

4009

ZOOGFJ

MSD1 443, EIC=442.9:443.9 (X110201\X0201_26.D)

o
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10. Fvoyorsu~v 7T A

HEIMN 0.01 ppm #AN
10 puL/2.5 mL/0.5 g 10 pL/2.5 mL/0.5 g
MSD1 443, EIC=442.9:443.9 (X110209\X0209M72.D) MSD1 443, EIC=442.9:443.9 (X110209\X0209M69.D)
2000¢ 2000¢
1750¢ 17504
1500¢ 1500¢
1250¢ 12504
1000¢ 1000{
7509 7508
5004 \l/ 5009 \l/
250€J 2509
0 L 1‘0 L 2‘0 L f‘iO‘n 0 ‘ 1‘0 2‘0 f‘iO‘n

1. KXo a< KN 7T A

RN 0.01 ppm SN0
10 puL/2.5 mL/0.5 g 10 pL/2.5 mL/0.5 g
MSD1 443, EIC=442.9:443.9 (X110322\X322M013.D) MSD1 443, EIC=442.9:443.9 (X110322\X322M008.D)
1400{ 1400{
12004 12004
1000{ 1000{
80049 80049
6009 6009
4004 l 4004 \l/
200€H 2009 H
0 Y 1‘0 L 2‘0 L I;O‘n 0 ‘ 1‘0 2‘0 I;O‘n
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X 12. h~btDra~ 7T A5

RN 0.01 ppm SN
10 puL/2.5 mL/0.5 g 10 pL/2.5 mL/0.5 g
MSD1 443, EIC=442.9:443.9 (X110218\X218M067.D) MSD1 443, EIC=442.9:443.9 (X110218\X218M062.D)
16004 16004
14004 14004
12004 12004
10004 10004
8006 8006
6004 6004
4004 \L 4004 \l/
2004 M 2004
r'_l\\\\‘\\\\‘\\\\‘ F_'\\\\‘\\\\‘\\\\‘
0 10 20 30mi 0 10 20 3mi
13. ZFnr7u~< 7T A

RN
10 puL/2.5 mL/0.5 g

0.01 ppm AN
10 ul/2.5 mL/0.5 g

MSD1 443, EIC=442.9:443.9 (X110201\X0201_20.D)

1400{ 14004
12004 1200¢
1000 1000¢
8006 8006
6006 6006
4008 l 4008 \l/
2008 ZOOEFJ
| S S T | S N T

MSD1 443, EIC=442.9:443.9 (X110201\X0201_16.D)

- 22 -



E =S N
TV OIEIR R (Z0K) MRS CRABIE B ORI

(xxHdr, TAVH-301]

TRR=NL, BERRTTL SRR

TEh=RNL:
K

AVH-301 #EHE M

Z ORI
CisI=HTAh:

LC-MS H

fiiAA k% Milli-Q System(Millipore ) CH L 7= D
ML 99.5%, RBRZEFEE Rt

Rk

Bond Elut Cis, 1 g/6 mL (Varian )

5T AN —RI=HF . Supelclean ENVI-Carb, 0.5 g/6 mL(SUPELCO )

HTAGHEAE
B DR R
Wik a~hro7

TSR

GFP (i 1L AT
7ZM1 (Retsch #Y)

JEEBHHTEFLC-MS/MS):

2695(FERIA I a~h/T7, Waters #),/
Quattro micro API(¥> 7 AU EMVE By HTEt, Waters 5)
MassLynx 4.0(Waters )

2. MK a~ T T7 <SG RN OBRESM:

2-1. BIEIRIE o~ 7 DEELIE
HT I Synergi 4 1 Hydro-RP 80A (phenomenex )
W 2.0 mm, X 150 mm
VA BIER - TEh=RIL0.1vol%F e (v/v)
3:7(2.5 min) — (9.5 min) — 9:1(6 min)
ViR 0.2 mL/min
H17 IR 40C
PP : 12.5 min,
2-2. BRI OEAELM:

AFARIE:

= TR
Tk s AT A B
TR AT AR

V—AT7 vy 7R

FreT)—dEE

a— BT

TLIhaAT L —AA Ak (ESD
FEE—F

50 L/h (N2)

500 L/h (N2)

350°C

100°C

3.2 kV

20V

- 23 -
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aVa B 15V (mV¥ar A Ar)
A RE: MRM %
Fm BN TAF s TV —Y— (A m/z 442.9, X I-AA m/z 340.8

3. BEBOVERK
AVH-301 2%, 20.1 mg(flifh 20.0 mg #24)% 100 mL K AAT 7 ATEFFL, 7Eh= L TERL
T 200 mg/L ¥&ikAE RIS 5, 72h=RL /K (50:50, viv)IEIK CAIRL T 0.0025, 0.005, 0.05, 0.1 &
U0 0.2 mg/L OFEERE AT 5, ZOWHED 10 pL AL ORI~ 7 57 JH RO HTEHIEA
LT, 7 — XU E 2 VT AVH-301 OE —ZiEifia il E L, Bl B &, ftiicy —7mfia o T
BREAER T 2,

4. HTEAE
4-1. FEFORITLER
BRI BK 500 g A MEAEAIZEWY, BiE Ok T 5,
4-2. fhit
LT 30EE 10 g 2 =7 T A2UTITED, K 20 mL 2004 2 R gAML 7-#%, 7&2h=kJ/L 100 mL
Mz, 30 FHHREST 2, HiH%E 777 AMHEA A BN TR LIRS TR B AL, &% 7 2=V 50
mL THV, FEICAE T D, Alla A7 =L T200 mLEREL, Z0 50 mLGUE 2.5 g 24 &)
ZHY, 40°CLL FO/KIE P CIEIRMEL, 7Er=PIAZR £ 5,
4-2-1. C1sI=H T AL HNE
CisI=HT LT ER=FIL LT 0.01 mol/L SEFAZNEIR 5 mL 32 FLUATLER T2, JHEIRIZ 0.01
mol/LIEfE 10 mL 1% CRE L%, ATLEELTz C1sI=HT AT F 5, IHIZ, [AEHK 5 mL TF S
NEWEEHL, ZhE CisI=I 7 MR LTI FL, ZNODOWMMKEHETD, CisI=AT7 2% 153 MWK 5 [ HzEL
7k, 7ER=RNL 16 mL &% FL, ¥ HiRE 5 BT 5,
4-2-2. ITT 7 AN =R I= I T AL DR R
TI7 AN =R I= AT AT ER=NV 5 mL i F LT 5, WHHRE 7 F7 7 AN —AR 1=
FRZEL TR F 5, IRICEEET—F /L 30 mL At FL, 2¥HIEEZEY, 40°CLL FOKBH TRIERMEL,

