EEEOELOTHY, MBRIEDERIZER L
W E 7R E AR R & DORICHEES S & 5 5
L ZRELSTES Y,

SR EL, REBRERBICB T 5 mE
THEZELELTTFEW, 2B, #EEON
AT, BEE IS RRBRIENMER T D

vt
=]
%

i S
&

|~

SRk 2 0 R

il IS5 RS LRI
P9 L RBRIRAEF IS DN T

BBICEETIREFDORD TH OWHEORBRIEMZ

FTrr=v (JREY) (BT 5B



F7 =)L (Tiadinil) (2B 28R 1% (REED) DR R

[(#E]
1. BMRUREREDRE A E

FT7 V=T H AR BRI SAED B LT T 7 — VA ViR IR R DOV B FH O 7% Al
ThHY, F7 V=V HEMORBREL L QIR @mEREBRE (BT84 ) EL TARII TNV, T2
72U BANZDWTIE, REFW D A1V AR Je DR a3 & AT VA1 VIR CBERRIZ DU TH B
K GEESNI=ZEDD, A RITZNOOMES & O TR BIEDORREITo72, ek, 5
LR LT B R REVERRBR DA HTIE . W ONCEREEE SRk (RS E & te) 1365,

TEM R MR Oy HTiE I, RETW 2 AT VK EIR L LT-#% . HPLC (UV) TEBIHIE 5
FiEThD, A S RRBIELIZETAUCTEILL - H1EE > TnD, 72720, ZHD 4tk
KD B A RE LT HIETHD, AL, ROT 47 VAN LT3R BRVE DO B ) B A=
THHZEND, WERLDE B 72 ERE RS (LC-MS/MS) Z 452 L2k, JRFPH R & EY)
RS LT MO B S Z B R LT, 7236 o ATIEDBRRITERL T, KRS IR T 2 5T —
250D TR . AU IS ERBREZ R EL T, Yl A HIC WL, B EkHGE
TEY) CK) 28 Te 10 8h H O BEMIZ I D S MEREZRIC KO RREEL 72,

IXUDIZ, BRI A & T 3 BT DIRIRE AT 2 AT | BALE W OB L7 D R EL
FeB720 | [FIRFREIZ LD T E CTITHERDA A4 ThoTe, 20728 3 5is3% 2 43 miLCHll
ETHHEZRRT-, Tbb, WEEEYE F 7= L THiti % A2 &2 572 v Uk )l
TFNR= T ITF T V=)Vl Gy e O VR R Z G et R e S AF L 1 LR U B R ] 45 (245
WL, FT7 Y=l I T A (P) =7 A THRILZ %, LC-MS/MS TlIET %, —7.
TIVIR ARG & e R aX o ATV IVIR B IR B 31 3R~ — B DA A RS =TT I
THERL72% . LC-MS/MS ClRIFRAIE 32,

[EM R MR TR ST Tk ORE 2

HEERERTE T 7R h=RIAHIE % . 2 AT L DT L TF TV =Vl E VR TR
ERERaX U ATV IVR B IREI S5, T V=Vl A ET I
HTNI=TF I VAT NI= T, TR NI =HF A CIEREERL . HPLC(UV) T/E &
e

TNVRARERE TR aX S AT IVIIVIR U BARE 3, A 72T N INALS I T A=
T L THERILIZt, RY~—RI=8T L (PLS-2) THNVRVEERALER B AT L I /LR R IR
(N The RN

TV ABRIRIEI T, SV T NI= N T L TRERSE  NIATF LU T A2 (TMSDM) T A
FOFHFBRIL SOV ATNI=HT 28G5 %  HPLC(UV) TRIE 5, —J7, ER R AT
JVIDVIRFRIRIE 571X, TMSDM TAFVFHRERILL , SHIZSV AT NI=AT L THRLIZ%,
HPLC(UV) CllliE 3%,

ERRBIX, 7V =/11F 0.01 mg/kg, VARV ERIR K ORe R a3 ATV VIR FRIRIT T T
=L EL T 0.02 mglkg (BRI E L CTOERERA L 0.01 mg/kg) THD,



2. PIHRILENOBEX RV YELFHMEE
FT IV =NARM WD D T VIR B e e R ae S AF VI3 ViR FRIR

Q) Fry=n

N

ST
S
O

5 C11H10CIN3OS
o 267.73
b54 - N-(3-chloro-4-methylphenyl)-4-methyl-1,2,3-thiadiazole-5-carboxamide
S PSR T
Al 112.2°C
ISR - 0.0132 g/L (20°C)
Sy BeARE: log Pow = 3.68

(i (R S E 2 551 ]

(2) AV AR

i
N \ OH
S
‘ O
%%K . C4H4N2028
o 144.15
1b¥4 . 4-Methyl-1,2,3-thiadiazole-5-carboxylic acid
S SRERFIFN
[ 197.0°C (43 &)
IR R - 4.0 g/L (pH 1.9~2.2, 20°C)
Sy BlfRE: log Pow = —0.94(pH 4, 25°C) . —1.96 (pH 7. 25°C) ., —2.06 (pH 10, 25°C)
(M : B AR AR A ]
() B Ru v AF /LA LR UERIK
N OH
I\
N OH
S
N O
ﬂ?‘iﬁ : C4H4N203S
R 160.15
=== 4-Hydroxymethyl-1,2,3-thiadiazole-5-carboxylic acid
S AR
fl 165.5°C (43 fi%)

(Hidh o RIS 7 55 ]



3. HEfE
1 mg/kg CkK)

[EB&RAE]
RN O/ NGEJETIHEALTZ FRE 10 fEEFEY U2 RO FIE THIALE U CobriEomst
R L 72,

1. A%
1) =%
FBE () 500 g) 2 i Loy ekl CRER ) — LTz,
(2) K. (Folgev5)
FBE () 500 g) 2 i Lo ekl CRER) — kL T2,
] =%
B 100 ) Z3F Y —TH—{LLT-,
(4) 1IONAE (FEE: RERIEE T, T REOEEREZRELIZHD)
B (K9 500 @) ZHEGIL , ¥ —TH)— kL7,
(5) FrY (FEEK: IMUEEER REERELZHD)
KB AHEZ 8~16 2 FIL, X A2 2 T OB AL RAREL TRUIL-,
Z D () 800 g) & MAE L HY I3 —TH—{bLiz,
(6) F=F(RFE: ~EBRELEZLD)
B (#9800 g) ZIF Y —TH—{LLT,
(7) T Lr (B JeE K TRBEVEELIZHD)
F kbl 2~4 S EILT-L ONDRAIZ 1~2 T % B A THRILZ,
Z D (%) 800 g) & MEAE X ZHY, I —TH—{kL7z,
(8) WAZ (RE: e b, BRCRMOETZRELIZHD)
B (7 800 g) Z3IFH—TH—{bLT,
(9) ALV (RE: ~EBRELZLD)
#UEF(F 800 g) 3% —TH—1{bL7z,
(10) % GriAt)

#UBF(R 100 ) 3% —TH—{bLT=,

2. HE-HF
TR TERN= NIV, BTV, NFH U AX 7 — s FREEIEEEBRA (Rt
fliE T3k t)
T hr=hU: LC-MSH (Fuyeilisk T3k 4t)
Ko A A K% Milli-Q System  (Millipore 1) TR L= O
0.05%7 »E=TK: 28%7 »E=7T /K (FOehisk T¥MSH) 2K T 560 fFICAIRL
7ZbD

7 b=k YLK UN0 mmol/LEREE T > & =7 AR (17:3) 1R (pH5.0) : EiET > =€
=7 5077 g BV ERY . KKIB0 mLICHESE L, 5 vol%ERE 2 JHV N CpHA5.0IZFi%E L 7=,



AKEMATILEL, Z20150mLE 7 h=RF U A80mLERE L7ZH D
RNURFNLYNTT AR 0 10%~FH IR (R bRk TEERSH)

FT U= VEERESL - W 99.8% (H AR RS

TR PR VESL © MRS 99.4% (B AR A S AD)

b Rax v AT DV R R IREERES, © R 99.8% (H AREIEMEASHE)

ZOMORIE Kk

FA YTt BT A b 545 (FOEHisE TSt

F BTN YT ) A FNVI =TT A (C18 R =T ) ¢ InertSep C18-C, 1 g/6 mL
(V=W oA = A AAD)

THAF (k) S=hF A Sep-Pak 7/LIF NI—FU v 7T A 1,710 mg (Waters

1)

SR VRS A A AR S =7 T & ¢ Oasis MAX, 500 mg  (Waters £1)

757574 NI—AR =472 Supelclean ENVI-Carb (500mg. Supelco £t)

RY~—I=4hF L : GL-PakPLS-2,500 mg/6 mL (¥—= /LW A = AkX4h)

VUBFNI=HT A SepPak VU ANV — U »Y T A 690mg (Waters £t)

7ul NI =T A Sep-Pak 7 U U h—RY v T A 910 mg (Waters £h)

pH A —% —: F-72 (RS8R

IFH— 1 MX-VI0 (XY= 7 RS

B D - ZM100 (Retsch £t)

AREVF AV —: PT10/35 (Kinematica k)

LC-MS(/MS)AIE & E
FT V=, HARVEBERRE Ra X 2 F L LR Rk

A I =t

MS 6460 (& > 7 AHDUHEARE) Agilent Technologies #1-
1290 HPLC

LC W7 GA220A, 2iREIEY TV = R Agilent Technologies
F— hY 77— G4226A

T — 4 ALER | Masshunter Agilent Technologies ff:

F7 I =)LD LC-MS IZ L B EH

A LEEN Esxan

MS G1946D (Y EAREY) Agilent Technologies 1
1100 HPLC

LC R 7 GL312A, 2REIET TV = R Agilent Technologies 1
F— hY 77— G1329A

F— X 4LFL | ChemStation Agilent Technologies £t

HIVIRUBBIAKR e R AF VIV RUBIEOIZ > NAE ), TV, b~ b, IE
NNl X, WAZTKROA LY OMmEHH

A LEEN Eexan
MS 6410 (& > 7 DU EAGR) Agilent Technologies t
LC 1200 HPLC Agilent Technologies £t




W7 G1812B, 2¥kmIEY TV = h
F— hH 77— G1367C

F—Z WL | Masshunter

Agilent Technologies #1:

4. LC-MS(/MS)HIliE 41

1) F7r=n

LC &:fF

InertSustain C18
BT A P XN 2.0mm, & 150mm, RifE 3um
2tt s V= Y A o AR S

BEEFEE (mL/min) 0.2

HEARE (uL) 5

7 MR (C) 40

BEIFE (Viv) 0.1vol% XM TNA & /7 —/v (3:7) TRIK
PREFIRERE] (min) 6.7

MS &4

HWEE— R MRM

AFANE—R ESI (—)

A AL EANEE (V) 3500

7 Z 7 A —EE (V) | 100

Hr 87 Ay E: (L/min) Z€#. 5 (Sheath gas; 11)

HE T 2R (C)

350 (Sheath gas; 150)

27 TAF—ES (psi)

45

o) vaEE V)

10 (U3 H A No)

