KAREFIL, MBRIERABICB T OMFRREE L O bOTHY | RBIEDOFEMICEEL THEL L
TRV, 2k, REFONE LM E I35 RHBRIE L OMICHIEED H 2581213, WL 213
TRRBRIEMBE T 5 Z L2 THELSTIZEN,

T 22 4

BRI 0 RREEFEORIIT THLMED
ARBRIEPH IE F R &

TT7F Ry T AMRINNE T A
ABRE (BKED)



FT7HX Ry 7 ZAROGANN Ry 7 AL (FGKED) OREHER

il
1. HBYRORRBRIEORG 8
FT7X 2 Ry 7 A%, ROERAMESCIKARA R OB ME FHRYEOR 14 B & L CTHEH S b HtH

HThon, BEFRMEAEFRS R/ RSWEE] TR S VT2 BH S E kO
WRZEE 2, RREORBEEZITo7c, £lo, FLX ) VU UREBPIEATHL IV ARy 7 A
L DORIBSHEEZHE Lz, 72, RBRIEOREICHT->TiE, X2 Ry 7 2T 0RFHTH
53-AFNF )XW Y 2-HLAR VR (MQCA) 3, BN Ry 7 AIZORHMTHLFX X4V
V2-FIVAR U (QCA) BENZNHFIEME L 72> TnDHZ b, MQCAK DQCA% 43 M4
L L7,

¥, MRS O HEEEIL0.001 ppmE L7z,

1) HfbasmE
B-AFX XYY 2- VR (LLF TMQCA] & B59)
X XY 2-mR U (BUF [QCA) L&)

2. TG EMORE, B LM M ORI E (C R 5
1) HEE M OB L 2P E
FI7X Ry TR

(0]
,L ONHCH,CH,0H
~
©:N 2
l CH,
0O

MQCA
N OOH
N
©:N 2
CH,
'ﬂﬁ?i . ClOHBNZOZ
5y : 188.18
{b24 (IUPAC) : 3-Methyl-quinoxaline-2-carboxylic Acid
4 #i : Light red Powder

A7 B ) — VKRR ¢ log Pow=1.656
(Hi#h : SIGMA-ALDRICH SAFETY DATA SHEET)



TININ Ry 7 A

0
,Lj/oHNNHCHOCH3
~N
L,
|
0
COOH

QCA

N

AN

N
'ﬂﬁ?ﬁ . CgH@NzOz
8 174.16
{fb=4 (IUPAC) : 2-Quinoxalinecarboxylic Acid
g Bl B~ e AR TSR
Ao S #9208°C
VRIRME IR, TAa—, zaakLh, T RNAAET D
T 2 ) —)VDKG BRI : log Pow=1.456(ACD)

(HH : FGRiSE T3 MATERIAL SAFETY DATA SHEET &R
www.chemspider.com/Chemical-Structure.87301.html)

2) FHEUEfH
FTT7F Ry A
AN R

TINN Ry T A
e AR
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1. B

1) WAL
HNDOA—R=KOHHEHILEENPOEA LT, WA LTZREHIETE EO LD EFH LT,

2) BRI IE

ORDOFIA - ATREZRIR Y JENIE 2R E . Ml — (b L7,

QKOG : ATREZRIR Y FR 2 R E . MY —E L7z,

ORDATN « 2k Z M — (b LT,

@Y - RZPREINA LI Z A bETESIEALE LT,

OFF &2 I<RAL T LT

©272&  {EE A L, ARG (WK, B R ORE2ET) 2 — L,
@& AR (Faate) s —bLi,

®L LA HakaBr& s —b L7,

@EbAHro  EEEAEH L, I<KEELTH kL,
WHE DA = AIRE/2RY IEIfE ZFr & . M —k L7,

2. RHE - AR

1) tRHES

MQCAFEYES, (MiFE96 %, Tronrto Research Chemicals#i)
QCAREHES, (HiE99.9 %, Ftiisk T3EM)

2) A3
FER =T L, n-~FHhr . A% 7 — (LLE, FREREGAER )
25% 7 E=T K, HalE, R WERR. KMtV UL (BLE, REERRR)
HEARHEET MY L (PCBAHTHI)
AF L VAR BEGIRI =0 T A InertSep PLS-2
(FECTAES00 mg, ¥—m= /LA o ZH)
TFLVTIUN-TrELT YT U BV =917 A : InertSep PSA
(FECTAES00 mg, ¥—m= /LA o ZH)
Bt LA A A AR S =% T A Oasis WAX  (F8 T Af£150 mg, Watersfl)

3) AEHER, BRI OFRELT

O HEIR OFRRLT1E

FEAEIRK - MQCAK O\QCARZEHE 10 mgZ BB ICE Y . TIENA K J — VTR L 7-%%. 100 mL
ICER L, BERRR AR LT,

B AR AR VEA IR - MQCAK UQCAEHEFUR A IRA L, KK DA% /7 —/v (1:1) JRIR Tl B AR
L C0.00025~0.0015 mg/LIAi% & 45 s il L 7=,

AR YERSIR © MQCAK U'QCARRHEIRIR 2R A L. A% /7 —/L Tl EAR L T0.1 mg/LIEHR % M
L7,

@RIRDOFARIT 1L
2mol/L/AKEBIL 1 ) 7 WA K ) — VKR
K LA U w7 156611 g5 RVED | A X/ —/VEIMZTHEML, 500mLE L7z,
3 mol/L¥&E



7K300 mL K O E£100 mLA R A L7z,
IKEOAH 7 —)L (1:10) {BIK

K10 mMLE N A % /) —/1100 mLETRE Lz,
XEEKRNA L /—/L (1:500) JRIE

FEL0.2 ML VA % 7 — /L1100 mLE RS LT,
XA L 7 — (3:97) IRk

FEI0O ML N A X /) — 970 mLEIRE Lz,
25% 7 BT IRKEOAZ 7 —L (1:19) 1R

25%7 VE=TIAKEMLE VA & 7 — 195 mLEIREA LT,

KERAK ) — (1:1) 1B

IKEO ML XA % ) — 50 mLERE L=,

. HEE

REDFAY—: OV KT ET I AT25_—2 w7 (A F « Dyl
o—X&% Y —xT /R —&— : R-200 (CEEBIFH) A&

LC-MS/MS
uvEay =4t
MS Quattro premier XE Waters
LC Alliance 2795 Waters
> — &AL | TargetLynx V4.1 Waters
- PESE
LC 51
VRN Atlantis T3

P XN 210 mm, B 150 mm, Ri 48 3 um
£4L - Waters

BaEfayciEE  (mL/min) 0.2
HEAE (uL) 5
BT LRE (C) 40

B EH

A% : 0.1 vol % e
Bikx : 7k =KV )L

75 ox s Nk

R (57) | AlR(%) BifZ (%)
0.0 95 5
15.0 50 50
15.1 5 95
20.0 5 95
MS &4
HEE—K MS/MS, SRM (BIRKSE=% VU 7)
AAAEE—F ESI (+)
Fy 7 UVELE (V) 3000
Y —2Z{RE (C) 120
BiraEEHEE (°C) 500
a— R 3%, 50 L/hr
i s 77 A %3, 800 L/hr

al) Vg HA

T2 0.2 mL/min




EEA A (mlz)