RITE R LRI T CIREEEET D,
4-3. EE

g

W2 (2.56~6 mL) O 7 vh=RNL /K(5:5, vIVIBHIZIAREL, £ ? 10 pL Zaise Stk oikikrm
~ b TT TERBSHFHCIEAL T —ZHEZ R D, REHRLD AVH-301 OEEZRD, S OREIRE
PEETD,

- 24 -



5. EEIRABI O HRR
5-1. EE[RSR
ERPFANYE BRI g 371 AR TE BRI
(ng) (2) (mL) (uL) (ppm)
0.05 2.5 2.5 10 0.005
5-2. MRHIIRSA
fe/ MR 2 ARHER B IORIRIR AR FRHBR SR
(ng) (2) (mL) (uL) (ppm)
0.025 2.5 2.5 10 0.003

AVH-301 = ARSI (FVH—H—AF2) O—4] (EE—K)

scan03 55 (1.659) Cm (49:55) 3: Scan ES+
. 442.9 6.57e6
100
24 4449
459.9 464.8
‘ 4459 466.9
0+ - - : ““‘r““‘ m/z

R A B N Raaam
400 410 420 430 440 450 460 470 480 490

AVH-301 ~AAXRT M (T aZ T4 ) O—F (T VI —Y— A4 ; m/z=442.9, IEFE—F)

scan06 56 (1.700) Cm (49:63) 5: Daughters of 443ES+
. 340.8 1.03e6
100
442.8
*
261.9
304.9
0 T — m/z

U A L N S I S L N
150 175 200 225 250 275 300 325 350 375 400 425 450
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BT BRI BRI B3 D AT H

JEETR D A Y U F AT BT S BRI
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AV bV A RERE (REWT) ORERR

(%=1
1. BHY
EEMT A Y N A DOSNTEERRT D Z L,

2. REEOMF T

AV NV EAL, FrRO T (4 T TV F) OFEATDHT Lo —WEOIRE
MBI R VBRI U 7 R RBRERTH D, A Y B YA ATHONTR, BEFOM
BIFERIE OB IIREECTH 2 Lflrsin, X —FRBRE (LCMS - TIERD LOMS - 1T
£) OBAIZHOWTEH, BMEHIt L7z 10 1R CERIEWITEREL) ORTICBWTARAITH
D2 EDHER SN, BT R BEERET DICHZD AV NI A VRO NY 7 Rk
FHBRERITH LT 7 U R U AU NZHOWTHRIFFICHE LTz & 2 A [F— B2 & D07
MATRETH D Lflfr S iz iz, Wiy THR—OREBRE (MESRMFZIRLS) 2RETLH 2L
L7z,

3. MEEASE
AV NIA

/" >CH
g CHs
CH;3NOSS : 339.31

2-(4-mesyl-2-nitrobenzoyl)cyclohexane-1,3-dione

@l 165.3°C (5 fiR)
ARERE: <5.7x107°Pa (20°C)
WREPEQ0°C): 7K 0.16 g/L(ZEEE /K, 2070),
TEbh 764, TER=RIL 96.1, BEiRT=F L 16.6, F L 1.4,
A% 7= 3.6 (LLE gL, 20C)
fiRifi =% pKa=3.12(20C)
SYEAREL: logPow = 0.11 GREEK, 20°C)
[P 55 H ]

4. FLYEE

K (LK) EXBAZL, EDMDFRIA, SEDEWN, TANTG AR, F 0T FGANY)— T T/~
V= TN—_Y— 77X — ZOMDORY—FFHRE, ZOMDA AL —R | ZDfD/N—
7 4 0.01 ppm

- 27 -



5. SHT kSRS
AN A (RO 7)

6. FBRVE DAL T

RRET, A NA L ORI B IERBR O SHTE D CRASN WS, R~ —RI=hT A
GUFR) | BRI EEVERR A A SSRGS = T 1 OSSRIERPE RS A A SRS = H 5 1 (D) 1T
FORERL | JRHHR R PEM) ~DB N A B B L | SR D m OB PES HIFF CESH LC-MS 12X
DHEETDHIEE L, REHEMEL T, BAUEREEY CHH 1K (LK) Jofh, TRE, iIFoLE,
FINAED, T AT ALY T N E I ERE L, AR LTS, BT
PafE RGO,

(B 1E]
1. #kH
TR 10 FEEEM R 2 R O FIE TRILEE L CofriEomehc gt L7,

1) Kk (ZXK)
FEF (59 500 g) % B O i C 425 pm OFEERE S 2 WA 5 L O ISk —{k LT,
2) Ko (Wf+32)
B (K500 g) % iBm D& C 425 pm OFEYERS 5 WA 5 K o ISk —{k L=,
) IFNVL x B2 RBEATEIEWEE LELO)
e (K500g) % —CHIEI kL7,
HIFONAE S (FE: REREZEH, CMTRAOCLEEELZRELZHD)
Ak (500g) % X0 —TCHILIE—(LLT,
5) Fr Y (FEEK : SMAEEEROCLAZRELZH D)
BNV IC LT LAZBRE LB (85002 % 30— —{k L7,
6) WAZT (R3FE: HE¥L., LAMORMOESZRELZH D)
BIEI 0 IC U CTHER D, LA ORFEO S 2 frk L7250k (8500 g) % X ¥ —CTHiIY)
¥)—{k L7,
7 ALY (RERK: ~E2RELEZLD)
AEE (F500g) % —CHEI%S kL7,
8) & GifR)
AEH (K 100g) % —CHEI% kL7,
9) h~ bk (RFE: ~&2BRELELD)
AEE (F500g) & —CHI%S kL7,
10) ZF (FT)
e (K500g) %S —CHIEI% kLT,