TRV T AT

EEBAAY TV h—Y—AF2 266, 77 b A T1
EMA A TV h—Y— A F 266, X7 A A 238

(2) WNVHRVERIR KR D Ra o ATV ViR U BRIK

LC &:fF
Cosmosil HILIC
7 L A X WA 2mm, K& 150mm, KifE 5um
2t T TA T A RS
B @Ay (mL/min) 0.2
HEARE (L) 5
717 KZRE (°C) 40

BEE (viv)

T8 = UK ON10 mmol/L HiliE T = AR (17:3)
JEi% (pH 5.0)

PREFEERT (min)

HIVIRUERIR 128, B Ra X AF L LAR IR 11.4

MS /4

HEE—F MRM

A+ AbE— K ESI (—)
A X BANEE (V) 3500

777 A2 —EE (V)

50 (2 plgydtam)

HCIR T A i (L/min)

%23, 5 (Sheath gas; 11)

WP ZIRE (°C)

350 (Sheath gas; 150)




27 F7AP—£77 (psi)

45

a)vaEE V)

5 (2psmriki®, 2V a s HA; Ne)

E=Z Vo TA T

VKR UBRIK ; TV —H—A A4 143, a7 b A T1
E Rax AFIVHIVRVERIR : 7Y h—H— A4 159, 7
a7 M AL 87T (EMAAVITHETET)

(8) F7 Y=/ (LC-MSIZ L HERERFORM: ; f%1E L L TIIARM)

LC &4

77 A

Atlantis dC18
P X N 2.1mm, E & 150mm, RifE 3um
224t . Waters #

BaEFETE (mL/min) 0.2

AR (L) 10

BT LEE (C) 40

BaEFE (viv) 0.1 Vol%XFR K N A & J—)v (3:7) TRk
PREFEERT  (min) 6.6

MS /4

WEE—F MS, EIRA A
A AT R ESI (—)

A A ENEE (V) 3000

777 A —®EE (V) | 100

HofER T A E: (L/min) EH, 12

W ZREE (°C) 350

27 FAP—ES (psi) 50

T HF ) TAF 266

@) DARVEEROE Fafks A FADARCEER (1E5AZ5, 4=V, kv b,

FOL X, WATKRUOA LY URBEIEOLM  REE L LTUIRRM)
LC A4
Cosmosil HILIC
77 A YA X NEE 2mm, K& 150mm, KA 5pm
2t F T AT AT EASHE
BEFEGE (mL/min) 0.2
HEARE (uL) 5
717 MRE (C) 40

BEE (viv)

7T h= kMU LEO5Emmol/LFHET =7 AIRER (17:3)
TRIR

PREFEERT (min)

HIVIR A 145, b Ra Xk XF L LR ERA 12,5

MS &4

HEE—F MRM
AFANE— R ESI (—)

A X BANEE (V) 4000
777 A —@EE (V) |50 (2 plgrdtim)
Wz T A s (L/min) BHR, U

WL ZRE (C) 350




27 F7AP—£77 (psi) 35

o Pa U EBE (V) 5 i@, 2V a A No)
HINVKRUBRIE ; TV —Y—A A 143, T XU ~A 4 T]
TR YT E R ATFIVHVRERK ; U I —H—A 4 159,

TaXxy b4 87 (EMA A NIRETET)

5. EE

FTT Y =VERES 200mg & 100 ML B A AT T ATKFEL, T2 F=RhU L TERL
T 200 mg/L ¥k & AR LTz, T OWIRE KK O A S 7 — (3:7) JR#KTHAR L T 0.00005,
0.0001, 0.00025, 0.001 & U 0.002 mg/L DAFEHERS L 2 FHEL L 7=, Z OFEHRD 5 pL % LC-MS/MS
ICIEALT, T—FUHEEZHAWCTF 7 V=0 — 7 miANE L, Mllic B,
HCE— 7 EiEE &> THREBREZMER L, WIEIZEWRE L2 BREE 5 uL %
LC-MSIMS [ZVEA L, BB LV F7 V=0 R4 KD, REhhoaEE L2 L,
k. RERVEMENE (DF R OE~OBRAMERABI S TR, B HTORBRIER) 11,

BRI O E % 0.01, 0.02, 0.05,0.10 & TN 0.20 mg/L & L, & DEANEE 10 ub
& LT LC-MS HIE L 7=,

HNVRUEBR R OV a2 2TV VR IR O FFERES, 20.1 2 (0 20.0mg (7 =
NELTENREN 37.14mg &Y 3344 mg FHY) %2 ZZEH 100 ML K A A7 T A 2 THEFR
L, 7B =MV ALTERLTH 200 mg/L WREZHE LT (FTyv=r L LTENEN
3714 mg/L KON 334.4mg/L), ZAL5H DRk Z 10 mmol/L FEfE T > =0 AEIK A OV T & k
= kU (3:17) JRi#E (pH5.0) TA I L T 0.00005, 0.0001, 0.00025, 0.001 & T} 0.002 mg/L
DIERERIE (DR VBERERE N e X U AT VA VERVBRIKENENOT T ¥ =V
JEFE L L C 0.00009285~0.003714 mg/L K T 0.0000836~0.003344 mg/L) ZHB L7z, Z o
R D 5 uL % LC-MSIMS IZ{EA LT, 7 — X MBI E 2 O T VR U BA R O e Re %
TAFNTIVR CBEOR Y — 7 mfEABIE L, BECE R, M — 27 mfgas & o T
KRR 2 VB L7, RIBICHEV GRS U 72 5RBRVAHK 5 L % LC-MS/MS IZ7EA L, st &
D HNRUBBIER N Fa s A F L H VR CRIRO G 2R BB O R R A
L7, FL T RRUTTO DN RUBIE R e RaX L AF LIV R BRGS0 T T =L D5 &
RO, ek, MEBRIEMGIRFOSEME (%, RKEEUR~OHEHNTE R, WRATOR
BRikZR) 1%, MERR AR EA O IR EE )Y 0.0025, 0.005, 0.01, 0.025 T} 0.05mg/L (7% b=
U VIR, HVRUBRA R O e XY A F L AIVR UV BKRZNENOF T V=V HE
JREE L LT 0.0046425~0.09285 mg/L K% TY 0.00418~0.0836 mg/L) T -7,

FT7 Y= E R (mglkg) =A+B X 1.857+C X 1.672
AT T U= DE E (mglkg)
B: LR IR DG B (mglkg)
C: BRI AT LAV R R D & & (mglkg)
T BRI RO R a s A F LB LR R & S O Tl

6. FMFH DAL
SEMEAIR G (R0 CR) OAIC, REMRIBIENI SV TR LT, BFER ORI OV TIE,



ST TAUNCT TR0 9B I, FT V=0 VR UK R Oe R a s AT LA LR
VEERD0.2 mg/LIRA T BEh=RUEHERIEL mLARIL CERRE L4, |IRIZ30% Mk
EL7Z (WSINEREE 0.01 mo/kg, &Rk ELTORREE) . ZKRK O REIZHOWTL, ZA 7T A=A
TIU BN gEBRIL, FT U= VRV ER K e R aX L AT L LR FERD0.1 m
g/LIRE 7 B =R /UAEAERHRL mLA RN CEIBR A L7Z%, 0.1 mol/LHEEE20 mL% Nz T=
IRIZ3053 FRTRE L7 (BSINIREE 0.01 mg/kg., &k E L COIREE) . ZKRIZOWTIE, BIl&EL10 m
g/LIRE T BEr= I UVEEHERRL mLZTRINL CRARICEREL . &R0 IREEE L T mg/kgD#sin
AUBRL LU 72 ORFTEEBS I BV CiEL mg/LIR G 7 B h=RN/UE AR 2 VN T0.1 mg/kgisin
B FREL , FKICHOWTE, ZATTAICT T 7R B gL, 7Y=L VR R
R OeRBX U AT LIV ARFERD0.1 mg/LIRE 7 =R EEHERA#R0.5 mLARIIL CTX
IRALTZ#. 0.1 mol/LHEEE20 mLZ A% CERIRIZ304y A E L7z GRINIEE 0.01 mg/kg, 4%
%5y ELTOREE) , 7235, HVAREE{A0.01 mg/kg., 0.1 mg/kg X O mg/kgiis ik EtoF 7
=)LELTOREL, £210.01857 mg/kg. 0.1857 mg/kg® 181.857 mg/kgTHb, X, ERm
X AT VIV BER0.01 mg/kg. 0.1 mg/kg M O mg/kgiRINERELDF 7V =L L L TORFE
I, Z4E410.01672 mg/kg. 0.1672 mg/kg M T'1.672 mg/kg TH 5,

7. AEBRBBROFAN

(1) ;=

B2 R T 7 b= MU AT L, #2270 Uk VBTSNV I=H0 T
LCFT PV ES & REWE Sy (IR KR N Ra s AF L h LR BK)
A LT, 7 V=Vl ROREE L, ThEn T v (B =07 Ak
O EEMERZ A A BRI = 7 A TR L 7-% ., LC-MS/MS TE&MK OHER LT,

(2)

RER OB OLE1T3E200 9% =47 7 2A22& VD | 0.1 mol/LEERE20 mLZ I % 7=,
B, DELOEFIHOSGE 1300 g, AOSGAITHES.009% A7 7 A ITEVED |
0.1 mol/LHEE220 mLZ Mz, 300fIME Lz, ZAUZT & h=FUAB0 mLEN %,
REVTA X LT, A0 BIEESKLemD 7 A Y 7 &8 Hilllie — s & v Cciks)
ALz 7A Y UL EOREWE ZA7 T AITEERY, T RF=MIAKOUK (4:1)
RS0 mLEZMZ CARET A AL, Lt FERRICAR LT, ARz E AR ) o
—IZHbHYE, TE =R AKOUK (41) BIEZINZ TIEMIZ200 mLE Lo, #EEOY
BIEEDA ML, KOLAIFE8 mL, REK N EOLA T2 mLEE Y . ZHUIEHEOS G134
mL, REXROEEOLEIT6 mLO T & =k UL KLT0.05 mol/LIERE (4:1) 1RIRE A,
00— U —x /R b— & —% W T40°CLL N THI2 mLE TifiE L. 0.05% 7 > & =7 7K4 mL
INZ T,

BB, TE. RKEEOE~OEANTE 2, WRATORBRIEZ T, MO ER £
TILFEREOEMET, 2?20 mL (FEOEEIT40 mLEFE) 20 L CRBRICEME L. 0.2%
T rE=TK2mLEINZ T,

(3) HHH
WE~=FR—/ Rt r7 2T VbV 170 =47 A (InertSep C18-C, 1)



BIEL, AX )=V ROKES mLEERIEAL, EHREKEE TR, 2087512, (2)
THRONTERZEAL, S5, KEOAX /7 —/L (4:1) BIES mLEFEA L, 2R
(I : IRV BRERKR O Ra Xy XA F VAR CRIKESY) 2oz, IRWT, KR
AR = (L4) BIKRIO mLATEA L, K (I : F7 Y =/V#sy) o7,