MERMEWE | A4y |a—v@EE] 2o
(m/2) (V) TR R
(eV)
MQCA +189—145 20 18
QCA +175—129 20 18

EMEA A (mlz)

(mfz) (V) TR F —
(eV)
MQCA +189—143 20 18
QCA +175—102 20 30
TRFFIRF# OO H %2 MQCA : 10.74%
QCA : 10.5%7
5. ik

MQCAK D'QCAIEHE L &2 N ZEIA X /) — /VIZEEfR L, 100 my/LOFENERUR &2 i L 7=, A AEUErR
WalREGH%., KEOAZ 7 —/L (1:1) BETAHRL, 0.00025, 0.0005, 0.00075, 0.001, 0.00125,
0.0015 mg/L DY FE DOFENEERR 2 FATL U7z, FEHERIRS pLZLC-MS/MSIZIEA L, fFbh /- — 7 il
7> B MR ERRE CRERR A 1B U7, SRBRIRIES L& LC-MS/IMSICIEA L, bz v — 7 g & 1k
% U 72 EfR s 5 MQCAK 'QCAD & & & Hi L7z,

6. IR S
. g, FRIR. Rl D 72X, ST, LUAKELAD (IR : 0.001 ppmfEY) 30k
10.0 gIZ U FHAEAESS#K0.1 mg/L (A &/ —/VEsiHR) Z20.1 mLishn L & <HEA L7z, 3043 MAE L7z,
HERG (ASINJEEE @ 0.001 ppm#E) : 30BF5.00 gl #I AR HERS#20.1 mg/LZ0.05 mLiRIN L X < 1BA
L7212, 305 ffAE L,

7. BEBRIER OFHHR

1EH B2 LIS DOFEHZ DV TIE, MQCAK UDQCAZ BB KR L U & LA 2 ) — VBRI TR
SRR O U, HBBYE T CAF LU P AR B U EAERI =D T AT L%, ~3 W
VT, BT FVCESR L, T F LU T I VN EA Y Y ULV LS =T AR
SRR A A AR S = T A TR L 721, LC-MSIMSTE &M OER LTz, 1XHADIZD
WU, MQCAK UQCAZ G~ DIEEARANE T A & 7 — /L THIH L, BilR—F VIR, = F Loy
TIVUN-T LT YLV TV = T AR OGS RNERE A A AR X = T A TR
L72%. LC-MS/MSTE&MN OB LTz,

1) Ffhi
D FbHOLSOEL

AL AFlE, BN, faUra. LR OWNIEEERO0.0 g, AERHIXHUREES.00 g2 200 mLzE O IC R D £-D | 2
mol/L/KER{b 1 U & N A & ) — VEiR20 mLz Il 2, @ em Hlds 2 B0 {313 T, 85 C o7k Hr T2 N
BT, B L, AU A X 7 —n60mLaE iz, 100 MM L<SIEE 5 Lz, 74 Y U LEES
F95 mmiZE N - AR (BAR60 mm, GFP, Ml [LEUERTRY) W TG A L, 200 MLAA 27 F A
SZERE L2, AR DA Y TR A ) — 20 MLTEEW, JEDATRICIER Z ST, A% ) —
JUCIEMEIZ200 mLE U721, 20 mLZ100 ML72 327 7 A 228D . 3 mol/LEER2 mL& Nz 7=,

_5_



@ 1IbHODFEE

0.0 9200 mLizE LEICE VY . K20 mLE N2 T2 L, HER0S mLAE A 72, ZAUT A X
/=100 mLE M Z, 15 ARET T A AL 7 A YV U 2% S5 mmiZ 72 A% (EA£E60 mm,
GFP. HilllBfEAFERLD) 2 AW T3 AL, 200 MLAEA A7 T A THRIRLTZ, AR EOEEMIZ A
X ) —NB0mMLEMX CTHRE DA X LT, B RBRIC AR Lz, AR EDFREWIZ A & 7 —/L50
MLZIMZRE ST A A LT, LR EFEEICAB LT, oAk EhE T, A%/ —/LTCIEHE
(2200 mL & L7z, fliHik20 mL% 300 mLA3 & =FICER Y | /K100 mLA Al z ., FERE— T /150 mL C3[FEE
EO M U7z, IR A 300 ML=/ 7 7 A 2 (T8 | MOKEREET N Y U A& x TREA R 0 720
5155 EE L7z, 200 ML7Z2 47 7 A 32 AW L2t AHiA40°CLL T Tl L, st & L,
Z ORI L O A X ) —/b (1:500) IS mLE Nz TN LT,

2) ki
O EbHOLUSNOBE
Q) AFLUIVEARVCEBUREAERI T LI u~ NTT T 44—

AF VLUV EZNARCBUVIEAKRI =S T A (500 mg) (ZAKEOA X 7 —/v (1:10) {10 m
LEZFEAL, JMKIFHE T, 2007 512 1) O TR LIVIERZTEA, IRVWTKERA Z 2 —/L (1:
10) VRIK6 ML CAAA TN ZH72N HIEA L, WHIKA50 mLiE.OE I2E 7214, 100 mLoyiki=F
B L, ~F %220 mLC2EHRE 9 LTAFH U EITE T, IRWTAX  —/LfE%300 mLo ki
SHZB L, /K100 mLZ Nz, EEEgE=F /150 mLC3[EHE & 5t Lz, %300 mL=f/~7F A2
IZER D | BOKAREET N U U A BN TR R D IR 723 15 k& L7z, 200 mL7edE 7 7 A2l
AHiE LT=th, Aia40°CLL T CHfi L, Wik FRE LTz, ZOREMICTIEL A% 7 —/L (1 :500)
JRWES mL%E Il TR LT,

b) =F LoV TIVN-Ta b N VU AT FNT T a~x NI T T 4 —
TFLVTIVUN-TrELTY LAV =0T 5 (500 mg) IZFXEEKL IR Z ) —)b
(1:500) JR#E10 mLZEAL, MHRIIE T, Zoh 7 48122) O a) THELIZEREZEA,
SHIZFBE DAL ) —/L (1:500) {EHKS MLTHEZRZVENZ AN HEANL, WK T, K’

WTFR A Z /) —/v (3:97) JR#K20 mLZVEA L, B Z50 mLz DEIZERY . 40°CLL T Tl

fis U, WIEZBRE LTz, ZOREMICEIER RA Y /7 —/v (3:97) 1RK2 mLEIZ TR L, /K3

mLE MMz, L<EE LT,

C)  BEEEMERE A AU RHBINE N T L~ N T T 4 —

S IEVERE A AL AW R = h T & (150 mg) 12 A X — )V RUVKES mLzEREA L, HHik
3T, 2B T 4122) O b) THOLNEEREZFEAL, MHRITE Tz, KW TAKE mL TS
BN IR SIEANL, MHRITE TR, SBICAZ /—/110 mLEEA LR A28 Tk, 25%
TURZTIRKEOAL 7 —v (1:19) JRIRS mLAETEA L, %50 mLzO0EICERY . 40CLL T
TRME L., WEEZBRE LTz, ZOREMEKEOAZ 7 —)v (1:1) RIRICIEME L, BBILAZMEZIE M
121 mL, BEMHIZIEREIZ05 mLE L7-t 023 BRIk & LT-,