- 28 -



2. A A
TEr=RU A —b s PRGN (ROLHEE T3k tt)

AH ) =)L LC-MS A (Rl T3k a1t)
K A A > 7K % Milli-Q System (A A X VAR TSI THE-LZH D

AV NY A RRERES 0 M 99.7% (VY= F Uy N

Z DO OFIL Rtk

rA YTt Celite 545 (FOEHERE T 2ERRAS )

AF VL VEEANCBUHERERD T L (R ~—%I=VT L) :
InertSep PLS-2, 500 mg/6 mL (¥— =T Lo = AR 4h)

TR R RE A A L ASHUEIE X = 7 A Oasis MAX, 500 mg/6 mL (H AR Y 4 — & — XA
=ft)

BRERVERS A AV WA I = F A (RUBLU ALK AT o VYN Y B A NAI=H T
2\) : InertSep SCX, 1g/6 mL (v —= /b1 = ZApEASHE)

BRI AG245, XS2002S (A FZ— -+ b L Nt
IHH— MX-V100 (/37 = v 7 a4t |

7 w7 X 3901JP (Salton Europe Limited)
R E Lo ZM100 (RA=ttL v F =)

3. LC-MS HELE &

1) LC-MS
TES =t
MS HEE G1946D (U Frfifi) Agilent ff:
1100 ¥ J —X
LC W7 L GI312A, 4WEIKIES TV = v R Agilent 1
d— F 7T —  GI329A
T A LB ChemStation Agilent .

- 20 -



4. LC-MS HIESME

LC &ft
L-column2 ODS
BT A PA X N2 mm, &S 150 mm, FIFE 3 um
Dt AL E FEATA STRAE
BEfEFEE (mL/min) 0.2
HEA®E (ub) 5
B 7 LRE (C) 40
BEIE (v/v) 0.1vol %l & A A &/ —Iv /0.1vol %l (25:75)
PREFFER] (min) 25.9
MS Z&f4:
HEE— K MS, BN A A4k
A A ALE—F ESI (+)
A A ENEE (V) 3000
7T T AH—FEE (V) 140
Wzl Ay (L/min) E=HE, 12
LT ARE (C) 350
X7 T7A =T (psi) 50
T=H ) TAF 340
5. B&

A Y MU A AEHES 20.1 mg (20.0 mg fHY) & 100 mL A A A7 7 2 alZHEEL, 7k bk
= RUVICEEMRL, T2 F=hULTERLT 200 mg/L WK A2RBL7-, ZOWK%
0.1vol %l M XA & 7 —)1 (1:1) {RIE TAFR L T 0.001, 0.002, 0.008, 0.02 & T* 0.04 mg/L
DOIEYERRIE 2 L L7z, Z OO 5 uL % LC-MS I[ZHEA LT, 7 — Z QUEEE E 2 v T A
Y MU A OE— 7 miEAZRIE L, SR E e, Rl v — 2 mfEE & o TRER A MR L
776

WIEIZHEWTAEL U 7= 3B S ul &2 LC-MS IZHEA L BER LV A Y U A og&
Koo, B O REREA R L,

6. BRI O

1) ML

WEZTE =R UATHHL, AF LU P AR_OP U HEARY T 4, TR ENER
A A R HBE R =5 T LR OSREEVEG A A BRI = T & (FEDH) TR L%,
LC-MS THIE K OHERR L7z,

2) fhH

BIER OB EOEAITEER0.0 g2 =A7 5 2328V o7, B, TN OREERD
LA IEEH0.0 g0 ZROEAITRES.00 g2 = A7 7 AZEVED . /K20 mLE N
Z. 300 MEE Lz, ZAuUZ 7 b= MU 100 mLE 2 THRE DT A XT 5,

- 30 -



T, il — MIAM (¢ 60 mm, HAFYLFERK No.704) 28, 74 Y U 141 cm
DESITHEE L TAROT & = MY LTS Lo, MR EZ %5 Al L%, AL
DI Z =47 7 A TERY, 7 F=FU 50 mLEMZ THRES T A AL, Eid
ERIBRIZAIE LTz, AlEeftE A AL ) 24— &b, 7k b= M) L&z CIER
12200mLE L, BEXOCHXOBEAIZZOSmL, B4, THEEOFEEREHOEAITIOmL, 45
DFAIF20 mLZER Y . K10 mLZE M Z 7214, 40°CLLT THRI10 mL E T L 7=,

3) k5
O AF LIV EARCBUHEERD T LI~ NS TT 4 —

AF VLUV ARCBUHEASRI =7 L (InertSep PLS-2, 500 mg) (27 h="hK1U
WV IOVKRES mLANERIEA L, SR E#ECle, ZOATHIZ, 2) THOLNERREHEA
L7, KS mLCRERE VS LIZIRIREEA L, FMHIRE Tz, RN T, KEOT & &
=hrU (1:1) 10mLIBKZFEAL, EHERE T AT 7 221287,
© sREHNEREA AW T Ao~ NS T T 44—

SRR FEVERE A A AR X =4 7 & (Oasis MAX, 500 mg) (27 k= k U /LKROKES
mLZNERFEAN L, SR EE T, Z0h 7 22, OTHLNTIRREFEAN L, Tk
F= R UNAS mLCEISNE TS LTRREFEA L, KR EZ Tz, IRWT, Bl O
Eh=RUL (1:50) EIKIOmLEFEAL, WEHkE T AR T Z7 2231287,

@ BREAVERIA AL BRI T hya~ 7T 7 40— GBI ; 2828V CEHE)