DO F7 = LORBRIEIE

W (1) #40°CLLTF CRME L. WA BRE LIz, ZOBREWIZA Y/ —/NL1 mLE
VR UT=t%, BEE=TF L9 mLE X CIRA L, BIE~=FR—/L RIZT7 I (FFi)
I =07 A (Sep-Pak7 /LI FN, 1,710 mg) %5 L, Bt~ F L5 mLAa i EA L Tt ik %
BCle, 2007 MIAROERZFEAL, S HI2, BT VLA X 7 —v (9:1) &
WRIOmMLAEA L, RIEHRER - T-, WHiRE, n—4% ) —= /R L —& —%2 U T40C
IFCHMEL, IWEZBRE Lz, ZOBRBWEKLOAY J—v (37) RIRICHERL, 1E
fElz20mL e L7z b 02 dRisik & Lz, WRATORERE T, BRSO KRE 1 mL (R
FEROFEOLAIF2mL) & L,

@ HNRUBRERDE R A F LV R o BRIRORBRIAIR

W~ =7 —/L RIZBRIGEEMERR A 4 L A Hakstig R =7 7 & (Oasis MAX, 500 mg) % %455
L. A% )=V OUKRES mLANAERIEAN L TR A2 Cle, 2007 LM, R (1)
ZIEAL, EHICAZ ) —=A5mLAEAL, S A T, kT, 0.01 mol/LYER2 -
AR —=n10mLEEAL, WHREHRY, o—2 ) —x\RL—% —% W T4 CLL T T
BiEL., WA RRE L, Z0REWME T b= kUL KETU10 mmol/LEFEE T > &= LA
& (17:3) 1BiE (pH 5.0) ISR L. EMEIC20 mLE L- b 02 RBRIAE L Lz, SRR
AEBVERTIE, RBREHKEZ T = MU TAmL (REROBEEOLSII8 ML) & LT,

[SH7a—Fv—HK]
o H
| S 5B 10.0g (% 5.00 g) 12 0.1mol/L g 20mL Z 0z 30 4y [k
| 923230k 20.0g | 0.1mol/L H¥EfE 20mL AHSN
&b =F L Hhi]
L TER=RIL 80mL ZMA KRET AR, % -5 Al

I BT ER=R LK (4:1) 50mL TR - W5 it

| AiREADYE, [FIRRK T 200mL E%

| BRSEITZO dmL, AR1E 8mL, BLFE- B3 E 2mL (& 50RE 0.2g AH ) A HR

| TER=HFUL-005mol/L EEE (4:1) ZFBJEFITIL 4mL, F5 - BF32IT1E 6mL N
A

1 #2mL ETHUERHME (<40°C) L, 0.05% 7 =T 7K 4mL Z RN
\C18 =772 [InertSep C18-C (1g/6mL)]J

| AF = K BmL Car T qva=r s
I IR ET T
!
l

Ko A% )= (4:1)5mL T (SRR AR [ 1 A E S ])
K A% )—)L (1:4) 10mL THEH (2R EE [EHIET: 7Y=L E55])

[5-7 =L Ei4Y]
B (VAR 22))

10



L TR T 280 A L C Rz E (<40°C)

| AF = ImL (BT U GRS EE) SFERR =T /L OmL (ZERfEL | 1RA
7 AT (P E)I=HT 2 [Sep-pak 7/L3F N (1,710mg) ]

| FEEBRTF /L 5mL TP

| BRI AETEAN

| WEEB=TF V- A% —/1(9:1) 10mL T (R R 2B
i (AL 20)

L IR IR AE L CEzIE (<40°C)
1 ERMWEIK AZ ) —1 (3:7) 20mL (SR

A

!

| CAWEIEZIE TR
B SRS A A AR < =0 T 2 [Oasis MAX (500mg)]
| AX = KE BmL THEE
| R T 27 HTEAN
| A¥/—/L5mL TUE
| 0.0lmol/L &« A% /— L 10mL THif# 2 H (BRE)
i (AL 20|
Vo IR 2 Dol A L C Rz [ (<40°C)
FWET & =K U/« 10 mmol/L FEfE T & =7 Lk (17:3) JRiIE (pH 5.0)
20mL (¥R
AT

!
!

8. YRV R FIIZERRDIAH

KFERFHEM DT T 75BN DIERR LT 1 mL 23 BRE 12 LD, ERRK0E F TRk
FEUI#% . R4 0.0001 mo/L A=AEGSHE 1 mL ISR L7=b D&~ Ny 7 AT IEHE R L LT
GREHEEELL T 0.01 mg/kg FH24) . E5H1T, KICTHOWTIE, 1 mg/kg FMNGEE I E UIZES . Bk
Z 10 5L %, ZHICE e TT 70 7ilB Ok E 10 f5A R L7 B CRIBRD 5y B E
DB FHEEELTU, 0.001 mg/L IRIRICIAREL 7= 7% B8 FLVEMEAR X4 O~ N w7 AU HER I i
LT, Teds, INVARUEEARELT0.01 mg/kg XN 1 mglkg FBES OF 7=V ELTOIREEIL, £
A4 0.01857 mglkg &Y 1.857 mglkg THb, X, ERaFT AF )L ALAR AL T 0.01
mg/kg &% U8 1 mg/kg #H2 DF 7 =/LELTOREE L, £ 41E 41 0.01672 mg/kg & U 1.672 mg/kg
Thb,

[(FBRRUSBE]
1. BIEEGEDO®EE
(1) MS/IMS BIE B DR

FT V= MIERADTAA L BRI FTRE Tl TS, ZOA AL METEAAA L DI A -
7= (EAA L OK) 15 (58 , VRV K NER 3L AT LI VAR BRIRIZ DWW T, EA
AT SIS T2 b, AAA L E—RTOREEZRIRLTZ,

FT V=) HIVRUBRIR R e R AT VA VR U ERIE DB A A — R BB T 54
P AARTMVER LIRT, ZSDOFERICESX  F TV Uz onTE T a b BB T (mfz
266 [M—H] ) &7V h—Y—AF L, ZOT X IAF L THDH, miz 11 ZERHAAA L,
m/z 238 =SB A A ELTZ, VR ERIRICOWTIE 7 a b BB Sy 1 (miz 143 [M—H] ) 27
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Vi—W—AF L, EDOTaF IMA L ThhH . miz 71 ZEBEHAA LT, ERad AF L
IV ERRIZOW T a b BBy 1 (miz 159 [M—H] ) 27V —H—A4 L, D7 a
HINA L THD, mlz 87 #EERAA L ELT-,

ARRFHZIBW T, 1512 LC-MS JIE D 257228, KB, TE R OIERE O g sc
HMERL Sy DGR CIX T IE DML SN T o724 . LC-MSIMS Il EEE R L=, Ll
235, LC-MS/MS I TETEIZIB W T VAR FRAR K e R a e S ATF VT VR A FEARIZ DWW TSt
7 E K AR Z L IXREEC, MHM O BIZEBRRA CHHT TV =L EEEL T 0.01
mg/kg 23EEAM AT BEZR I E SR A ML T D LIXREECH T, X VR UK R DER e 2
F VI VR FRARIC O CE B BRI 2 8 B G E AT BEZ R EME A A & A RS LT E
KM TITEIR TE e o Tz,

(2) LCEHDI&RES

FT V=T ONTE, EEER S 2 RN T 5L C— e A s 2 T v UL
6 V157 VI35 2% A CE B R HNE S (B — 2K, SrBE, FRBIME, 7R E) 2 E T 52
EINAIRE T o7, LU, VAR CBRIR K e R AT LI VAR B R O A2
W B RBRME D SRR E T D Z a0, VRBER S - 2 55 I NS FE L L T — 72
T BTN INACT T TN T T MR FESE D2 EIZREECH -T2, 2T, MW E O LR Fr
DERNEZNDA I HT N UNALT U B 7V 57 5 (Waters atlantis 25) O FZRFTLIZ23, R
PEDDIK LD @\ RBER S 2 5 E LTI B2 A, LC-MS Tlid-H2 72k g 735
BRI o T, IRFBHOEWDT LCMMEILE AT 7 A6 5 0 T, S RIMRFLIEA 7 LTI,
Supelco ascentis RP-amide 73t BAFIC TR % R T 5 LM RIRE CTh o7, X, Wik /A
VRPADIy I AE—RF17 2 (imtakt SM-C18) T HL#k iy B AFIZ MR E M 2 R FF 322 L3 T RE
Tholz, LM TT7 7 A —R 2 F17 2 (ThermoFisher Hypercarb) TidZe & L= I E S
RENKEECThHoTo, FAERIT, MARBIKT LT, mERPEE T 52 L2 AR AN @O AR
W% Fl T &7= HILIC 77 2 (nakaraitesque cosmosil-hilic) Z F 7=l E S 2B LT,

(3) BMER

FT V=) TIVIRUERIA e ORe R a3 AT L IV U ERIR DR O — B & X 2 1R, F
TY=)b TIVRUBRIR ER T AT L LR VR IR D Z L F Lo CL, 0.00005~0.002
mg/L (0.00025~0.01 ng) D L & FH CER L 7o AR O A BILRE O AH BRI T 77 41E 0.999
UL ECRAREMIEEZRU, 703, WVRVEBIE K e Rax o AF VIR BEROF 7=
NAB LU TORBERREERI L, £ 0.00009285~0.003714 mg/L T} 0.0000836~
0.003344 mg/L D FEFFECTHD,

(4) EERF

ERIRFUL, F 7 =1130.01 mglkg., VR EEIE N e R a3 s AF LI VR R IRIZTF T
=1L T0.02 mg/kg (B EL TOEREIRRIF0.01 mg/kg) ThdH, LT, FTo=/L 7
IWRVEEIR K OB R B U ATV VRV BRIR O T 7V = VB AE O T E L T O E &R X
0.05 mg/kg CTdr o7z, ERRA DR HFERZLLTITRT,

F 7=/ 0.01 mg/kg =(20mL/0.2g)*(0.0005ng/5uL)

FIVIRBERT: 0.02 mg/kg = (20mL/0.2g)x(0.0005ng/5uL)x1.857

bR B AF LA VR 0.02 mglkg = (20mL/0.2g)x(0.0005ng/5uL)x1.672
* F7Y = VR
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2. AR BRRAREDRE

(1) M EDRE
SR B AR LR — L LT,

(2) I LBREHDEE
O A2E2T NIV BT NI=71T7 2 [InertSep C18-C (1,000 mg)]

T L AR ) —) R OUKEDS mMLUTHILERL =% | ST/ HT x5 5710 pgx Bl SR A
DK A% ) — MR AR T LT25 & OE RN A R U T, T7V=0E, K A% ) — (1
4, vVIV)IEIE 5 mLIE/71Z105%FH 4 23 HH STz, HVRVTR IR R e R e AF )L VR g
L, AR QUK A% /=1 (4:1, vIV) IEHE 5 mLES ISR &M Y 3t ES iz, 7, %
FH OV RIZLC-MS TOE BN E DN R T o722, TR LM A A BRI =H T LT
FERILI-RICIE L7 GENIIRAZ 2 IR) . ZNOOR BRI S& SHBRIEICERHA LA
IET N INACT I T NI =TT B TORERGME R E LT,