@ 1EbHODEE
a) TFLUUTIVUN-Te LY b VTV T A Taw N T T 4 —

TFLUPTIVN-TREL YL ATV =T 5 (500 mg) (ZXERM VA X ) —)L

_6_



(1:500) JEIEI0 mLAEAL, MHIRITE T, 20T AI21) QTHELNTRREEAN, &5
IZFX e NA & 7 —)L (1:500) {BHES ML CHRaRZ RN AN BIEAL, MHTRIZEE T, RN T
XWX OA L 7 —)b (3:97) IR#K20 mLZEA L, ¥R A 50 mLizEOF I8 YD | 40°CLL T CilgffE L.
W2 RE L, ZOBBEMICXMBERAZ 2 —L (3:97) 1BHK2 mLEMZ T L. K3 mLEm
zZ. L<EE LT,

b) 9RMEEEMEREA ARG T LA a~w N T T 4 —

SR IEVERE A AL AZHARIE S = T A (150 mg) (2 A & — )V KRUUKES mLzEREA L, HHik
T, 2O T AI22) @ a) THOLNEKZEAL, WHIKITE T, IRUVTKS mL TR
N AN SEAL, MHEITE T, SHICAZ /—/110 mLEEA LK A28 T2k, 25%
TUEZTIRKOAL 7 —v (1:19) RIS mLEEA L, IR A0 mLizOEICEY . 40CLLT
T L, WA RE LTz, ZOREME KL A Y 7 —/L (1:1) BRI L, EMECL mLe L
7= b O ERBIRIR E Lz,



[HrE7 m—F % — 1]
[ERSYSSIVEIN
| AERALISE « 30EH0.0 g&BREL
L JEW; : #XEI5.00 gA BRI
Ik 43 i R OV
| 2 mol/LKERILH Y o LA % 7 —)VEEIR20 mLz Al x., 85°C ClpfMmEM %,
| A& —160 mLEINZ, 100 LIEE S
| W5 A, A EDTA Y T hE AL ) —L20 mLTH,
|  AX ) —)LTCIEMEIZ200 mLET 5
L %20 mLsyEL, 3 mol/LiEfE2 mLZ Nz %
AFLL D= BUEAR I =5 T 2 [InertSep PLS-2(500 mg)] |
|
|
|

KBORA K J—/v (1:10) {R#K10 mL TP
Fh AR 22 1N
KB OAHZ ) —)L (1:10) E#6 mLTEHEH
| AMERE NEHRE &5
| n-~FH 20 mUinz, 5RHEE 5 L.
L n~xPrEazEcs 2D IRT)
[FERE = 5L
| /K100 mLEINZ, RA
| EERTF 50 mLINZ, 5/RIRE 5 L, FER= T /L 2RI (3lE#k v iKd)
| EER=F L ESDYEC, BAREET N Y U L&A THK
| KEREE T N Y U LB AL, AURE LR, 2R
I FBKROAZ — (1:500) JRIES mLZ Nz, AfE
I:J:% LoV T R UN-Tar e Y by U 17 =717 2 [InertSep PSA(500 mg) ] ‘
| FWEOAK 7 —/L (1:500) EHEI0 mLT Ty
| RHARR 2 A
| FEREOAK /— (1:500) JRIKS mLTHE
| XEEROAZ 2 — (3:97) IRHE20 mLTHEH
| VAR A R SRR
| XWBEOAK ) —/L (3:97) 1BIKk2 mLEZ, B
L K3 mLznz, RA
M FLERE A A AZHshIE < = 7 2 [Oasis WAX(150 mg)] |
| A = UUKES mLC B
| BEhA AT
| K5 mLEONA % /) —/L10 mLCHeis
| 25% 7 E=TARKOAL 7 —L (1:19) RIS mLTIAH
| R 2 BRI, 2 R
| BRHALIAL : AKEOA X 7 — b (1:1) RIRCIEMEIZL mLE L, RBIAIKR E 32
LBGWG KK OIAZ 7 —v (10 1) {RHECIEMEIZ05 mLE L, BBRiEik L 35

5 pLYEA




X5 HD

Y

| #EHO0.0 g&FREL

| K20 mLEINZ, PR

| HEEROSmMLINZ %
iias!
A% ) —100 mLEINZ, 1 AREY A4 X
W5 A, A EOFREMIZA X ) —150 mLa Nz, 15EHAEY A4 X
W51 A
Ak, A% ) —/LTIEMEIC200 mLE 5

| 20 mLsyHL
[WERE = F LRI

| /K100 mLZEMZ, BE

| EEBATT V50 mLIN A, SMHEE o L, Eiie—IF /L2 8E (3[a# Y iK7)
| R F LA AT, AR Y U LA THK

| BEKBREET N U U LR ASHIL, Al TR, 2R

| FMEORAZ J—) (1:500) JRIES mLENz., WRE
E=FLU T IVN-TO AL UMb U A= 5 2

| FWBOAK 7 —/L (1:500) EHEI0 mLT Ty

| ENA A AT

| FBRKLOAK /— (1:500) JRIKS mLTHE
| FBREOAK /) —/ (3:97) iRE20 mLTIEH
|
|

=

Vs HHR 2 DRI . %5 SR L
XK O A K ) —)v (3:97) IBIR2 mLEINZ, &R
1 K3 mLEmA, BA
SRHLEPEEA A ARG X = T L)
| AH ) — VRO mL TP
ABHAIR AT
K5 mLETYA Z /7 —/110 mLCHEs
25%7 =T KEOAZ ) —v (1:19) {RIES mL T
VS HIR 2 DB E A . 22 SR
I KEORAZ 7 —v (1:1) BIECEMIZL mLE L, RBREKE 35

5 pLiEA

8. ¥ MU v 7 AURNIFEAE IR O R L
77 7 SRR D> 50.2 mLr B IR 2 BRZS U724, 0.001 mo/LOFEHEAHR0.2 mLIZIEfE L= b O
.~ MU w7 ARIEEAEAR & Lz,



DR R K VB 22 ]

1. JESRMFORET
1) MSE&HORF!

MQCAK U'QCAIZESI (+) M OESI (=) Wil DE— R TORENAIRETH - 7243, M L= E
TIXESI (=) E— FOBENEL 72<, £/, ESI (=) F— RTEBEFHICESADL Z LI2XD A
A A S DA B - 72729, ESI (+) T— REHHA L,

MQCA®DESI (+) E— FRIERFDO~ AAXRY M ERIUIR L, ZORERNL, MQCAD T 1 |k
ANy (miz 189 [M+H] ) 27U h—H—A A& Lz, miz 189% 7V h—HY—A A4 L L
a7 a ) AL ART MV EKRIR LTz, miz189% 7 ) i —Y—A A & LIziGa. 7'
X7 R A Frmiz 145K QA3MR H S Tz,