SRERIERS A A L AR S = T 2 (InertSep SCX, 1g) ICEHRL T b=k U/ (1:50)
RIS mLAFEA L, MHREE TR, 2007 M2, QTHLNWREEAN L=, R
5 mLCAMNEZ T LR ETEA L, RIEHIRE AT T 2 aicio T,

@ BRI D

QXIIOTHLNWKIZOWNWT, B—F J —2 /R b—& —Z HUWT40°CLLU T TR L.
W ZBRE LTz, ZOREWE0.Ivol %EE K O A % 7 —/v (1 : 1) IRIRICEM L, EREC
25mLE L7 b0 &Rk & LT,
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ST —F v — b
()
W
! RFE B BB 20.0 g AERHL
B, O, MIEE: R 10.0 g 12k 20 mL AN % 30 4 ke
5 B 5.00 g 127K 20 mL ANz 30 4 R s
7 Eh=b L
l 7 =R/l 100 mL, =TT AR filith - At
FREIL 7 £ =R/l 50 mL CRERIZREDFTAX fhi - Al
AlZEE DR, 7EI=RL T 200 mL IZESR
I BRI S mL, BH, A OFEIEIL 10 mL, A81% 20 mL 245 AR
(%ak8E 0.5 g 1Y)
7K 10 mL %0 % C e

(FE 1)
R)~—%3I=HF7A. (500 mg:InertSep PLS-2)
! R 2 T17 (T2 =RV K OYKE 5 mL THeid) (A

K 5 mL &3 T
K7 E'R=FI/L(1:1) 10 mL T H
SR L oA AL AR B RS = HF A (500 mg : Oasis MAX)
! W 717 I (72 R =RV e UVK A 5 mL CHE) (CEfT
7E'h=F)L 5 mL &% F
Wz -7 Eh=RJL (1:50) 10 mL CTE H
TRERVERA A ARSI =7 2 (1 g:InertSep SCX) [EAIAEHL (Z5 THii) |
! R 717 2 (BElE 72 =R (1:50) 5 mL CHaE ) IS AT
FERg - 72 R =R (1:50) 5 mL Z3i F (A 2 B

BRI IR D Y
YRR Z G
0.1vol%ElE « A% /7 —/ v (1 :1) 1R 2.5 mL |[Z¥AfiF

7. < N7 AP AEER IR D 7 Y

AZ AT T DM D 2 B A R T 572012, i~ N w7 A% & T UE i & RS L |
B OMEMERREE Uz, 728, ~ b v 7 ARIMESERIRIL., 77 > 7 RBRIAR 1 mL %
HBEICL D, m—2 U —T N L2 — % T 40°C LA T Gl L CIallE & i 2: L= 4%,
FRETRIGAERE Z & A RNEIEBRIZ 35 1T 5 [RIILER 100%4H 24 R B O REERR IR IS A L Cill
w7,
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1. E ST
1) HEAA > DO

2 mg/LiEE DR 7 a— A V=7 a JIEL TR A N A D~ AR MV E K
(R T, ZORERMOAI N A DT b ANy F (m/z 340 [M+H]T) ZE=ZV 7 AF T
BT, 3, AYNAAIRH T4 T E—RIZBIT 5 HE FTREThHY (TEMFS IR D54
HEVBIR) | AR THVELC-MSEEE TlE, RYOT 47 B — R LT RSO E R RGO
IS ANE~ N I ATEAE F DI a~ h T MBI DM E — 7 IO THBRRFIL, R T 47
E—RZERLT,

2) WE SR DR

—H72 ODS 17 L&, T LAOREER A T ANEOREEEE L CHER ZIRE L
T A5 ) — v R OUKDOEEBER RV TRRET U EBR 1RO 4 TRICFRE L 72 I E S 2 5
HL7-.

3) RO ERE
ARFHZIBUT 0.005~0.2 ngD FEELFH IR L 72/ R OFH BIFREIE, W3 115H0.999 L4
e BAFRERMETH - (K25 ).,

4) tr
ERERFEYE (0.01ng) 7 v~ M7 T LEK3IC, X, EEENGHEY (XK) &5
TefRFEA72 10 BEM OERIEIO 7 v~ & 7T L& 4~13 (TR, AN AV OfREFRF
AT, HE 20 E 3 2 MRy B — 7 13380 B e o 7z,
TERRF OB G2 LT IRT,

& RS

[ FEMEE(SR): 0.01 ppm]

0.01 mg/kg [(2.5 mL0.5 g") x (0.01 ng/5 pL)]

T 200gx5mL/200mL (CREROEEOBE)
10.0 g>x 10mL, 200 mL  (BJH, K OHEHOLE)
5.00gx20mL, 200 mL (ZEDHFAH)

2. BRI AR B E O R
1) fhHS&MoRE

OSHT A A B IR UT- VR BV ERRBR VIS B 1 DI N TR B0 . ZE (LA Rk ED) A3 2o #r
KGN EENDT2DTBR=RIV R OUK (1: DRI CHoT2D3, st Gl m 13 AV NI AV AR AR
DIEIRHZEND, TEN=RLVTHItHT 2071k LT,
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2) FERIFIEOHES
AU R E (R~ —RI= VT L IR A A AR IR =0 7 b ORIV 5
AR I=AT L) IZBT DAY b YA DENEEZRT,

@ HY~—%I=72.(500 mg: InertSep PLS-2)
TER=RILEASS mLC TS LI, T e OIS LI 5 A DRI R 7T,
VAR B YERR0.1 ugZ/KS mLICIRfE

(#1) LS ANA (%)
HEakiik (Afr) <1
AKeTEb=F/(9:1) 5 mL 20
Ke7TEr=FIL(7:3) 5 mL 69
KeTEr=R/1(5:5) 5 mL <1
AKeTEb=F/(3:7) 5 mL <1
7ER=RL 5 mL <1
it 89