Rl AIETINVIVIAL TN =TT DS OVE HZEE)

s o eREX ATV
FTT=)v FIVIRFRIR AR

S=UUIN

KA )= (4:1)  SmL” B B -

KA )= (3:2)  5mL <1% <1% <1%

KA )=v(1:4)  5mL 105% <1% <1%

A )= 5mL <1% <1% <1%

it 105% <3% <3%

" B BT HT R B 4510 g (20 mg/L/T B R=R) IR AAEHERRIR0.5 mLARFELNE FT
TRIEEE R UT=#% ., /K8 mL, 0.1 mol/L¥ERE2 mLK (N0.2% 7 > E=77K2 mLICIAfEL CERT) .
YRR TESER ER T (3R 42 R)

@ TAITF (P I=HF 2 [Sep-pak7 /LIFN (1,710mg)]

BT LHEFERE T LS mLCHILERL 7214, F 7Y =/110 pgzAaml, SRS L OFHE =T
Jbe AZ ) — RIRE R T LTS5 6 ORI E £ 218 T, ZORER, (REFHREL THEE L HE
T L3 IZH T 7 V=V iNE3% FH M IR LT 2o h | BEBE =T )L - A% ) — )L (9:1, vIv) iR
RICHEFRL T AT (PR I=h 7 2Bl b 2 LE LTz,

#2. TNUT (PE) I=NT LD HZEH)

FT=)v
B —F L (BfT) 10 mL 53%
FERETF V- A5 )= (9:1) 5mL 47%
FERETT V- A5 )=V (4:1) 5mL <1%
it 100%

Bff i :10 pug (F7 =120 mg/L/7 B =R VEEAEPA#Z0.5 mLAEE RS [ ClRitE KLz
%, HEfA—F /L5 mLCIAfR it T3 28 EZ 2R KL CE )
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@ TR ENMEREA A AZ WG =717 4 [Oasis MAX (500mg)]

T15 B A% ) — ) e OK4ES mMLTRIALERL 7214 VAR BRI L OB R e AT L A1 V7R
FRA4510 pgZ AL, FHIRA LDK A% ) — ViR AT F LIS A ORI A 3 K O
AT, ZNHOFERITIESE 2R DA 7 XTI N YA AT NI = 5T DR Gy %
BRI RSV PR A A U AT IR = H T DR FES 288 . A% /—/L5 mL TP, 0.01 mol/LHE
fifg - A% ) — VIR CIA T 5L LT,

K3, G IR AT SRS =0 T LI DOV HZEE)-|

VIR TRIA LR T2 AT LT VIR TR
K (Ffar) 10mL <1% <1%
KA )= (1:1) 5mL <1% <1%
AR )=V 5mL <1% <1%
0.01mol/LIE [z - A4 )~V 5mL 83% 97%
0.1mol/LYGE Rz « A4 )—)V 5mL <1% <1%
kil 83% 97%

Afaff:10 pug (20 mg/L/7Eh=RI/UIR G HEVRIR0.5 mLEZE RN F CIRERE L%,
KS ML AR N9 D8 EZ 20K L T,

KA. SR EEVEEA A SRS =0 7 D) b O H 5 H)- 1T

JIIVIR PR ER BT AT LA LR BRI
PLRVAIR A e 5mL” — —
)=V 5mL <1% <1%
0.01mol/L¥G R - A4 )~V 5mL 87% 96%
0.1mol/LIGE Rz - A4 )—)v 5mL <1% <1%
it 87% 96%

[— HEET
T AREL ng (RIS A 22T IS IS I BTN I =T LD ARTRE K« AZ ) — v
(4:1)5mLIE K DIRIK . 1MW),

@ LA A7+ 52 [ChemElut CE1020 (20mL{##5 )]

SRR RN 5310 pg% 77 AMZART L, S FRIREEZ T T L2568 O R A2 RS~ T,
FOFER F TV = FIAF Y100 mLT, VRV ERR K e RS AF /L A LR BRI
P - BERA =T /L (1:99, VIV)IRIE T, A0 OEINEF Y BN Sz, UL s, 47 A
V0 1T BAOLRFHR O pHFR LB ED B R 2y . SRR BRI TR Uie o7,
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K5 ZAMTAVT LNT LD LOU I EE)

FTO=) | VR ERIK SN =E S %
TV AR

A (557 &) 104% <1% <1%
A~ 100mL

Amol/LEEEA3mLIE T (543 HI k&) 2% 91% 94%
Xk - R 1 (1:99)  100mL

R - el =1 (1:99) 50mL 3% <1% <1%
it 109% 91% 94%

AfirE:10 pg (20 mg/L/7 B =R/ VIR EEEHERSHR0.5 mLz %5 F CRBER %L, 0.05 m
ol/LIGEFE16 mLZEMNZ CIRMIELT-bDZART) ,

® VUAFNI=HhT L [Sep-pak Plus > VA (690mg)] S NG R A~ R AI=T1T L[S
ep-pak Plus 72U/ (910mg)]

VUBTNI= AT LT Y DN =T L ~F L 5mL TR L2t%, 77
T= 10 ug AN L, SRS OEEETF )L « ~FY R Z TR T L1235 ok
EROIIRT, TT V=T HONWTIE, BEETT L - ~F P2 (19, viv) ~[F] (1:4, viv)
RIKIZED . WTHhOH T LB N TH—EDOEHRNMHR S 7eh, FEREHEFE T Tl
Bl ml R a1520 Z LB HK o724, YW EITsRA Lo 72,

#£6. SUBTNI= AT LR ONT U= T DO H )

FT=)

UHTIV a
~¥ (Bif) 10mL <1% <1%
HERR TSV« ~FH (1:9) 10mL 17% 56%
FERR TV« ~FHY (1:4) 10mL 82% 42%
FERRTF N+ ~FHY (3:7) 10mL <1% <1%
Al 99% 98%

AT 10 pg(F 7P =/120 mg/L/7 ER= NI VEEHERRIR0.5 mLA R ELE F CIRMgE =L
. ~NFH 5 mMLTEEAE I T 9 28EEZ 2[R3R L C A )

CUNTNI =N T BEAFTH U EmL TR L%, DVRCVBERKR O e Ka ¥
AFIVH VIR VA 10 ug AR L, T hy « ~FH - FEE (60:40:1, viviv) TRIE &
U7t b - g (100:1, viv) BIRZIGE F L7TEHA ORI EZR 7 18T, VR
BRIZOW TN BRI R T —EDOEHEPHER SN, B R AF VALK R
RIZOWTIEH T LD ORHEMGR TE IenoTz, £ LT, BVRUVERIRIZ OV TR
Brostrafat Lic e 2A, MEREKOREIELE SRR THoTo, £07D, Ykl
BRI L e oz,
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K1 LIV ATNI =0T 506 O ZEE)[Sep-pak Plus Silica gel (690mg)]

TIVIR A FRAA [HN=ESI s %
TV TR
TR e~ Y X[2(60:40:1) 10mL 67% ND
7R XM (100:1) 10mL 36% ND
it 103%

ND: A

Afif 10 pg (MfEHE D20 mg/L/7Eh=h VR EFEAERRHR0.5 mLaE R0 F et
ELTB TR AT X2 (60:40:1, VIVIV) IRIKS mLCIEME -7 T4 DEEA2E] 40 K
L CHATA)

® RV~—FRI=HT AL

AFL PN R BB ARI= T A[GL-pak PLS-2 (500 mg)| L UV E =L~
V-N-E= LR AL EAEI=FF . [Oasis HLB (200 mg)]%& . A%/ —/L } OUk45 mLT
BTALER L7215 . VAR IR K O e R a3 o AF L VR TR 4510 pgz AL, SRS o
Wl « AB ) — )RR Z I T UTES 6 OER PRI A 8 M ORI ZEN LIRS, ZILHLD AT LK
BCIE, MY Z R — oy~ S RN ST A EDNEME 22573 | [Rl— iy ~E S ED
ST RN RO LR 0T 2, Yashs BB EIX R Lied o7z,

#8. AFL UV AR B EASIRI =T AN O G H ZEE)

FIVIR R EREX AF L
FIVIR TR

0.05mol/L ik (£ fir) 8mL — —

0.01mol/L¥GfR A4 /)~ (4:1)  10mL <1% 96%
0.01mol/L¥GEfER - A4/~ (3:2)  10mL 6% 2%
0.01mol/L¥G R A4 /)—1(2:3)  10mL 84% <1%
0.01mol/L¥E - A% /)—n(1:4)  10mL <1% <1%
it 90% 98%

[— JHERT
AR 10 pg (HEH D20 mo/L/7 2 h=R RS IEERTR0.5 mLAzZE R A F CIREEE
FU7=1%%. 0.05mol/LIGEE4 mLCIafif -1t N9 D8 EZ 200 L TR )
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#£9., V=R B UN-E A a RO E SR =T AH O 2 E)

TIIVIR R ERo$s AF L
TR TR
0.05mol/LI M (EF) 8mL — —
0.01mol/LEG S - A4 )—)v (4:1) 10mL <1% 102%
0.01mol/LEGHE - A4 )V (3:2) 10mL 34% 2%
0.01mol/LtG s - #4/)—1v(2:3)  10mL 52% 3%
0.01mol/L¥&E - 2% /- (1:4)  10mL <1% <1%
it 86% 107%

[— e
Afie:10 pg (M{RE##2 D20 mg/L/7Eh=r/VESIEHEEHR0.5 mLaz R N TR
ELT4%, 0.05mol/LIEe4 mLTHfR- it T3 D fEA2[ml#k0ik L CTHAH)

@ 7T INALI VA NI=TT 2 [Sep-pak Plus NH2(360mg)]}z NN AF LT/
Tae VI UNAGS YT I =717 2 [Intert Sep SAX(500mg)]

T TN INACT YT NI =TT D NI ATF VT 7 e v UNALS VAT VI =T
T 5% K10 mLTHESHLIZ% ., DVR VTR K e R o AT LIV IR IR10 ugxEfrL .,
BRI B EL DRI « A2 ) — ARIR AR T L2 6 ORI AR IO L R ILUCENEIURT,
BEA AL AW D T ) T N IALS YDA N =BT TR ~ DR EER55< 312,
BREEA AL DN AF VT T at VU NAGT Y AT AR =TT ST E R X T
DARA43Thh-oT2, X, BFIZH KT HEE 2 DIDKHER 7 DS E I T8 KT T 55 D580
DIV Ay G REMRIIER I LTz,

#10. 77N INAG I T NI =TT DI HD T A E)

TIVIR BRI bRa$s AF L
TV
K (BF) 10mL 80% 79%
K AR )= (1:1) 10mL 13% 10%
AH ) — )L 10mL <1% <1%
it 93% 89%

Afir 10 pg (M#HM2D20 mo/L/7 2 h=h/WESFEHER#K0.5 mLa %R X T TR
KL, KE mLTEfE - it T 9 D8 B2 20ml#0 R L TH )

17



F11. NIAF LTI 7ae )L UNALS Y B LI =T DD H 255 H)