BIMERL Sy DEBENSESI () B— R TOm/z 189—145% E & HMEA 4> . miz 189—143% &M
HWEA A& LT,

ESI+, Cap 3, Cone 20, coll 0

MQCA_MS2 12 (0.121) Scan ES+
100- 188.9 1.52e7

| 1048

%

170.9

. 263.0

134.8 < [185.0 %90-1 2170 23‘3-0 297.1
0 ""‘H""H‘““‘“‘m‘“‘m‘Hm‘mwm‘wmw“H‘“H“"HN‘um‘““m“‘mHM‘Hmwmwmd“ m/z
100 120 140 160 180 200 220 240 260 280 300

1 MQCA O~ AA~T kb
A% ¥ HEIPH : 100~300 m/z
HIESAE: « ESI+, CV=20V
(CV : cone voltage)

ESI+, Cap 3, Cone 20, coll 18

MQCA_MSMS3 15 (0.151) Daughters of 189ES+
144.8 1.50e7

100

TE B
EE g
2
91.7 1178

0 ””w”\”“‘\”w“”w“‘”w“‘w ‘ T Mz

AR R A A A A A I A s AR R A B
60 80 100 120 140 160 180 200 220 240 260 280 300

2 MQCADT X s FAXx AT ML (E&EKOEMEH)
7Y Jp—Y—A A : m/z189
A X i 0 50~300 m/z
BITESME - ESI+, CV=20V, CE=18eV
(CV : cone voltage. CE : collision energy)

_10_



QCADESI (+) E— NHERF D~ AR M EKBIR LTe, ZOFERNL, QCAD T v kU AF

moy+ (mfz 175 [M+H] ") 27V h—Hh—A AL Lz, miz 175% 7 ) h—Y—A F & LIz
EDOTaR YT b AU ART MNEKAKOSIR LTz, miz 175% 7 ) h—Y—A A4 L LizEe, 7
Xy ~A A miz 1298 ON0205: H S vz,

PLEDZ & B OFEREHIERFOKE L VESI (+) £— R ToOmz 175-129% E = HHIE A 4>
m/z 175—102% EMHHRIEA 4> & Lz,

ESI+, Cap 3, Cone 20, coll 0
QCA MS2 11 (0.111)

Scan ES+
100+ 174.9 5.17e7
X 638
73.8
105.3
‘ ‘ 1878
0 \\\\6\6\‘\\‘\\\\8‘6\\\‘ bbbt u H reperteprrrp e m miz

frerr
100 120 140 160 180 200 220 240 260 280 300

3 QCA D~ AARNY kL
A% HiPH : 50~300 m/z
HESAE - ESI+, CV=20V

(CV : cone voltage)

ESI+, Cap 3, Cone 20, coll 18
QCA_MSMS2 60 (0.605)

Daughters of 175ES+
100 128.8

2.03e7

d

%

130.8

101.7

O-brermrrrmpre oo o

60 80

\m/Z
100 120 140 160 180 200 220 240 260 280 300

M4 QCADTuXr NAFxy AT ML (GEE)
T =Y —AF > :mlz175
A%y P 50~300 m/z
HE St - ESI+, CV=20V, CE=18eV
(CV : cone voltage, CE : collision energy)

_11_



ESI+, Cap 3, Cone 20, coll 30
QCA_MSMS3 34 (0.343)

100+

%

X 5

i

oiw F e

101.8

'

128.8

76.8

Daughters of 175ES+
9.34e6

60 80

Y I—Y—A A mlz175
Ay EiPH 0 50~300 m/z
2/ : ESI+, CV=20V, CE=30eV
(CV : cone voltage, CE : collision energy)

HIE

ESI-, Cap 3, Cone 20, coll 0
MQCA_MS1 14 (0.141)

T m m/z
100 120 140 160 180 200 220 240 260 280 300

QCADTmrH 7 hAF ¥ AT ML (EMEA)

Scan ES-
100~ 1871 &7 4.06e5
=
140.8

| 1650  |1gg1 5

1617 907 4158 ‘ 245.1
0 W‘WmwMmHw‘www‘muwlh_wm_HwHHWH_MH_W‘HWwhm‘_ww_wm/z

60 80 100 120 140 160 180

6 MQCA O~ AA~Y kL

Ay HiPH 0 50~300 m/z

BIESLE : ESI-, CV=20V
(CV : cone voltage)

200 220 240 260 280 300

_12_



ESI-, Cap 3, Cone 20, coll 20

MQCA_MSMS6 18 (0.182) Daughters of 187ES-
100- 101.7 2.55e6
1 ™ 142.8
S
0 \H\‘HH‘HH‘HH‘HH‘ \H‘\\‘H‘\\H‘\H\‘HH‘\\H‘HH‘\H\‘HH‘\\\\‘HH‘\H\‘HH‘\\\\‘HH‘\H\‘HH‘HH‘HH‘HH‘ m/z

60 80 100 120 140 160 180 200 220 240 260 280 300

7 MQCA DT uaXy NAFx ¥y AT KL
7Y H—Y—A A mlz187
A% i 50~300 m/z
HIESAE - ESI-, CV=20V, CE=20eV
(CV : cone voltage, CE : collision energy)

ESI-, Cap 3, Cone 20, coll 0

QCA_MS1 6 (0.061) Scan ES-
100 173.1 4.22€5
e
| 174.1
| 88.8
0 WJ:‘H‘wm“um_xH_wm‘uMMWwuW_"wWHW‘u"wwJmmwww miz

60 80 100 120 140 160 180 200 220 240 260 280 300

8 QCA O~ AARRYT kb
A%y P : 50~300 m/z
e LA ESI-, CV=20V
(CV : cone voltage)

_13_



ESI-, Cap 3, Cone 20, coll 18

QCA_MSMS5 9 (0.091) Daughters of 173ES-
100- 1287 3.15e6
\\ 101.7 4
o\of
126.8
0 \H\‘HH‘HH‘\\H‘\H\"\H‘\\H‘\\H“\H\‘HH‘\\H‘HH‘\‘H\‘HH‘\\\\‘HH‘\H\‘HH‘\\\\‘HH‘\H\‘HH‘\H\‘HH‘\H\‘m/z

60 80 100 120 140 160 180 200 220 240 260 280 300
9 QCADTuaXHy FAFx ¥ AT b
TV =Y —AF > :mliz173
A% P 0 50~300 m/z
HIELfE - ESI-, CV=20V, CE=18eV
(CV : cone voltage, CE : collision energy)

2) LC &t

BIES 7 IO TC L, Mightysil RP-18GP (A% 2.0 mm, £ & 150 mm, Kif-£¢ 3 um) | Inertsil ODS-4,
InertSustain C18% U*Atlantis T3 (N 2.1 mm, £ & 150 mm, Ki 7% 3 um) %, BEMHIZOWT, HEE
Be, BREET VE=ULRIK, TER=RFIAKRAZ ) =LV Z TR EZITo 70, BN 7 22D
WTCIE, BT L7240 7 A0 TlidAtlantis T3IN B — 27 IR, DBt L BIFCH 7=, £z, BEFHIC
Wi, BERRT 2 = U AR K 0 BRI 2 A2 S, F7oA X 7= X078 h=hrULEH
WIS E— 7 TR, o, FREE R QYR E O Wb BAT RS R MG D720 T, 7 7 Al Atlantis T3
(NEE 21mm, £ 150 mm, K48 3um) %, BEIFEIZIX0.1 vol %BFEIEIE N V7 h= KV L&
AnszZ b Lz,