@ RV~—%I=H72.(500 mg: InertSep PLS-2)
OOFEFITHESE | FRERMFIZOWTHER L2, 7Eh=RILEKSS mL T PHBESLI-%,
TRUAIE CIARIE HH L7256 DRI R 2~ T,

BERIRI A YESL 0.1 pg&/KS mLIZVAfR

(#£2) LS ARNA (%)
LA IR (B far) <l

K 5 mL <1

K 5 mL <1
KeT7ER=FIL(1:1) 10 mL 95

it 95

@ SRR A A R HAEAEI =7 T 2 (500 mg: Oasis MAX)
T Eh=RLEKRAS mL T HRTEE L%, T Rlia it CIRREE L7256 ORI Z R T,
HEERVA FEYERL0.1 ugZ /K 7 Bh=RL (5:5)5 mLICIAfR

(#£3) TR AVRIA (%)
AR (Afr) <1
KT ER=RI/L(5:5) 10 mL <1
TER=RL 10 mL <1
Wil s 7 2=k (1:50) 10 mL 100
Wife s 72 h=kJ/1(1:50) 10 mL <1
Xl 100
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@ TREEVERG A A AHUAI=T1T A (1 g: InertSep SCX)
Wl - 72 =R (1:50)5 mLCPmPEs L%, Pl CIERIAEH L-5E DR
Y,
PERRVAIR U 0.1 pgZlEfE - 7 E =R L (1:50) 10 mLIZIEfE

(#£4) TR AIRIA (%)
HeERyAI (A . WERE - 7 2=k (1:50) 5 mL 92
s - 7-Eh =KL (1:50) 5 mL <1
g - 72 h=kJ L (1:50) 5 mL <1
it 92

5T —HEUT, BligRatUie, RFEDZ2EARFH S 7 MBI D0RFE, IR Z— %LU
(T,

® C183=472.(1,000 mg: InertSep C18-C)
AZ )=V EKES mL TR LI . B CIERE L7256 DRI AR T,

PEERERHL AR HENR0.2 pgZ/KS mLICHfiF

(#£5) s AIRIA (%)
PRSI (B far) <1
AB =)L 7K (1:9) 10 mL <1
A )=k (3:7) 10 mL 41
AL )=k (5:5) 10 mL 39
AB =)L 7K (8:2) 5 mL 11
AH ) — )b 5 mL 3
EXil 94

CI18I=HT LR TE, R~ —RI= T AN TEE S R LR AHE A DIFRO Hi
77 TDA HELUTIRF S ORI CE AR~ — 3= T btk 352 LT,
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© FREEFENEPEAT L RHARI =17 25 (500 mg: InertSep SAX)
T7Eh=RV5 mL TP L, T aols i CIERES H L7256 DEIERATR T,
BERRVANR AEUES0.1 pga 7 Eh=RJ/120 mLIZEEfE

(#6) s AIRIA (%)
HEakiik (Afr) <1
7E'hr=RL 10 mL <1

Helg - 72 h=kJ/L (1:50) 5 mL 76

HEfR - 72 h=kJ/L (1:50) 5 mL 10

FEfR 7 Eh=kJ/L (1:50) 5 mL

HEfg - 72 h=kJ/L (1:50) 5 mL 2

Al 91

ST VBRSO FRIEHANEREA T AZHARI =T NN T R, R~ — RO R EEM R A
T BHBNEI =T T AT SRR DA AFRO DTz, D%, M
REAA L AN =T 22228 & LT,

@ 7aVPNI=772(910 mg: Sep-pak7l’/L)
FERR -7 £ (1:99) 10 mLTPHPE L% S CIEREE L7258 ORIEREZR T,
BRI AR YESL 0.2 pgZ il 72 b (1:99) 5 mLIZIAME (B VA BECIERDEY A F)

(#£7) LS AIRIA (%)
PRI (Afr) <1
HERR - 7 &R (1:100) 5 mL <1
WEls - 72 s A% )—1(1:90:10) 10 mL 94
WEls - 72 s A% )—/1(1:80:20) 10 mL 8
HElg - 72 e A% ) —)1 (1:50:50) 10 mL 1
Xl 103

EREARE RIS RFE WSV TE FRBI RSB o7,
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VBT NI=HT (910 mg: Sep-pak7 /L)
FERE Wi =T /L (1:99) EFERE -~ (1:99) %10 mL T PIfveif Lot AVEEECIARYEE
U725 ORIEZ R T,
PEERVAIR A YE 0.2 ngZFERE -~ Y2 (1:99) 5 mLIZEEME (5 FREECIERBEY VA7)

(#£38) LS AIRIA (%)
HEakiik (Afr) <1
RS « ~42 (1:100) 5 mL <1
FERR « {EfE =T /L (1:100) 10 mL 2
iR 7 &R (1:100) 10 mL 58
WElg - 72 o s A% )—/1(1:50:50) 10 mL 25
it 85

g 3 S IR AN EE T - T,

@ 7777 ANI—ARI=772(500 mg: InertSep GC)
FEfR—F /L5 mL TP LI S CIEREH L7256 D BRIERE R 7,
PRV AR pgZ W =T /110 mLICIEfE

(#£9) L, AIRIA (%)
LA IR (B far) 68

FEl =T L 10 mL 21

FEfR T L 10 mL

Myl FERT=F L (1:3) 20 mL 2
Myl FERT=F L (1:1) 20 mL 1

it 95

A B 7 2050 T2 BRI AR B E2 DB 77380 . X AR RSO BT,
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3. USINIaly SERRE 5

1) ﬂil)%"Jnit%’ﬁfii

R ORI TE

SSIpRAYSIEINIEEES
AT T AN LT T T o 7B ER0 g2 IRl AV

) ﬂ"/ﬁﬁ‘/ﬁ‘{&o 1 ugmL7 & b= KV VRS2 mLA#IN L T X <R

L7z, ZKRKEOKREIZHOWTIE

AL, 305 MhkiE
AT TR AL LT T T o 7B g2 BRI, A

VU A ERERRR0.1 pg/mL7 & b= b U VEERERER] mLA BN L TR <EA L, 3057
HE Lo, FRIZOW T
F AFHERIR0.1 pg/mL7 & b= b U MEAREEEHR0.5 mLA R L TE <IREG L. 3050 [HHE
Lz, ZK, KEKROEREHZOW T, & 5H12/K20 mLZ 1 Z CSIRIC2MF MR L= 4.
ARBRIEZHE > THOHr L CGRINENEEZ R L7z, 0.01 ppmifSINEEHCOEEX74~100% O
HHETHY . TOHTHE (RSD%) 138.5%LL F TR TH T,