TV BRAR SN =E S %
TV TR
K (BHT) 10mL <1% <1%
K A% ) —(1:1) 10mL <1% <1%
A )—)b 10mL <1% <1%
0.01mol/L¥ - A% /—/v 10mL <1% <1%
0.1mol/LIGHE « A% ) — v 10mL 72% 86%
it 72% 86%

Afif 10 pg (MfHE D20 mg/L/7Eh=h)/WIREFEHEYRHR0.5 mLaEE R F et
FELUT-t4. /K5 mLCIAEfE it T3 5EEE 200140 L CAfr)

7577 AN —R2=H7 AllIntert Sep GC (150mg)]

T 7 AN =R I= AT 2% BEETT L XTKES mLCHRELI-%E ., VAR &E DY
ERBEF S AF LIV TR IRA10 pgi AL, BRI Z I FLIChE O HPIRIZ R12 K T
KLBIIR T, TNHDORFHHE RS WRE W ZIK - AZ ) — /AR CTH T BIARFFSEAS ) — )L
T T 2502 E L CTEMBI OB ZMRET L2y, BRAFRIE RN R MO0 2T %
USRI BRI Lo T2,

F12. TTT7 7 AN —RR=HT LINHOVR H 2R E)- T

FIVIR TR eRas AF L
TR PR
FEfE =L (B faf) 10mL 60% 16%
AR ) —)b 10mL 26% 84%
g A% /— /1 (1:1000) 10mL 11% 14%
Xk A% /— /1 (1:100) 10mL <1% 13%
il 97% 127%

B 10 pg (MR D20 mg/LI7T 2 h=h)/HESTEAERHK0.5 mLAZE R KL F TR g %=
L7 f%. WRER—=T /L5 mLCPafE - it T DB E& 20k L TA )

313, 777 AN —IR =T EHDOEEHEEE- T

TR PRAA eRaf s AF L
TV PR
K (Fafir) 10mL <1% <1%
K A% ) — ) (4:1) 10mL <1% <1%
AR )—)v 10mL 115% 80%
0.1mol/Lifg - A% /—/  10mL <1% <1%
it 115% 80%

A 10 pg (EE D20 mg/LI7 2 =R WIRSEEAERIK0.5 mLAZEERIT F CIalg %4
L7 /K5 mLCIafig - it T3 DEpEA 200K L CHA L)
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© 7 /7 LI=757[Sep-pak Plus CN (360mg)]

VT I)TRENI= AT LA TR mLTHRELIEE . VR CVEBBR R e Rk v AT VA
VRV TEEA10 pgZ Bl BRIRA DT By A% ) — VIR & T T U35 A O R
HRINTT, ZOLORFHER D, BH M Z0.1% XA 7 b CTHT7 AL Tl
WS DR CTHEMRECOBA LT L=, RAFRE RSN R KL NEIERBMG ORI T2
U AZ RS TR Lo 72,

#14. T 7O NI = I T AL DOE )

TV EROF AF L

TV TR
0.1%¥Me e A 7 (Af) 10mL 72% 85%
TRy A% ) —)L X5 (90:10:0.1)  10mL 3% 3%
TRy A% ) —)L - X5 (80:20:0.1)  10mL <1% <1%
At 75% 88%

Bl 10 pug (F#E D20 mg/L/7 Eh=R/VIEAFEHEAET0.5 mLA 2 500 N TR
FELT%. 0.1%F e A 7 ho 5 mLCIafE i B3 D E4 2[R0 K L CEfT)

(3) AR EDIRET
O TEr=RILe~FH 550

FALE WL gz ~FH AT B h=k/L50 mLIZERIIL ., ~FH50 mLz Iz CRI3Ar R
EHL, TEN=RNIVEEZ BT, I~ AT Eh=K /150 mLE X CRIEROIRES &
OV BRI UG R 2RISR T, 7TRh=RN L e ~F Y5 EI Tl VAR FRIR K e R e
X AT NVIIVIR AR Z BAFIZEI Ao o 7o 2 GRS B EIT R Lo T,

#15. 7EF=NL - ~F YR TOIREE

FTo=)v | TR | eERaX AT Ll
JVIRBRIR
7Eh=h/LJE (50mL X 2) 91% 43% 51%

A1 pg BFESGHTRI S AL D2 mg/L/7 B h=R /BB EAERRK0.5 mL)

@ 7B

TIVIR A RR e e R a3 AF )L I VAR R AR D0.1 ngz7k4 mLIZEINL , 10%5E kT~
LIAH14 mL, 10 mol/L/KER{EF N7 22 mL K O =F /120 mLZ N2 TRIBEIESD
L7z, BEfR—F )L % BEEEE 4y & U, K8 2 B> THRfE3 mLZ L 7=%%  BEfg—F/120mLA N
Z TR REHRED L, BEiA =T V@A Sy B LT, KBICHEE =T /120 mLEINZ THREY 9 DHRfE
Z 220K L, B =T Vg A At (560 mL) | IAHEA B £ | IR RO I-HE RAF
16127~

ZOREFITHSE | RGFEHEHE D20 mL GUBIL g 4) A EIRME L . FELERME K OV
HE FENEREA AL AZ MR RER =17 2 (Oasis MAX) IZEDRERAITOIIE LT A, VR FRIR
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1 mg/kgisIIEREIO A ERIE91%, RS 3 AT /L ALARFRIRL mo/kg IR AL =118
8% L7V | HEININ (77 27) SBHZ I W THRIE DR E L7258 — 7 F TR D B/ -7 (<0.01 m
g/kg) o LOSLZRAD, [RIBEDRE RIS Tk, D M O ~DM A RITLIZE 2 A, WL
RTIL, 69K N T7%, ER T AT )LV FEIRT86, 78 X DM8% D[RR L7 | (AR
DOV R MR BRI Ui o7z,

# 16. 7V IVPEF TORRIEF

TIVIR L BRR eRa3 AF L
FIVR TR
WHAME T HERA—F /L g (20mL. BEZEH| 7)) <1% <1%
FAME T . EERA—F /L= (20mLx3) 82% 82%

0.1 pg (Mf#E 0.2 mg/L/7 B h=h /RS EHERRK0.5 mL)

3. ANNEYLEER

PR BEEE AR ESNTWDKROM, KE, ZF IFHNAE), Fr XY b~h Tl x v
AT ALV RO OFHI0E MM EFUEHI W T, Bk O SEER T IEIZIE Vi L CERMEIL R %
B U7, ORI SEBRIZ 3517 2 B R 100%FH 24 DOFEERRIR , & B 5D 7 70 750 O
RBIOREN 2 n~ 7T L AR T, X B RMDT T2 7B O A v JIEICLHE
e N—2 AT 7~ T B E AR,
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(1) ERE

BPEORFHE B2 RLITR T, (MINORFREHI B W TH, F7 V=0 BARVERE KR Y
EREX VAT VIR TRIRD E & EIETHE—7IERD N oT, 72721, VR BRI
LR a3 AF )L IVRARRIZOW L, 7 V= EE L CEEIR0.01 mg/kgZz H 1
ELTZM, ARBRIE CHE . CE7-E BBRS30.02 mg/kg TH 7= (MG DOHOELT0.01 m
g/kg) .

K17, BIRVEOFH

HEE—IDHRHE E—VE#H(ES)"?
No| mmmam | ame | TUER|BEE ?ﬁgﬁz S VTN [ ey p— T pedi T
(mglkg) HERE ey (@) (b) t (2)(b)
1 [F7o=L * 0.01 1 1 A | 1 < 0100 M 0 99.661 0.000 o
2 |F7T=L A= 0.01 0.01 0.01 ERER | 001 < 0333 M 0 99.661 0.000 o
3 [FTU=L a3 0.01 0.01 0.01 ERER | 001 < 0333 M 0 99.661 0.000 [e]
4 |FTO=N E>5NhAZS | 001 0.01 0.01 ERER | 001 < 0333 M 0 80.240 0.000 e}
5 [FFU=L FrRy 0.01 0.01 0.01 ERER | 001 < 0333 M 0 80.240 0.000 o
6 [FFT=L =4 0.01 0.01 0.01 ERESR | 0.01 < 0333 M 0 80.240 0.000 o
7 |FTC=L EFhul & 0.01 0.01 0.01 ERER | 0.01 < 0333| @M 0 80.240 0.000 (e}
8 |F7T=L YaZ 0.01 0.01 0.01 ERER | 0.01 < 0333 M 0 80.240 0.000 (e}
9 |F7T=L TLre 0.01 0.01 0.01 ERER | 001 < 0333 M 0 80.240 0.000 o
10 |[F7E=L * 0.01 0.01 0.01 ERER | 001 < 0333 M 0 113.163 0.000 o
11 |hILR U Bk * 0.01857 | 1. 1.857 * | R | 1 < 0100 @ 0 728.777 0.000 (@]
12 | LR BRK K= 0.01857 | 0.01 0.01857 ERER | 001857 |< 0333 | mEH 0 278.777 0.000 o
13 | ALK BEK ZF 0.01857 | 0.01 0.01857 ERER | 001857 |< 0333 | M 0 719.751 0.000 e}
14 |H LR ERIK IE5NAZS5 | 001857 | 0.01 0.01857 ERBRF | 001857 |< 0.333| MEH 0 778.898 0.000 o
15 AR Bk FrRy 0.01857 | 0.01 0.01857 ERBA | 001857 |< 0.333| MEH 0 778.898 0.000 (e}
16 |[H LR U EK ke k 0.01857 | 0.01 0.01857 ERBA | 001857 |< 0.333| mMEH 0 778.898 0.000 (e}
17 [H LR U EK EhL & 0.01857 | 0.01 0.01857 EREBR | 001857 |< 0.333| MEH 0 778.898 0.000 o
18 |h LR VB K Yhal 0.01857 | 0.01 0.01857 EERF | 001857 |< 0.333| @ 0 778.898 0.000 (@)
19 [HILERUEK rTLoy 0.01857 | 0.01 0.01857 ERER | 001857 |< 0.333| mEH 0 778.898 0.000 [e]
20 |hILKR U EE ES 0.01857 | 0.01 0.01857 ERER | 001857 |< 0333 | mEH 0 719.751 0.000 e}
21 |EFRFSAFAALKRABEE | 0.01672 | 1. 1.672 HAEME | 1 < 0100 Mm@ 0 273.829 0.000 e}
22 |eFRFSAFAALRAESE | KT 0.01672 | 0.01 0.01672 ERER | 001672 |< 0333 | mEH 0 273.829 0.000 o
23 |eKRRvAFLALRLESE |ZF 0.01672 | 0.01 0.01672 ERBR | 001672 [< 0.333| MEH 0 277.200 0.000 (e}
24 |eraxsiFaniaomk ([E5NA%S | 001672 | 001 0.01672 ERBR | 001672 |< 0.333| MEH 0 272.056 0.000 o
25 |ERRRSAFANLREE | p XY 0.01672 | 0.01 0.01672 EREBR | 001672 |< 0333 | MEH 0 272.056 0.000 [¢]
26 |EFRFVAFAALKRAME | KT b 0.01672 | 0.01 0.01672 EREBR | 001672 [< 0333 | MEH 0 272.056 0.000 [e]
27 |ernxsxFannasik ([FRUL & 0.01672 | 0.01 0.01672 EREBR | 001672 |< 0333 | MEH 0 272.056 0.000 [e]
28 |EFRFLAFANLRAE (Y A D 0.01672 | 0.01 0.01672 ERER | 001672 |< 0333 | mEH 0 272.056 0.000 e}
29 |EFRFLAFANLKAMSE |4 LS 0.01672 | 0.01 0.01672 ERER | 001672 |< 0333 | mEHi 0 272.056 0.000 o
30 |EFRFLAFADLKAME | 0.01672 | 0.01 0.01672 ERER | 001672 |< 0333 | mEH 0 277.200 0.000 (e}

AWRUBRUVERAFIAFILALRUBELTOETRE (MRENOF7OoIILBRE LI ERRFL0.02 mg/kg)

*1 BB, BEMERREDHE(CIE—RELE(0.01 ppm) ZALS,

*2 FMRESTHERRRENRLHHE (ERBALLEBEOBREN. [ERRF <HEMBERRR x 3)ELBHE) 12, [ *x INKRTEND, [ * INRTESNF= S5t
RILEDIE. FMRELTFMARRENRLE S0, Bk, EERFREFLOIMN VIR FMBERREAULCETET 2.