3) IR
10IZMQCAD fR R, F 72 X1UCQCAD R EAR D F % 7~ L7z, 0.00025 mg/L (0.0125 ng) ~
0.0015 mg/L (0.0075 ng) ¥EFERIPH CTIER L7oMEMIT, BBtz R Lz,

4000 . 3
4500 T — 2 RLBRAEE B E S D — ]
FERE (A —H—) : TargetLynx (Watersfl)
3000 1 v — 7 OERFE  E— 7 ik
2500 - FREAROFERE « fe/h Rk
S 2000 - AR — 7 OFE & : 0.00125 ng~0.0075 ng
< 15004 & (a) :a=2171657
glh (b) : b=44
10007 R?: 0.998
500 -
o +——"""T"——TT"T"T—"T"T
0.0000  0.0005  0.0010  0.0015  0.0020
Conc. (mg/L)

X 10 MQCA Fr&E## 5] (m/z 189—145)
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8000

T — K ALEREE R T S D — 5]
7000 ° MRl (A —%—) : TargetLynx (Watersfl)
6000 - v—7 OERFIE . V— 7 HiEE
5000 - FREAROFERE « e/ Rk
S 4000 - Tﬁ%;@%@ v — 27 O : 0.00125 ng~0.0075 ng
< 00 - ffix (a) :a=4429703
g/ (b) : b=56
2000 4 R%:0.998
1000 -
0

0.0000 0.0005 0.0010 0.0015 0.0020

Conc. (mg/L)

X 11 QCA fE#H (m/z 175—129)

4) EERR
ERBROBEHFERZLLTIIR LT,
NERG LIS DA
0.001 mg/kg [ (A1 mL/1g*) x (0.005ng/5 L) ]
*1  10.0 gx20 mL/200 mL

Nels DO%E
0.001 mg/kg [ (0.5 mL/0.5g**) x (0.005ng/5pL) ]
*2  5.00 gx20 mL/200 mL

2. BRI IR EE ORREY
1) $ilH 55 & OINK o3 i D et

SEWRI) DAV Ry 7 ZAOFROFRERIENFES glz3 mol/LKEE(LF ~ U 7 A%iK10 mL%
Mz T, 95~100°C T304 MIME L CTHIH T 5 HiETH D, ZDOHEEZSZEIZ L TIRITLAMNIL0 g,
HENAIES gZEE Y . 3 mol/L/KE LT b U &7 AIAH20 mLE %, 100°C TMEAL 7= & Z A, HENIILIH
IDIBEL CREGTARREE 7o CLE o Tole®dh, BZ + B CE 2 A %/ — NV ERWT VA
VIR ZRRST D2 L L Lin, ZOWKIE. AHX ) —V~OIRMEZZE L, KLV © L% HN
HZ LT, 2, KEENO A S ) —NVERRICELT LT Z Sl Ik fiEREO IR EE 5395~10
0 CTILA X/ — /LWl LI O EDIRD AlREMER 5728, 85°CIZ Fif7z, 728, MQCAKTQC
A%05 pg%a2 mol/LKER{b A U w7 A % 7 — )VEEiHE20 mLIZERIN L, INEARERTIZ DU TRRET L 7oA SR
ZRUR LT, 85CTIRRINMEA L Td BAFZREIEENTG AL, £ 72Tk 4 W TR g E 4
L7c & ZATCERT D DICE LT RERII2RFFRRE Th o7, LLEORER KV | K3 i#iZ2 mo
VLAKEEE T V) 7 A B 7 — )V EiHE20 mLz vy, 85°CC2ipfNEN S 2 Hika M L7z, 7ods. INEL
FUIEH L= A2 (200 mLE LA) D1B~1/2FLE £ TORIMWNFRD ST,

B KEBIEH Y T ARAE ) —VERRIZ E DK, fEE L TWa X X7 B BMQCA, Q
CAZIFHE S5 A TIT o 72, 13 HAOUSORENCIE, MK R X E T 72 O R & 72
A=, HEEIIIEIE Lz, 3 b0 TIRY V7 BICHES LTnin s & EOY, 3B o0 AR
EONMBSMETIED 7 AR DV RBRREEL 72> T L E o 72720, 13 B A TIINAK iR % Fht
TR X A A T O R 2 & L,
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F 1 KGR O RS (%)

TR 53 FE IR Fe]
1 FRFFH] 2 IRFfH] 3 IKffH
MQCA 94 93 85
QCA 98 101 92

2) VRIS HE B R O 22 2 M D R

MQCAK UQCA%05 ng%z, 7k b, 7 Fr=F U, ~FHo | FHETFIL, AKX ) —IL%
50 mLIZIRIML, Que—% Y —x /iR L—X —THI1 mLE TEME L, BBONICERLE L7-Qn—X
U —T /AR —F—THIL mLE CRME L, ERTHE LB S LI HEREZREMFT-0r—X
J—x NRL— & —THET 5 E TR L., S DISSHMIRIE L2k, oI EHwE L, fEx
AR LTz, ZORERIY | R O FIEIC X D IR E D 22130 » 72,

K2 BEIRAEE R O EME MRS (%)

MQCA QCA

) o) ® ) ) ®

Ve 93 93 94 102 99 99

FERh= kUL 94 86 91 99 92 100
A~ 9% 93 96 104 102 106

Wi )L 08 100 96 106 110 109

AH ) =L 93 89 105 100 93 111

3) B O

MQCAKL T'QCA%K-0.5 pg% . 0.2 mol/L/KEE(L U 7 A A % 7 — LigiE20 mLIZ3mol/LEEEE2 mL% N
ZTCEMEIZ L2 DI L, ~F4 220 mLT2EHREE 5 i, iV T/k100 mLz iz, Eifg—T
V50 mLC3[EE & 9 21T - 7o R A2 2 312R L2, MQCAK UNQCAE A~ L 2[alfl i Tlalu 23
72 EEEE =T V3EIFHH CRAFREIAE ST T2, BT TS 5320 mL T2l FEEE
TFJVERERIES50 mLC3[EATH Z & & Lz,

# 3 ~FYROFHRT FA~DIEE (%)

A~ Fefg—F L
20 mL 20 mL 50 mL 50 mL 50 mL &t
(1mEH) (2[EH) (1mEH) (2[FEH) (3[EH)
MQCA 0 tr 50 36 6 92
QCA 0 0 54 39 7 100