2) 7 Z  7REFO I EAR DL (X]4~13)

AN DB R B % KT TIHEE — 213, W TR OREHI BV THRR

ST T AL LT T iR g BRIl AV RV

- IR EE ARNIF
(ppm) [E#E (%) (n=5) B RSD%
ok 0.01 74, 72, 76, 72, 76 74 2.7
K 0.01 76, 86, 87, 76, 77 80 7.0
IFoLx 0.01 79, 82, 81, 80, 86 82 33
IF5HA%D 0.01 94, 84, 84, 90, 75 85 8.5
Fop LY 0.01 90, 77, 87, 82, 82 84 6.0
AT 0.01 98, 92, 96, 94, 98 96 2.7
FrLoy 0.01 81, 83, 87, 85, 83 84 2.7
K" 0.01 79, 88, 88, 75, 84 83 6.9
r=h 0.01 89, 83, 83, 90, 85 86 3.9
o 0.01 95, 103, 99, 103, 100 100 33

" JLHE[E; 0.01 ppm

BRERIER A A AR = T AT L AR A BN LT R BRI LD

LISy AWAVIES Y il

7220, IR TUE, TERYERG A A AZ WA =17 DM LB AL E Th -7z (K112

)

o
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4. B~ R 7 ZADRNE ~D 52

~ MU v 7 ZEHBUCBET B REHE R 2 IR B IR T IR RUE SR IR T2~ R v o
A% EToAE IR RYEEF Y IRE) OMXHE (%) X, 95~103% DA TH Y | filiid
JBIEMIZIBN TS, A A MUK T 2B O BT L A ERD BRI T2,

- IR EE AR A

(ppm) FEXHE (%)
R S 0.01 97
KE 0.01 95
IFhnLx 0.01 103
FINAED 0.01 95
XY 0.01 100
VAT 0.01 98
Froy 0.01 100
B 0.01 98
<k 0.01 98
ZF 0.01 98

FARHE (%) 1%, EEHREUEERRICT 5~ Y v 7 ARNMERERR O S TR
L7ze RITTREEVERGA A BRI =8 T M X DB Z T o7~ MU v 7 AR
WA T,

5. Z52

TEM R R PERBRIC B 1T D 0 T IEI I S &R E LT RBRE IS LY | MEER EEH CThDHT X
KJOM, TRE AT LEZINAZE) TV VAT ALy K bR OTE TR
DU A MR U AR R, W RAFCThoTe, o T ARRBRIEITERIE, T, X
B RE R OREOREYIEH ATRE ChH &l L7z,

RREF, A NFAZONT, —FilliRiE (LCMS - T{EXOLCMS - TTE) O H A
HThHHIE, X, L — A7 FE R R KD RERNE (C e s U A7 L Habt o [EAE<CNEFR %
FZ AW R 13 DN EE ChHHZEA B LTZ BT AN LRERD N U &7 kU RERE
HTHLT 7N M)A AT bEARERHAEBREE LTRELLE LD TH D,

6. it

AN A ARBRE (EPE) ST, 7Rb=RIATHI L, B~ —R3I=h 54 GIH) | fhth AL
PEREA A RUARIIE I =717 L S ONRER P 5 A A R BRI =T T R DO F) IZL R 7274 |
LC-MSIZEVHIE T2 HEE R T 5.

ZAEED10SEPEWITI51T50.01 ppmIRIITOELEEITT74~100% (PHATHE2.7~8.5%) THY, &
BIRFUIOT IO EEDI B TH0.01 mg/kg)da[HETHHZ EMNMERIINTZ,
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E =S N
D AN OIEMFRRME (ZK) REBGRE RS CRABAE O PR
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1. AV RV A DO MS A7 Fv GRERVERFHIHWZ LC-MS 12X %)

*MSD1 SPC, time=5.110 of X100822\X0822S06.D API-ES, Pos, Scan, Frag: Var

340.0

100
| Max: 22888

A

340.0

80

60+

315.0

40—

295.0
341.2

20+

331.0

316.2

—297.0

—357.2

—371.2

300 320 340 360 380

m/z

[(BRfESR1E]

B EMER © G1946D E &#HrEt. 1100 >V — X EidikiA 7 v~ 77 7 (Agilent #1)
BaEtH : 2% 7 —L 0.1vol% X (3:7) IRIR, 7r—A v Yxrval
Wi 0.2 mL/min

FEAR 2L

A A AbET— K : ESI (+)

A F L HNEE 3000 V

7T T AH—FEE 140V

RZ AT AP 12 L/min (%238)

REME T AR« 350°C

X7 T A PF—£T] : 50 psi

Scan FEE#IFH : m/z 50~900
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2. RO —1pF)

CalibrationCurve ——— 2011/03/18
AJM)FY

y=1686979.247 x -676.857
r=0.999988

400000

calibration curve — 2011/03/18

350000

P

300000

250000

200000

ARYFY

Area

150000

100000

50000 /

0.1

Amount(ng)

- 42 -
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3. AY NI AUERELO I a<x N7 T 4
B3-1. AY MU AUERELO 7 a~x N T T 4

(LK KOS HIE )
FEYESL 0.2 ng

R

it 0.01 ng (E RFRSHEY &)

] MSD1 340, EIC=339.7:340.7 (X110318\X318M021.D) ] MSD1 340, EIC=339.7:340.7 (X110318\X318M024.D)

900§ 9004

8004 8004

7004 7004

6004 6004

5009 5004

400§ 4009

300§ 3004

200§ 2004 \l/

1004 1OO€T’J A“’“’
T T T ] T !
10 20 m 0 10 20 m

3:22. AV NI A VBRSO a~ N T T A

(KT, IZnwve x.