*3 TSV UHEMBRUEERROIAICHELERAISHET 5. (REICHLTRIBEAZITI,)

*4 RORENT IR RIRE (REERERFERRFBE) IHLITHRDL512, TS50 7RHORBER CARLBERR (P VI RFMBERR) AL,
IR BIHEE — D BREN LA ST IZIE, BEREOE —VEH (BE) FROECTHRL,

*5 B (B L PEE—IDHBRBEADHEREISEE T HHACETOL BELEVEEITIEN x JZREHT 5.
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(2 EE.RERUEERRA

B K OV T RS BE DRl e R 181K, T 7 V=T DWW THEEIT96~111%, (F1THE
& (RSD) 132~7%DFi[H , 71V AR BARIC OV TELEE1L78~100%. BHTHS 13~ T%DHiH
ER O3S AT LAV ARIC DWW TEFEIT73~97%., JH TR E131~8% D& THY, £TD
FatalBl e OV T i B A 2 DWW T B AF T 7=, X, & B R S 2 £0.01 mg/kg (B /LR
fE & DR ao AF VAV AR B U COfE, R OF 7 = VHR L7 &R 5HX0.02 m
glkg) ZIRMMULT=55G 07~ 8 2 KBR T, E &R Y IRINEUEHZ 31T HSINEL D -
EIZTF T V=D TE3~TT, VR FRIRIC DN T12~25, BERT3-3 AF LA VR R IR
DUNTL8~36THY, & TORMRFFE K OVt Bk 4312 DWW TL0LL EThoTe, 72720, v
RUBEIZ BT D % DSINEEDIZ DWW TE THINALIREHI B W T HAEE (1020 B) 2 FH5
BAbH-oT-,

#18. HE FEE K OVE &R A O

FERR | mept | FMEE |TERR BRER" EURE (%) HE | BHTHE SINEE™
No.| AESIRIED REA (ppm) | (ppm) | (ppm) | OFHE? | prx [ gy | 2@ | =1 [ ne2 | nes | nea | s ) | (RsDW) | Max | Min. | FeiE %
& n n: n n: n: 0) 3 iin. 4 fE
1 FTOZL * 0.01 1 1 * 235681 (-14.3404 | 0.9990 | 105 104 100 100 99 102 3
2 FTO=N * 0.01 1 0.01 200591 |-0.6503 [ 1.0000 | 110 107 106 105 102 106 3 74 72 73
3 FTY=N = 0.01 0.01 0.01 200591 |-0.6503 | 1.0000 | 104 103 103 101 96 101 3 w a7 62
4 FTOZL ZF 0.01 0.01 0.01 200591 (-0.6503 | 1.0000 | 104 101 100 100 100 101 2 62 44 53
5 FTOZL F>hAZS5| 001 0.01 0.01 183519 |-2.3297 (1.0000 | 106 102 100 100 98 101 3 74 54 64
6 FTOZL FrRYy 0.01 0.01 0.01 183519 |-2.3297 (1.0000 | 105 101 101 101 98 101 2 71 65 68
7 FTY=N L 0.01 0.01 0.01 183519 |-2.3297 | 1.0000 | 109 105 105 98 96 103 5 79 59 69
8 FTOZL Fhul & 0.01 0.01 0.01 183519 |-2.3297 (1.0000 | 102 99 99 90 89 96 6 74 41 58
9 FTOZL Yal 0.01 0.01 0.01 183519 |-2.3297 (1.0000 | 113 112 109 105 100 108 5 78 7 7
10 FTOZL rLroo 0.01 0.01 0.01 183519 |-2.3297 |1.0000 | 116 | 116 | 107 | 103 | 101 109 7 77 76 76
11 FFL=N E-3 0.01 0.01 0.01 235681 [-14.3404 [ 0.9990 | 115 113 111 108 107 111 3 63 62 63
12 bR %: 87 323 * 0.01857 1 1.857 * 546387 (-12.9870 | 0.9998 92 89 87 85 81 87 5
13 B %28 33 * 0.01857 1 0.01857 558996 |-11.9830  1.0000 | 104 104 101 98 95 100 4 26 21 24
14 H LR EE A= 0.01857 | 0.01 0.01857 558996 |-11.9830 [ 1.0000 | 89 85 81 78 77 82 6 13 12 12
15 HILAR B R °F 0.01857 0.01 0.01857 546387 [-12.9870 | 0.9998 87 84 84 83 81 84 3 18 17 17
16 DR EK [E5hA%5| 001857 0.01 0.01857 379349 (-3.0244 | 0.9998 85 85 81 80 80 82 3 15 9 12
17 DR EE FrRYy 0.01857 0.01 0.01857 379349 (-3.0244 | 0.9998 86 79 78 77 77 79 5 19 13 16
18 HILAR B R k2 b 0.01857 0.01 0.01857 379349 (-3.0244 | 0.9998 87 81 7 76 74 79 7 19 17 18
19 NIV B R Fhl & 0.01857 0.01 0.01857 379349 (-3.0244 | 0.9998 82 79 78 75 75 78 4 14 13 13
20 R %8 323 YAl 0.01857 0.01 0.01857 379349 (-3.0244 | 0.9998 95 92 90 87 84 90 5 25 23 24
21 IR EE rLroo 0.01857 | 0.01 0.01857 379349 |-3.0244 (0.9998 | 88 87 87 83 80 85 4 28 21 25
22 IR EE *® 0.01857 | 0.01 0.01857 546387 |-12.9870 | 0.9998 | 102 | 101 99 92 90 97 6 27 24 25
23 | E FEFUAFAH LK Bk * 0.01672 1. 1.672 * 1502446 | -26.8193 | 1.0000 99 98 98 96 94 97 2
24 | E FOFLAF LA LK BE * 0.01672 1. 0.01672 1505497 |-15.4403 [ 1.0000 | 100 98 97 95 93 97 3 27 27 27
25 | £ FRFLAF ALK B XK= 0.01672 0.01 0.01672 1505497 | -15.4403 | 1.0000 91 91 90 89 74 87 8 20 16 18
26 | EFOFSAFAALRESE °F 0.01672 0.01 0.01672 1502446 |-26.8193 | 1.0000 | 76 74 73 72 71 73 3 22 15 18
27 | EFaFLATAILRVESE |[ESNAE S| 001672 0.01 0.01672 968782 (-26.8893 | 1.0000 99 95 94 93 90 94 3 36 31 34
28 | EFAELAFAALKREE | Fop AY 0.01672 0.01 0.01672 968782 |-26.8893 | 1.0000 99 93 91 88 88 92 5 23 19 21
29 | EFARVAFADLK B =+ 0.01672 0.01 0.01672 968782 |-26.8893 | 1.0000 97 97 97 96 95 96 1 24 22 23
30 | EraFvAFLLACESE | (ERL & 0.01672 0.01 0.01672 968782 |-26.8893 | 1.0000 | 99 98 98 96 95 97 2 27 19 23
31 | EFEFSAFADLRBE YAZ 0.01672 0.01 0.01672 968782 (-26.8893 | 1.0000 95 95 94 93 91 94 2 29 27 28
32 | EFAFLAFAALRIESE | F LD 0.01672 0.01 0.01672 968782 |-26.8893 | 1.0000 96 94 94 93 93 94 1 28 22 25
33 | EFRFUAFLALAY Bk E 0.01672 | 0.01 0.01672 1502446 |-26.8193 [ 1.0000 | 99 99 98 95 93 97 3 37 36 36

DVRVBRUEFOFDAFLALRUBELTOETRRE (ARENOF7OLBRHELEZERRR0.02 mgkg)

*1 BAEfE(E, REERREDHEICE—EEE(0.01 ppm) AL,

2 FEMRENERRFRELEGIFEICL [ *IHNRTESND, TOHEICE, SINLLORBEFETHZH, Bk, EERROMEETS.
*3 DIVRVEERUER OF S AFILDILRUBKRE TERLIRER

*4 BoNEREORTRAMEESZHE—Y (Max) RUR/MEESZHE—Y (Mn.) DTh T DSINLLER DS,
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() EHIIIVIRDBIE~NDFE

B2 N 7 ZADPNE~DEENC OV TR LA R A 19 (R, FEEHRAEEL T 0.01
mg/kg FH SR EEIZ72 D LI 72 10 FERRFIRI A O~ N 7 ZUSHINEEEGS IR O Vs BATE
WA e — ik 2RO 72, X, KaREHZ DWW CIE, 7R ELYEE 1 mg/kg RSB E IS
72D INCHH L To~ N 7 ARSI HES IR D Vs AR IR ISkt 9~ A — Vg b b R T, &
NODEFEHITTF 7=/ T 0.95~1.06 D#IPH, H/LRERAIZ SV T 0.96~1.08 D#
B, ER T AT L VIR R IRIZ OV T 0.94~1.02 OFFHTHY, 3B~ N 7 ZADRE~D
WANIERD LN ST,