4) BT RO
DAF L VAR B BRI =8 T AT K D HEH

FEEREHZ B TR R & O A~ N K D P, BER =T LI K D8R 21T HBE. 7 v
fblicm~nya 2Rl Lo <, BBRGITHAREEE D7, ATF LoV =A_EBEE
KI =07 L TORBBIZONWTIHREI LT, 77 LZKEOAHX 7 —/L (1:10) 10 mLTFEikeid L=
. K ##%12200 mLIZESR L7 EEik20 mLa 53 B L, 3 mol/LHERE2 mLZ iz pHL1LL FIZF#E L7
#%. MQCAK UNQCAK0.5 ugZz i, IRGLTH T AIAM L, KEOPA X /7 —/ (1:10) JRIETHE
MESE7o, WK ERUTR LT, Ak, KEOAZ 7 —/1 (1:10) RK6 mLOTEH T RAFekk
BEREoNT2D, ZOFREEH L,
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F£d4 AFLUVEARCBUEBEESERI =T 2060 (%)

AR+ "
— I/ .
KBRS J—b (1 - 10) KEQRAH 7 —v (1:10)
6-9 mL
0-6 mL
MQCA 104 0
QCA 92 0

InertSep PLS-2 (FE CAE500 mg, ¥ —=/LHA = )
W& : 05 pg
Q=F L VTIVN-TaE L UL U BTN =0T KK DR
TFLUIVTIVN-Ta LT U IS U BTV =h T A TORERIZONWTHREI LI, 1T L%
A K ) =10 mL TP L7=% . MQCAN O"QCA0.5 uga A % / — /L CAfT, IR TEER M N A
2 ) — VDR L Z AR ST, PR AE RE5-LITR LT,

#£51 =F LT IVN-TaELT YA U BTN =0T A E ORI (%)

i XMBOA Y ) —L e
0-10mL ..\02:1000  (05:100)  (1:99) (2: 98)
0-10 mL 0-10 mL 0-10 mL 0-10 mL
MQCA 0 0 0 61 24 85
QCA 0 0 0 5 - o

InertSep PSA (F£CA 500 mg, ¥— /LA = X))
W& : 0.5 pg

RO REEZ KIS IR E Lz, =F L P72 UN-Fa v Yk ) B AL =
BT L X RAL ) — (1:500) 1E#R10 mLCTEded L%, MQCAK ’)QCA%-0.5 ng% Xk
KOA % 7 —)b (1:500) {RIECTAR, FEORAY /7 —/L (3:97) THEH Lz EORHIRNEZR
5-21ZR LT, XML OA X J— b (1:500) RIZI0 ML TITEEE T, FHMEUA X/ —/L (3:97)
JRIR20 ML C BRI BIEN G OO, ZOFRBEZRH L,

#52 ZFLUUTIUN-TaENLT YIS Y BTN I =TT 505 DEHRE (%)
FEEENA X ) —)L

(1 : 500) (3:97) AFF

0-10 mL 0-20 mL 20-30 mL 30-40 mL
MQCA 0 104 tr 0 104
QCA 0 100 tr tr 100

InertSep PSA (£ TA®ES500 mg, v—=x/L¥ A =2 )
WINE: : 0.5 pg

QY IEMEREA A L R X =0 7 LT K D R

St HME e A AL AR S = T A & L T0asis WAXZ VL OWTOMEIZ LTz, ZDh
T LBIIPSAT T L L [RIRRIEA A XM 7 5 Th D, PSAITFEREHI B W T EICARDOBREDIENE
HAVIZDY, Oasis WAXTIEA ¥ J — VIREIRFICIN D OFRENIRPGONT, BT LEAX ) —L KDY
K5 ML TP YEE L7=%. MQCAKLUQCA%05ug & XBL A KX /—/L (3:97) B2 mLIZIA
fiE L. K3 mLZMZ CTAfF LG, K, AX =1L ]O25%T =T AKKRAL /) —/L (1:19)
TR TR L7 & E ORI A KON Lz, AR, KEmLE VA Z / —/110 mL Tl HET,
25% 7 =T KEOAZ J—/L (1:19) 5 mLTRFZEIENG SN0, ZO5EEHRAL
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7=

K6 SHHEEENEREA AV HIE S = T L0 b O HIREL (%)

" POy 25%7VE=T K KUY )=l

(=ViRiid (1:19) &t

0-5 mL 0-5 mL 5-10 mL 0-5 mL 5-10 mL
MQCA 0 0 0 0 109 0 109
QCA 0 0 0 0 101 0 101

Oasis WAX (F£TA 150 mg., Watersfl)
W& : 0.5 ng

UNIIEEY:

H%w)ﬁ%liﬂ\ EONENG . KOG, U8, 4R, Tbko, H9 &, S&iF, LUAKNIHHODI
fn B IZHBOMMAZMZ 10852 AW, [EBRGE] 7. REEEOFABIHE > THRMENGER 2
Ehe L7,

TANENSGERBR I 35 1T 2 [N ER100% 40 2 D VIR MELR IR . A B D 7 7 o 7 3B OIIEE o R
g7 v~ N7 T L&X12-1~1012R LTc, 7o, FRMDOT T 73 B O A F v AHEIC L 5%
W h—2NA A~ N7T LEXKIBIZRLT,

1) IR
BEUEORE R 2 KT LTz, 1084 B OREHZ BV THMQCAK UQCAD EEAIET H X H 72
E— 7 RO T BRI R Th o T,

KT ERVEOFH

SRS Y —— B —H0 S FEE E—oEEEn .
No. | #istEibath w&E | o | B AR FEIRBE | yone | BRI | 750050 | B | BRED | e | %
ppm ppm (ppm) EET | o Rl (@ (b) th @) |
1 |MQCA [ERenlciil ] 0.001 0.001 0.001 EEES | 0.001 < 0333 @mHE 0 1631 0.000 O
2 [ERoli =Yl 0.001 0.001 0.001 EEESR | 0.001 = 0333 @mHE 0 1746 0.000 O
3 [ERli T 0.001 0.001 0.001 EEES | 0.001 = 0333 @mH 0 2024 0.000 O
4 #]an 0.001 0.001 0.001 EEESR | 0.001 = 0333 mE 0 1919 0.000 ()
5 +30 0.001 0.001 0.001 ERES | 0.001 = 0333 mHE 0 2065 0.000 (]
6 I25& 2 0.001 0.001 0.001 ERESR | 0.001 < 0333 mHE 0 2672 0.000 O
7 S 0.001 0.001 0.001 ERESR | 0.001 < 0333 mHE 0 2517 0.000 O
8 1t 0.001 0.001 0.001 EEESR | 0.001 < 0333 mH 0 2233 0.000 O
9 [N 0.001 0.001 0.001 EEESR | 0.001 < 0333 mE 0 2198 0.000 O
10 O ER 0.001 0.001 0.001 EEESR | 0.001 <= 0333 | EHE 0 1473 0.000 (]
11 |QCA [ERealii] ] 0.001 0.001 0.001 EERES | 0.001 < 0333 mHE 0 2031 0.000 O
12 [ERel =Y 0.001 0.001 0.001 EEES | 0.001 <= 0333 mH 266 35630 0.082 O
13 o AT 0.001 0.001 0.001 EEES | 0.001 < 0333 @mHE 516 4257 0.138 O
14 EEY 0.001 0.001 0.001 EEESR | 0.001 = 0333 @mHE 0 3166 0.000 O
15 LS 0.001 0.001 0.001 EEES | 0.001 = 0333 @mH 0 4148 0.000 O
16 125#D 0.001 0.001 0.001 EEES | 0.001 = 0333 @mH 198 4223 0.049 O
17 HipE 0.001 0.001 0.001 EEESR | 0.001 = 0333 mE 227 4537 0.053 ()
18 =t 0.001 0.001 0.001 ERES | 0.001 = 0333 mHE 0 3210 0.000 (]
19 [ 0.001 0.001 0.001 ERESR | 0.001 < 0333 mHE 406 4392 0.102 O
20 B AR 0.001 0.001 0.001 EEESR | 0.001 < 0333 mH 0 1897 0.000 O