DA/::‘\

FEYESL 0.2 ng

F~

e

kKON EHIERY)

it 0.01 ng (E RBRFHEY &)

~MSDT 340, EIC=339.7:340.7 (X1102011X0207 43.D) —MSDT 340, EIC=339.7:340.7 (X110201\X0201_46.D)

7008 7004

6008 6004

5008 5004

4008 4004

3008 3004

2008 2004 \l/
100€J 1009 )

. R T " T — T
10 20 m 0 10 20 m
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X 3-3. AV NUAUERELO O~ N T A
(IZHNAZE I, XY KOF Lo DRITER)

o Y = ol Y = === N N=N
FEAE S 0.2 ng EYESL 0.01 ng (EERBAAEY &)
MSD1 340, EIC=339.7:340.7 (X110209\X0209M37.D) MSD1 340, EIC=339.7:340.7 (X110209\X0209M40.D)
14001 1400¢
12004 1200¢
1000 1000¢
8009 8004
6009 6004
4009 4009 \L
2004 2004
r,J
1‘0 2‘0 m 0 T 1‘0 2‘0 m

- 44 -



X 4. ZHKDITa~ T T A
AN

5ul/2.5mL/0.5 g

0.01 ppm #s/N
S5ul/2.5mL/0.5 g

9004

8004

7004

6004

500¢

4004

3004

2004

1004

MSD1 340, EIC=339.7:340.7 (X110318\X318M031.D)

9004

8004

7009

6009

5009

4004

3009

2009

100€F}

MSD1 340, EIC=339.7:340.7 (X110318\X318M030.D)

o

5. Keomrna< 75 A
AN

5ul/2.5mL/0.5 g

0.01 ppm #sAN
S5uL/2.5mL/0.5 g

7004

6004

5004

4004

3004

2004

1006

MSD1 340, EIC=339.7:340.7 (X110201\X0201_53.D)

7009

6004

5009

4004

3009

2009

1004
-~

MSD1 340, EIC=339.7:340.7 (X110201\X0201_49.D)
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6. TN\ Lrnrua~ K7 T A
AN

5ul/2.5mL/0.5 g

0.01 ppm #s/N
S5ul/2.5mL/0.5 g

6004
5004
4004

3004

.

2004

100§

7004

MSD1 340, EIC=339.7:340.7 (X110223\X223M019.D)

MSD1 340, EIC=339.7:340.7 (X110223\X223M016.D)

7009
6004
5009
4004

3009

!
o W

7T AEZONAEI DA~ N T T A
AN

5ul/2.5mL/0.5 g

0.01 ppm #sAN
S5uL/2.5mL/0.5 g

MSD1 340, EIC=339.7:340.7 (X110209\X0209M14.D) MSD1 340, EIC=339.7:340.7 (X110209\X0209M10.D)
1400{ 1400¢
1200¢ 12004
1000¢ 1000{
8006 8004
6006 6004
4009 l/ 4009 \l/
ZOOGJ 2009
— T T — T — T
10 20 m 0 10 20 m
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8. Fy XY ru~ 7T A
AN

5ul/2.5mL/0.5 g

0.01

ppm AN

S5ul/2.5mL/0.5 g

MSD1 340, EIC=339.7:340.7 (X110209\X0209M29.D) MSD1 340, EIC=339.7:340.7 (X110209\X0209M27.D)
14001 14001
1200¢ 1200¢
1000¢ 1000¢
8009 8004
6009 6004
4009 4009 \L
2009 \L 2004
1‘0 T 2‘0 m 0 1‘0 - 2‘0 mi
9. VAZDIa~ s7T A
AN 0.01 ppm #sAN

5ul/2.5mL/0.5 g

S5uL/2.5mL/0.5 g

7004

6004

5004

4004

3004

2004

1006

MSD1 340, EIC=339.7:340.7 (X110201\X0201_67.D)

7009

6004

5009

4004

3009

2009

1008

MSD1 340, EIC=339.7:340.7 (X110201\X0201_63.D)
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10. Fvoyorsu~v 7T A

RN 0.01 ppm SN
5ul/2.5mL/0.5 g 5ul/2.5mL/0.5 g
MSD1 340, EIC=339.7:340.7 (X110209\X0209M36.D) MSD1 340, EIC=339.7:340.7 (X110209\X0209M32.D)
1400¢ 1400{
1200¢ 12004
1000¢ 1000{
8004 8009
6004 6009
4004 4004 \L
ZOOGJ \l/ ZOOGJ
““1‘0““2‘0““m 0 “1‘0““2‘0““m

1. KXo a< KN 7T A

RN 0.01 ppm #sHN
5ul/2.5mL/0.5 g 5ul/2.5mL/0.5 g
] MSD1 340, EIC=339.7:340.7 (X110318\X318M038.D) ] MSD1 340, EIC=339.7:340.7 (X110318\X318M034.D)
900§ 9004
8009 8009
7009 7009
6009 6009
5009 5009
4009 4009
3009 3009
2009 \L 2009 \l/
1004 1004
1‘0 2‘0 mi 0 1‘0 2‘0 mi
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12. h~bD7u~< ~J7T A
AN

5ul/2.5mL/0.5 g

0.01 ppm AN
S5ul/2.5mL/0.5 g

7004

6004

5004

4004

3004

2004

100§

MSD1 340, EIC=339.7:340.7 (X110223\X223M013.D)

7009

6004

5009

4004

3009

2009

1004

MSD1 340, EIC=339.7:340.7 (X110223\X223M010.D)

13. ZFnra~ 7T A
AN

5ul/2.5mL/0.5 g

0.01 ppm AN
S5uL/2.5mL/0.5 g

7004

6004

5004

4004

3004

2004

1006

MSD1 340, EIC=339.7:340.7 (X110201\X0201_60.D)