#19. B~ w7 ZAOMIE~D L,

- et | sy | BB E—EH () °
No.|  sEEgian #8848 ﬁiﬂfﬁ %’ff)' ”ﬁ(fféﬁ’f B (mie | o, . [ It AEmEERE AR E—om® | %
(mgl) | w0 | 777 n=1 n=2 | ¥y | n=1 n=2 | T | BOH®
1 FTTZIL * 0.01 1. 1. 0.001 i g 0 927 962 945 921 973 947 1.00
2 FTTZIL * 0.01 1. 0.01 0.0001 i 0 109 110 110 103 105 104 1.06
3 FTTZIL X2 0.01 0.01 0.01 0.0001 i 0 104 109 106 105 108 106 1.00
4 FTIZIL ZF 0.01 0.01 0.01 0.0001 i 0 108 109 108 103 105 104 1.04
5 FTIZIL EF5NAZS 0.01 0.01 0.01 0.0001 g 0 112 113 112 115 121 118 0.95
6 FTIZI FrAy 0.01 0.01 0.01 0.0001 HE 0 122 120 121 115 121 118 1.03
7 FTCZIL Tk 0.01 0.01 0.01 0.0001 [k 0 121 118 119 114 115 115 1.04
8 FTOZIL FhivL & 0.01 0.01 0.01 0.0001 [k 0 114 111 112 114 115 115 0.98
9 FTIZI Yl 0.01 0.01 0.01 0.0001 i 0 113 109 111 105 108 106 1.05
10 FTIZIL TLoo 0.01 0.01 0.01 0.0001 ik 0 110 117 114 108 114 111 1.02
11 FTTZIL * 0.01 0.01 0.01 0.0001 i g 0 111 113 112 108 114 111 1.01
12 HILR VB R * 0.01857 1. 1.857 0.001 it g 0 935 928 932 914 883 898 1.04
13 HILKR > BER * 0.01857 1. 0.01857 0.0001 i 0 99 101 100 95 105 100 1.00
14 %S KE 0.01857 | 0.01 0.01857 | 0.0001 EiE 0 100 108 104 105 98 102 1.02
15 %S ZF 0.01857 | 0.01 0.01857 0.0001 HEiE 0 97 95 96 95 105 100 0.96
16 hILR U BiR ES5HAES 0.01857 | 0.01 0.01857 0.0001 g 0 97 101 99 104 103 103 0.96
17 hILR U BiE FrAy 0.01857 | 0.01 0.01857 0.0001 HiE 0 104 103 104 104 103 103 1.01
18 HILR U EBIR Tk 0.01857 | 0.01 0.01857 0.0001 L 0 107 100 103 105 104 104 0.99
19 HILR U ER FhivL & 0.01857 | 0.01 0.01857 0.0001 L 0 103 100 102 105 104 104 0.97
20 HILR U ER YA 0.01857 | 0.01 0.01857 0.0001 i g 0 106 101 104 105 98 102 1.02
21 HILR > BIK TLoo 0.01857 0.01 0.01857 0.0001 i g 0 103 107 105 98 105 101 1.04
22 HILR VB R * 0.01857 0.01 0.01857 0.0001 i g 0 108 111 109 98 105 101 1.08
23 |EFaFTAFLALREE * 0.01672 1. 1.672 0.001 ki 0 2695 2703 2699 2606 2675 2641 1.02
24 |EFAFSAFLOLRUEE * 0.01672 | 1. 0.01672 0.0001 i 0 268 275 272 281 288 285 0.95
25 | E FRFSAF ALK B pN=a 0.01672 | 0.01 0.01672 0.0001 HEiE 0 284 283 284 288 286 287 0.99
26 | £ FRFSAF ALK EK ZF 0.01672 | 0.01 0.01672 0.0001 EiE 0 275 283 279 281 288 285 0.98
27 | E FRFUAF ALK BEK E5SHhAZS 0.01672 | 0.01 0.01672 0.0001 HE 0 292 287 290 292 285 289 1.00
28 |EFOFSAFLHILREK FrAy 0.01672 | 0.01 0.01672 0.0001 [k 0 284 296 290 292 285 289 1.00
29 |EFAFUAFLALRUBEE rT 0.01672 | 0.01 0.01672 0.0001 L 0 284 276 280 295 292 294 0.95
30 |ERBEFSAFLHLREE FhL & 0.01672 | 0.01 0.01672 0.0001 i 0 299 288 294 295 292 294 1.00
31 |EFAFUAFLALR U BEE YAZ 0.01672 | 0.01 0.01672 0.0001 i d 0 283 289 286 288 286 287 1.00
32 |EFAFUAFLALKR U BEE FLoo 0.01672 0.01 0.01672 0.0001 it 0 270 274 272 286 295 291 0.94
33 |EFAFUAFLALK U BE B3 0.01672 0.01 0.01672 0.0001 ki 0 278 282 280 286 295 291 0.96

DRV ERVEROFVAFILALRUBEELTOETRE (MREYMOF7OILBRFE LI ERRF%0.02 mgkg)

*1 HAEMEE, BEERREDHEICIE—EEE(0.01 ppm) £ALS,

*2 RINEURGAER & 1T BEIURE100%E LR EITH D L2, TV VRMORBER CHABLBERR (TP v I R RMBEFR) REE THRUBERR CREEERR) £ERT D,
*3 MUY IRFMBEB R R CRERERROIRICKEC2BE L L RIE LSRN LIHES S, (BEICHLTRETAZITS.)

*4 TSUVICE—IRRBOLNIAGEICIE, IR FIRERROMBER IS VEEELEIV-EEZALS,

*5 TRUYIRFIMBEBRREHRL B OISV IAMORRBREAVTRAET S,

*6 TRV IRFMBEBRROBEATEBRRICHTIE—VER(REBS) OLLERDHD.

4. ZDMDERERERETICEEY HFI1E
(1) HEREDORETRRE

WEtM4 0. K. DEROEKICBIT AR G Ne R a3 AF L I LR BRIED 55 0T 1E
WEECTHLEHIIL . FTV=AbEHTe 3 BT ONT, KATINAED, Fr XY bvh, I
NNWLE, VAZ AL DV ORBIEREZRER LT, BETBE COTF 7=/ VR B E K e
RE o AT VIV AR DO R SRS R a3 20~22 |22 NEIURT, ZORE, FT7 V=12
DUWTIE LC-MS, VAR RIK L O'e R a3 AT /L LR R IRIZ DU Cid LC-MS/MS %
THIE T2 HEERE L, ZL T, ZORBIEROWE S MR B2 R L LIz 2 A,
WA O B EEIRA (F 7Y=L T 0.01 mg/kg) 2952 LIZINEETH 7228, 10 7
B TCORFHRIGAEI i H ATREZRBRIE 2 e NL CTE T, 7eds , MBRIE I OW TR IEM ALK
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T 572D B U2 A3, R 23 S 2 HIE L . iR 2oL (FIRFEE EiF7) | Jl
FEZ LC-MS/IMS IZHE—L7=2LTHY BRI FIEIIEFE LD »T-,

20, BB COF T V=1 DRI (LC-MSHIE)

Ve TN FT=)L
(FLYE(H) (mg/kg) [ENSE (%) B (%) | RSD(%)
LK 0.1 94, 90, 83, 79, 77 85 8.5
(1mg/kg) 0.01 93, 93, 91, 90, 85 90 3.6
KE 0.01 78, 76, 75, 73, 70 74 41
-oF 0.01 (51) (—) (=)
EONATED 0.01 83. 81, 79. 78, 77 80 3.0
FpY 0.01 90, 90, 90, 89, 89 90 0.6
~~h 0.01 90, 89, 89, 89, 88 89 0.8
T L 0.01 97, 93, 92, 86, 85 91 5.6
DAZ 0.01 90, 89, 88, 87. 86 88 18
Frov 0.01 82. 76, 75, 70. 70 75 6.7
% 0.01 (95) (=) (=)
[— 3R ARG,
T T2 (CEROBEITLE TORITRE )
#21. MBI TO I LR BRI EIN R
Akt VSIN =35 TV
(SLYEAE) (mg/kg)” [ESE (%) HJ¥ (%) | RSD(%)
ZK 1.857 (1) 84, 83, 75. 74, 72 78 7.1
(1mg/kg) 0.01857 (0.01) 97. 93, 83, 83, 81 87 8.2
NG 0.01857 (0.01) (75, 74. 65, 52, 37) (61) (26.6)
o 0.01857 (0.01) (<1 (—) (—)
EHNAED 0.01857 (0.01) 73, 72, 71, 71, 70 71 1.6
FpY 0.01857 (0.01) 82, 79, 78, 72, 71 76 6.2
~~h 0.01857 (0.01) 84, 79, 75. 71. 70 76 7.7
T 0.01857 (0.01) 86, 83, 81, 72, 72 79 8.2
WAZ 0.01857 (0.01) 86. 83, 83, 78, 77 81 4.6
Froy 0.01857 (0.01) 77, 76, 73, 71, 71 74 3.8
K" 0.01857 (0.01) (<1) (—) (=)

[— IR HAEE,

TS AR (0 R R L OB
" P — 2 (2 E R UL TORI TR R
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22, AT COrRax AF )L LA ER RO R R

v IR EE ER B AT LA VR BRI
(FLHER) (mg/kg)” [ (%) EJE (%) | RSD(%)
LK 1.672 (1) 96, 91, 86, 82, 79 87 7.9
(1mg/kg) 0.01672 (0.01) 91, 89, 838, 84, 82 87 4.3
K& 0.01672 (0.01) | (70, 60, 55. 47, 36) (54) (24.1)
o 0.01672 (0.01) (<1) (—) (=)
EHNAED 0.01672 (0.01) 74, 73, 73, 71, 71 72 1.9
Fp Y 0.01672 (0.01) 93, 85, 84, 84, 73 84 8.5
~~h 0.01672 (0.01) 96, 84, 78, 71. 70 80 13.4
T 0.01672 (0.01) 95, 93, 89, 86, 82 89 5.9
AT 0.01672 (0.01) 100, 91, 87, 86, 74 88 10.7
Froy 0.01672 (0.01) 96, 96, 95, 95, 95 95 0.6
xK” 0.01672 (0.01) (<1) (—) (—)

[— A ARRE,
T FT U VR (ER R L AT L LR B AL L TORE)
" P — 2 (2 E R O TORITRE R

(2 EERFIZDUT

EERRIT, T 7= T 0.01 mglkg, VR K TR B3 AF L A1 LR TR IR

(22T 0.02 mg/kg (F7 Y = /VHURAE) & LTz, VR RIR K ORe R ade o AT L J1 LR AR
IZOWTIE, EERAE 001 mglkg L3225 BIEELZDS, LU OREHE RS Y 5%l 54k
TRZB W TCIXREECHD LRI LT,
TV AR B Ve R 203 AF L T VIR BRI SN T, F 7ok NN ThHo (55 2
BRI EE O ET I Z ) | BB O ARG/ NS (R HEAF RS R EW) RPLTIE, Ik
553 A 2 B iR A P E 2L B I EA T S 251570 W Tk e oz, B E ~ DA 28
WL, RE~ R o7 2D E~D EBE AT 52 L2 BHALC, IERETIIRIEO ARG £5
ATREZL PRV b 723 E GREHEAR(E R 1/100) A8 H LTz, ZORMGT=RIE, MEHT 2l E 2
EIZBIT D5/ MR EIZESSGRIETH D,