* BEEI. BEEFRBED RS0 —REE00 ppmy EHLE,

2 EhGRESSHEN RIRED B D 8S (EEIRR - BEESOMEY. IEERR< BEE<EERR XA LD HE) 1213, [x I FRTIND, DKIDFREhic BiF
FRILEWI. FINRE BN FIRENRY A0, Bl TEREFRREBLD vy D2 B ERE AML T FET 5.

"3 FEDEBRCEETRD B SAEL SRS ST . CHBICRUTRBENEIT.)

4 FEEHPOORED T FRDA R R (BEEERE R EERFIRE 8L H AL 310, Fo0 ORMO SENTIR T IRRL A RETR (e DR RN ETR A0S,
FEDEBICEL - O RESh I o o B AT, BEEROE - YEE (BT 13 ROICTH R,

*5 (RS I BEY 0O FRED $ERE GEST B EICXT0). BELEWREICIIT K ERHT 5.

2) FJE, RHEROEERA

)
HLE N OV T RS BE D it B A4 81k L 72, MQCAD EFE1372.1~94.7% . B THEFE132.3~11.8%.
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QCADHEJEI71.6~96.9%., D THEEIL24~16.8% CThH V., BIEMEE +/7I2ii7- L7z, MQCADS/NLL
DI-HE1524.6~88.8, QCADSINLL D F-HIMEI516.3~119.2TH W SIN=10% +43 12 7= L 7=,
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8 HHE, AHHEE N OVE BIRA ORI

R Ees E(sﬁﬁﬁ g | FAORE E%ﬂﬁv‘f wER _ REE(%) HE | HTHE SINEE® .
ppm) {ppm) (ppm) | OFFPHE° | g | o | 2@ n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | Ftyi@
1 |MQCA RO R 0.001 0.001 0001 wsries7 | 105 [ 09975 | 891 | 969 | 891 | 838 [ 1033 | @24 83 665 | 600 | 633
2 1D RE B 0.001 0.001 0001 720143 | 44 | 09987 | 838 | 845 | 917 | 923 | 9s6 896 58 423 | 363 | 393
3 BOWE 0.001 0.001 0.001 otesere | 62 | 09973 | 731 | 837 | 818 | 820 | 774 795 54 712 | 471 | 592
4 o0 0.001 0.001 0.001 7sesa7 | 142 [ 0996 | 918 | 985 | 924 | 728 | 995 91.2 118 | 366 | 324 | 345
5 1, 0.001 0.001 0001 20es083 | 22 | 09980 | 799 | 723 | 837 | 817 | 832 802 58 448 | 379 | 414
[ 352 0.001 0.001 0001 260 | 6 | 09993 | 727 | 708 | 717 | 708 | 748 721 23 |[1108] 618 | 883
7 InuE 0.001 0.001 0.001 serrr| 3 | 09916 | 905 | 871 | 854 | 807 | 811 85.0 48 745 | 888 | 816
8 i 0.001 0.001 0001 22149 | 72 | 09957 | 874 | 981 | 1017 | 849 | 1016 | 947 85 469 | 396 | 432
9 LU 0.001 0.001 0001 271657 | 44 | 09989 | 941 | 870 | 791 | 726 | 829 832 938 246 | 459 | 353
10 BOFM 0.001 0.001 0.001 wssarzs | 44 | 09984 | 720 | 775 | 841 | 8490 | 975 83.2 115 | 506 | 455 | 480
11 |Qca RO R 0.001 0.001 0001 2150 | 70 [ 09974 | 795 | 961 | 856 | 943 | 919 895 71 588 | 454 | 521
12 FED I 0.001 0.001 0001 ssaor77 | 37 |os9ss | 791 | 768 | 897 | 960 [ 874 858 92 762 | 910 | 836
13 BEORE 0.001 0.001 0001 20| 109 [ 09981 | 780 | 778 | 894 | 791 | 783 761 53 551 | 473 | 512
14 o0 0.001 0.001 0.001 2ot2s2 | 105 | 09931 | 1008 | 960 | 1121 | 782 [ 975 96.9 126 | 494 | 1470 882
15 1, 0.001 0.001 0001 west7| 3 [os971 | 712 [ 703 | 737 | 730 | 6es 716 24 295 | 308 | 302
16 3582 0.001 0.001 0001 349 | 101 [ 09988 | 806 | 760 | 751 | 736 | 760 763 34 745 | 828 | 7886
17 3uE 0.001 0.001 0.001 ssossse | 15 [ 09990 | 810 | 879 | 774 | 785 | 824 814 5.1 611 | 567 | 589
18 EiE 0.001 0.001 0001 ssizee0 | 139 [ 09933 | 838 | 1000 | 1001 | 941 [ 928 962 a7 694 | 847 | 670
19 LU 0.001 0.001 0001 w2003 | 56 | 09982 | 766 | 697 | 718 | 710 | 705 2K 32 180 | 163 | 172
20 B 0.001 0.001 0001 1s32640 | 64 | 09984 | 715 | 890 | 813 | o48 [ 1000 | 835 168 | 739 | 568 | 653

BB BEERREORSICII—RRE0. pp) AL E,
2 EAnRES EER AR BUSB 103, [RIDNETENS. TOBEITT. SNED BRI FETHED . BliE EERRO#EEITS.
"3 RSN CUED PTRAMEEFAEE — 0 (Max ) RU R MEESFA AL — 7 (Min) O NEFND SINLEFR DS,

3) BB~ FU v 7 ZADOWPNE DB

A~ b U v 7 ZAOWPE~DEBEZOWTHRFT LTS R 2 £UTR Lz, IINEIGRER R 5 [EIIY
F100%FH LRI/ D X ICHBL Lo~ b U v 7 AGIEEHE IR O VR RS EA IR 5 B — 27
2SR -, HEREEEIZIMQCAAN0.91~1.08, QCA730.82~1.04TH ¥ . MQCAIZ W TITHIE~DE
BIII2NHDEBZDLID M, QCA“C IF—E OB TA A AL EOHEN RZT bz, k. A
AU AUBAE OB AR ST 5 72DI2IE, L0 ERRE R L2 AW, RBRERE AR L CET S
FERENEZBND,