7009

6004

5009

4004

3009

2009

1008

MSD1 340, EIC=339.7:340.7 (X110201\X0201_56.D)

o

- 49 -




E =S N
AINIA L OIEBERENE (LK) BBURHE CRARERIOSRr, EY O FIRIHTER)

1. K OB
TR, TRN=RIL, A% ) —)b: B RS
K fiiAA k% Milli-Q System(Millipore ) TR L 72 D
AN A AU HIEE 99.7%, RBRZREE Rt
Z ORI itk
TTGT7A I =R R=HT I Supelclean ENVI-Carb, 0.5 g/6 mL(SUPELCO #)
PEAL A= T T I Oasis MAX, 0.5 g/6 mL(Waters )
R)~—FRI=HT A Oasis HLB, 0.5 g/6 mL(Waters )
Al : Celite 545(Fn i3k T. %)
B DR R ZM1 (Retsch )

ks u< s 77 S RESHEHLC-MS/MS):

2795(FiEiR ks~ T7, Waters $)

Quattro Premier(¥ 7 AV EHVE B/ W5, Waters Hil)
TSR MassLynx 4.0(Waters i)

2. Bk a~ 777 SRS HTFHLC-MS/MS) D EES
2-1. EHRIK7 o~ 757 DEMESM:

SN CAPCELL PAK Ci1sMGII, 5 pm (& /£ %)
MNEE 2.0 mm, & 150 mm
VAR - A;0.1vol % EERE, B;0.1vol %R & A A% ) — /v

A:B (v/v) 90:10 — (20 min) — 40:60

ViR 0.2 mL/min
VNI 40C
PRIFIR R - 17.1 min
2-2. EESHTRIOBIESRM:
AZALIE: TL /AT L —AF Akl (EST)
HE—R

a—rHAFE: 50 L/h (Ny)
RV A & 850 L/h (N2)
WAYAET AR . 50°C
V—AT7 vy iR E: 120°C
Freo)—EE:  3.2kV

a— B 15V

aYVa B 10V (@V¥ar A Ar)
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A BHE: MRM £
F=HV T AT TVI—Y—AF > m/z338.0, TuXIrAF m/z290.6

3. BEBOVERK
AV NIAAZARER 10.0 mg & 50 mL BOARTZANIEREL, A¥ /—/VTEZHRLT 200 mg/L /&%
B2, KT Eh=R(6:4, vv)IRIKE TAIRL T 0.0005, 0.001, 0.005, 0.02 335 T*0.04 mg/L DOIEHERS
AT D, ZOWHKD 10pL & HTEL &I ORIk a~ 757 B BT EHLC-MS/IMSIZIEALT, 7 —
ZALPREEE & T AV NI A O — 7 @& & RIEL, BlicE &, fiimice — 27 @mE&a o TR ERAER T
%R

4. SyHTHERAE
4-1. Bt ORI
BRI LR 500 g ZHEVEXICHRY, BE OB TR 5,
4-2. JhH
eL7oaEl 10 g 2 = A7 7230 ey, K 20 mL 2% 2 BERBAEL =%, 7=k K(55,
VIVIRIK 100 mL &M%, 30 4y #EES 95, ¥ E Aikds LOA A B A Z oo 7o il LR S kg AIEL,
P % [FHRIK 50 mL THEW, FERIZAIRT 5, A AR RIEKE T 200 mLEREL, 0 40 mLEE} 2
gt )& BT 2,
4-3. FEHL
4-3-1. 7T77A I —RR= I T AL DR R
TI7 7 AN =R R AT ILNIAS )= VB L OVKZIER 10 mL 373 FLATLERT 2, s Bzl
ZHPAELLT2Y T 7 7 A =R R=H T LTI T2, SHIT, 2vol%FMeEFAY /—/v 10 mL 2777 74
M1 —RI=AZ LB LT FL, 2V KA Y, 40CLL FOKBEHTH 20 mL ETRIERET 2,
4-3-2. [EAA LRI =T ML DR
BEAA L BRI =TT 2T B =N B L OVKZIER 10 mL 5% FLUABLERS 5, IRHEHRICT =k
/K525, vIVIRIK 5 mL AL, AL A AL BRI = I T LI T35, SHIZ, 7Eh=FI1L
K129, vv)IE 10 mL BXO7 Eh=k/L 10 mL TERBNZIEREEL, ZhEBA4 I =0T 18
LT FL, ZNHDMMHIREE T, IRIZ, 2vol%FMEEH 7 Eh=r /L 20 mL % FL, HKEZEY,
40°CLL F ORI CIUEIRMEL , BRI 2 REN F CRIEE R LT 5,
4-3-3. R~ —RI=HTAZLDRER
RY~—RI= AT LAY )=V B L OVKENAR 10 mL 320 FUATLEE T 2, 7B %% 0.5v0l % HEE 20
mL [ZEfEL TRV —RI=WTAIBEL TR F 35, EHIC 1vol%FEEE 10 mL LU 1vol %l /A% /
—/(8:2, vIVIRIR 10 mL CHEBNZIAXRESHL, NER)~—RI=HTLBL TR FL, ThHOHHIEK
ERTD, IT 2v0l%F R A A% /—/V 20 mL & FL, WA EY, 40°CLL FoK¥E 1 CRIERAFEL,
RBITERTIE FCEEAEETD,
4-4. ER

PR AR (4~10 mLYDK /T r=R(6:4, vIvVIRIRIZIEMEL, 70 10 pL 2R S0tk
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~ T BT

Hrat(LC-MS/MS)IZIEAL TE — 2 843K, MBI AN A O FE L KD,
TR RELZR T D,

5. EE[RS I L ORI RS
TEERRA
ERERAEE R RUBHRIE HACERHR HEAE TEBRA
(ng) (2) (mL) (uL) (ppm)
0.01 2 4 10 0.002
g HH RS
o ZIN dank s ARk B b3 (SEaR( AR g HH PR AR
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