®9 W< b ) o 7 A DN E~D BB

I : E—oERES
No.| HisEIESH E&E B %'*ﬁ) ﬁ‘?”’f; 2 ;’2 BER | .| TR AR BEEETR v—omiE | W %
o pom PP gy | @EeE | 770 g =2 | T35 | n=1 =2 | ¥ | (BOHT

1 |Maca B0 A 0001 | 0001 | 0.001 0001 | @ 0 1525 | 1398 | 14612 | 1565 | 1452 | 15084 | 097
2 0 Ba A 0001 | 0001 | 0.001 0001 | @ 0 1875 | 1755 | 18148 | 1803 | 1858 | 18305 | 0.99
3 O R 0001 | 0001 | 0.001 0001 | @ 0 1810 | 1898 | 18540 | 2008 | 1991 | 19994 | 093
4 a0 0001 | 0001 | 0.001 0001 | @ 0 1823 | 1714 | 17686 | 1971 | 1909 | 19402 | 0.91
5 3, 0001 | 0001 | 0.001 0001 | @ 0 200 | 2039 | 20643 | 2009 | 1960 | 20294 | 1.02
6 e 0001 | 0001 | 0001 0001 | @i 0 2738 | 2850 | 27944 | 2474 | 2719 | 2596.7 | 1.08
7 snE 0001 | 0001 | 0.001 0001 | @ 0 2218 | 2175 | 21967 | 2462 | 2256 | 2359.0 | 0.3
8 Els 0001 | 0001 | 0.001 0001 | @ 0 2104 | 1903 | 20033 | 2086 | 1953 | 20195 | 0.99
9 LG 0001 | 0001 | 0.001 0001 | @ 0 2012 | 2006 | 20088 | 2207 | 2220 | 22133 | 091
10 O TR 0001 | 0001 | 0.001 0001 | @ 0 1482 | 1454 | 14679 | 1339 | 1459 | 13988 | 1.05
11 |aca B0 A 0001 | 0001 | 0.001 0001 | @ 0 2053 | 2104 | 20784 | 2047 | 2018 | 20825 | 1.02
12 O B 0001 | 0001 | 0.001 0001 | @ | 266 | 4015 | 3941 | a7i22 | as76 | 3724 | 37997 | 098
12 O R 0001 | 0001 | 0.001 0001 | @ | 516 | 4229 | 3796 | 24960 | 4263 | 4220 | 42412 | 082
1 A 0001 | 0001 | 0.001 0001 | @ 0 3088 | 2900 | 29940 | 2967 | 2796 | 2881.7 | 1.04
15 3, 0001 | 0001 | 0.001 0001 | @ 0 3939 | 2452 | 36954 | 4206 | 4107 | 4156.7 | 0.89
16 e 0001 | 0001 | 0001 0001 | @ | 198 | 4523 | 4695 | 44113 | 3989 | 4681 | 43354 | 1.02
17 snE 0001 | 0001 | 0.001 0001 | @ | 227 | 4449 | 4576 | 42857 | 4877 | 4607 | 47423 | 090
18 Els 0001 | 0001 | 0.001 0001 | @ 0 3445 | 2026 | 32356 | 3213 | 3278 | 32953 | 0.8
19 LG 0001 | 0001 | 0.001 0001 | @ | 447 | 4180 | 4460 | 38732 | 4136 | 4249 | 41929 | 092
20 O TR 0001 | 0001 | 0.001 0001 | @ 0 2028 | 1991 | 20096 | 2019 | 2024 | 2021.3 | 0.9

B REERREOBEICE —REE(0.01 ppr) B &,

"2 BRI S EURE OIS D1, T3 SO BEERCT 0 RS BB T IR R R R SRR EIFT 5,

B

3

=

=

=

5

=

=31

4. BE

ZEM3) ORBRIEESEIZ, 1LDHHDOLSDOEHI DWW TIIKEE(E A U 7 A A X ) — VIR T
IRy i B OV L 7=,

AR B ERTICHI I 2 0 B, IR F CAF LY Vo AR B UHESRI =D T AL D5
BINARETH -T2,

HRIRBREI RS UL OFRIED D ~F 220 mL2[B] TlE~F Vi3 2 Z i3 T & 3, /K100 mL%
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N Z 7= 14 13 HER = 5 /50 mL3[a CHor It 95 Z LN TE 72728, ~F T CTHlitf L%, Hiig—
FIVAHRIRT D EESRA Lz,

Flo, I TBHDITHOWNWTIIA Y/ — /L THIH L, BT T~ D ka8 LT,

AT LELTUIZT LT I UN-Ta A U by U B ANV =8 T AR OGEEA 4
BRI =7 2% iz,

BA%E L7 HikaE W T, IKOTHAZEL0E M OWINEIIGRER 21T > 7o fE K. MQCA K UNQCAD &R
LB T OFEHI B W T HIEZIET 5 L 9 R — 27 1380 b o 7o, MQCADHE X
72.1~94.7%, DHMTHEE132.3~11.8%D BIF /e RN GO N2 Enh . ARBRIEIL, MQCAIZ DWW\ T
XA, BERG. TFBER. BBON. AR, A, 1XDLAOFOSEKEMICEA FRE TH D Ll ST,
QCAD ELE371.6~96.9%. PHTFEE132.4~16.8% D BIF /2 BN G L, ikt~ MY v 7 ZHIE
BT BRI A AV EOE R 2 BT vz,

U

HKES T OMQCAK UQCATRERTE & LT, 1XbA o LISMERE 2 KBRIL A U 0 B A X ) — VIR
TR FRLT2%. MQCAKTUQCAZHIH L, HEEME T CAT L VE= ARV B U ILEA R =
W T LTHRUIZth, ~F T2 T, FER T IR T 5, 72, 1EHADICOWTiE, MQCA
K OQCAZ GBI DIEFEREME T CTA X ) — /LTIt L, B~ F VICHRIE T %, =F L7 I U-N-
TN VIR Y TNV = T ARG A A R I = T A TR L
LC-MS/MSTE & K& U9~ 5 Tk & BA%E L7z,

BA%E LBt 2 KON, IKONENT, IKOATE. IR, HF. 1EbHD, H722&E, SiF, LLA
K OSSR B R O108 B IZ5E A L72 /5 R, MQCAK ONQCAD IR X BAF T OREHZ B\ T HIE
E— 27 13580 b1, MQCADELEEX72.1~94.7%, HHTHEE132.3~11.8%D BT 72 iE R nsfs S ni=7-
D ERRA L LC.0.001 mg/kgZ % ERRETH D Z & AR STz, £7-.QCADEE[371.6~96.9%.
DM THEEE132.4~16.8% D BAFIRAERDG H 7208, B~ R U v 7 RREIZBD T, KO RS
RAFefER ThH o723, IO T4 A AL E OB M2 AT b,

[Z& 3R]

1) BALIZEE T 2 R3E, fEHRINY SUTEM H E RS O R T 2 B O lBRiE
THPLCIZ L 2 E M =3 & o — A akrikl (FG/KEY) BR%L )

2) JREAETEE EIRE3T0%

[N Ry 7 AR |

3) [Determination of Carbadox Metabolite by GC/ECD] Revision:02
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