AR L7221V 7R 12 0.01 mg/kg (772 = /L a5 4E 0.02 mg/lkg) 2R INL7=356 0 SIN BT, &
BITERIRR A T 544 (SIN t 20 PLE) 23380 i alBH U3, 42 10 Fiailet o A 4
DHTIH-7-(F 18 BR) , X, ERaF U AF /LA LRUERK 0.01 mg/kg (573 = /L HfiE 0.02
mg/kg) ZENILIZHA D SIN FeTh, KE K ORTETO SIN HeAs 20 Rifi Th o7z, ZHHDHE F
D5, AR R ISR L CYRERBRIE R A L T VR VR IR K e R e AF )L ViR
B IR D E BRI &4 0.005 mg/kg (ZNENT TV =1L T0.01 mglkg) &35 LI REETHS
LA LTz, Zads . BRI LTZIE SRR IZ I8V TH- A5 00 0.00005 mo/L AR HER k% 5 pL IEALTC
St OFEMERY72 SIN LhiX, VARV ERIRT 9.8, ERBEF I AT ILALAR IR T 21.1 ThoTe,
X NEHZBINL CHHER 7y DB AR T DB EORET L2y, VR ERIA K Ot R a2 2
FININVIRARRIZ DWW T BIFRENCR 2R 35 Z IR CTh o7,

—

25



TIVIR AR e R a3 ATV IVIR U BRIR D TE &R %4 0.005 mglkg (ZnENnNF T
=/LE1C0.01 mg/kg) & HEAITI, IEMEATEEE 150 LT AUT LS, ZO 5 TiddcdEk sy
DOFEITEN T HEE 2 GNABIMEICREOK T, 7r~h 74 F SIN O ELFRO BT,
FKIZOWT, HERIBICB I DRI EA 10 mL (2380 DVR RO EBIR A% 0.005
mg/kg (F7 V=L EEE LT 0.009285 mg/kg) . ER T332 2T L H LR VR IR D E BB %
0.005 mg/kg (F 7 ¥ = /LR &L "C 0.00836 mg/kg) (2% E L7z |- 7C iRk 5y 00 iE BRI 2 s
MOENFEE R DT (n=2) , ZDRER, VR ERIL 68 K TN65%, ER O3 AF )L AV ik
RIL84 L IV80% Thho7e, VARV ERIR K RER B AT L AL AR D45 T8 SRR S 24 12
FERMBED 70~ 7T MIBITHEE—20 SIN Eid, WVRVERIAT 4.2, EREf U AT L)L
RUBRIAT 8.9 Th-7- (RXB ),

PLEXD VR BB IR K e R e s AT )L VIR R IR D & B R A A 45 0.005 mg/kg &L, <
NENTTV=/ELTOEERME 0.01 mg/kg &3 HZEITREETHH AW LT,

x10 1 |- MRM (142.9 -> 71.0) Q140507T18.d x10]- MRM (158.9 -> 87.0) Q14
4.5+ 6 .4
4.451 6
4.4 \l/ 5 4
4.351
5 .4
4.3
4,254 5
4.2 5.4 A\
4.154 51
4.1 4.
4,051 4 4
4
3.95]%}4 7
3.9 41
3.854 4
3.8 3.
2 4 6 8 10 12 14 2 4 6 8 10 12 14
. Counts vs. Acquisition Time ([ﬂin) Counts vs. \‘A c q‘L‘u isitior .
TV R{R 0.005 mg/kg HN ER w2 AF LA VAR BRI 0.005 mglkg FRAN
(F 7 =/1E1T0.009285 mg/kg i) (F72=/1£LT 0.00836 mg/kg ¥R
5uL/10 mL/0.2 g 5uL/10 mL/0.2 g
[#=am]

FTVVREBRIEE LT, ERRERTE T =R Ao 2T UL T I =
TETF T V=)Vl ARG 5y (VR RIREE R a2 ATV IV R B IR) 1253 ], 7
T VEGET AR ()= T A TR HEL . LC-MS/IMSTE & I OVeRe., (R # 4y (771
RUBBAR+ERaX U ATV IVR R IR) 1XEA A ARSI =T 7 I (R~ —F5bF) THRERIL | LC-
MS/MSCE & M O3 5 AR EE T 5,

LK L0FE S FEMIZ 3BT DI RBRIZ I\ T, B, 779 =/LT96~111%, H/LAR
R C78~100%, ER X AT )L VIR BRIRTI3~97% CTHY . ZNOLDO I TR EIZT 7o =1
T2~7%., VR ARIKT3~T%, R %2 AF )L LR BRIA TL~8%D#iIH Tih 7=, T T
=)L, TIVIRARIR R Ne R e AT LA VAR IR O 7E BEFR T, £H240.01 mg/kg, 0.02
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mg/kg &% 1*0.02 mg/kg (F7 2 =/LELTDIREE) THY, EDffne L TOE =R5IE0.05 mg/kg
Th-oT,

L pE

1) Fro=iklrik (ErEY) (248558 @ mmaliRis)
2) FTV= N ORI R R ER RS (BRI S lBRIE)
3) FT V=D R GEARERD
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= 1.

RAANRYIRIL

F TN DT AANLT L (—IRAFY)
1 mg/L 7Eh=RILEERK

x10 5

4.5

-ESI Scan:2 (0.286 min) Frag=100.0V W091116t22.d

266

268

L
:

P D P D e N T 1 e 1N P N
Counts vs. Mass-to-Charge (n 2)
FTIENDT AL I IAF L AT IV I —— A7 ;m/z=266)
1 mg/L 7Eh=RILEEIK

x10 4
2.8

2.6
2.4
2.2

1.8
16
14
1.2

0.8
0.6
0.4
0.2

S Product lon:3 (0.277 min) Frag=100.0V CID@10.0 (266 -> **) W091116t24.d

7 \

238
178 M

‘ Lol

4 5 60 70 8 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270
Counts vs. Mass-to-Charge (m/ z)

[

HELEE: 6410 27 AU EMAVE By HTa1, 1200 &R iA 27 v~ k757 (Agilent Technologies #1)

BaEhtE: A%/ —N /0.1%XE (7:3, vIV) IRIR, 7u— Ay =riar

PEE: 0.2mL/min

HEAR: SuL

A4 ALET—R: ESI(—)

A B NEE: 4000V

TIT A —EIE: 100V

aYVa B 10V @V var TR ER)

LR AR 11 UUmin (235)

Hrg T AR 350°C

XTI IAY —£77: 35psi

Scan R : —IRAA ;mlz 40~320, kA4 ;mlz 40~280
28



HIVRBRIE D~ AR IV (—IRAF )
5mg/L (F 7=/ LT 9.285 mg/L) 7 b =F) /LK

0.8

0.6

0.4

0.2

-ESI Scan:1 (0.292 min) Frag=50.0V E090808t01.d

N\

143

119

121
99 141

9% 9 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185
Counts vs. Mass-to-Charge (m/ z)

HIVIRUBRIRD T 0 Z IR AK o AT NV (T T3 —H— A4 ;miz=143)

x10 4
1.54

14
1.3
1.2
1.1

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

-ESI Product lon:4 (0.315 min) Frag=50.0V CID@5.0 (143 -> **) E090808t04.d

7 \

*

40 45 5 5 60 65 70 75 8 8 90 95 100 105 110 115 120 125 130 135 140 145 150
Counts vs. Mass-to-Charge (m/ z)

[

BIELEE: 6410 X207 AN EMAVE BHrEt, 1200 @iEiEiR 7 e~~~ (Agilent Technologies 1)
BB A% /—L/K(LLvWIRIR, 7a—A Y =ray

FiEE: 0.2mL/min

HEAR: 5L

A ALE—R: ESI(—)

AFHAFEE: 4000V

TITAH—EE: B0V

aVValEIE: sV(@EUvar A, ER)

VLI A 11 Limin (2£358)

HLIR T AJRBE . 350°C

AT FAYP—ES]: 35psi

Scan ZEAHFIFH: —IRAA2 ;mlz 40~200, —IRAA ;mlz 40~150
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EREF I AF LIV RBRIE D~ ARSI WL (—IRAF )
5mg/L(F 7Y=L LT 8.36 mg/L) 7 & h=RI/L ¥k

x10'5 |-ESI Scan:1 (0.318 min) Frag=50.0v E090808t02.d
26 ~N

2.4 159

2.2

1.8
1.6
14

1.2

0.8
119
0.6
0.4

0.2

L Ll . | L L ‘ ‘ .
115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200
Counts vs. Mass-to-Charge (m/ z)

ERaX U ATV R U ERIED T 0 JRAF ¢ L AR IV (T U —H—A 4 ;m/z=159)

x10 4 |-ESI Product lon:4 (0.313 min) Frag=50.0V CID@5.0 (159 -> **) E090808t05.d

87\

0.8
0.6
69
0.4

0.2

45 50 55 60 65 70 75 8 8 9 95 100 105 110 115 120 125 130 135 140 145 150 155 160
Counts vs. Mass-to-Charge (m/ z)

[HAESAF]

HELEE 6410 Zo 7 AU HEMRRVE B35, 1200 & #iE A7~ 57 (Agilent Technologies 1)
BEfH: A%/ — K (L1, v iRIR, 7r—Ar Y= vas

JEE:  0.2mL/min

HEAR: 5L

AAALE—K: ESI(—)

AFHANEE: 4000V

TIT A —EE: 50V

aYValEIE: sV(@EUvar A ER)

VLI A 11 Limin (2£358)

HLMEAT AR . 350°C

AT FAYP—ES]: 35psi

Scan R : —IRAAL ;mlz 40~200, kA4 ;mlz 40~160
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2. MREHRDO—H

CalibrationCurve ——— 2014/6/26
FTO=ZIL
y=183518.6811 x — 2.329715889
r=0.999995458
calibration curve — 2014/6/26

2000

1800 A

1600

1400

1200

1000 /
800

600

Area

400

200 /
<

0
0 0.002 0.004 0.006 0.008 0.01

Amount(ng)

CalibrationCurve ——— 2014/6/27
HILR BRI

y =379348.5422 x -3.024443359
r=0.999914445

EROF I AFILAILRY B
y=968781.9124 x -26.88930221
r=0.999986515
calibration curve — 2014/6/27
12000

10000 ERFAFD AFIL

/ HILRUBEIK
8000

6000

o /

2000 —

P

0 0.002 0.004 0.006 0.008 0.01

Area

FILR BRI

/

Amount(ng)
R 3 VIR BR IR K e R o AL AR U i (R HE
(F 7Y=L T 0.0004643~0.01857 ngl% (*0.000418~0.01672 ng)
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3. Ja~ 7T A
31 FTrv=/
3-1-1. Lokl

x10; - MRM (266.0 -> 71.0) Q140522P33.d x10; - MRM (266.0 -> 71.0) Q140522P25.d x10; - MRM (266.0 -> 71.0) Q140522P09.d

4.9 4.94 4.94
4.8 4.8 v 4.8 \l/
4.7 474 4.7 .
4.6 4.6 4.6
4.5 4.5+ 4.5
4.4 4.4+ 4.44
4.3 4.3 4.3
4.2 4.2 4.2
4.14 4.1 4.14

44 4 44
3.9 \l/ 3.9 3.94
3.8 3.8 3.8

AN AN ety At I i it A bt
i 2 3 4 5 6 7 8 & 12 3 4 5 6 7 8 & 12 3 4 5 6 7 8 &
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

HEVRN(SUL/20mL/0.2g) 0.01 mg/kg#MN(SuL/20mL/0.2g) FE#EH, 0.0005ng

x1?é - MRM (266.0 -> 71.0) Q140526P16.d x1?é - MRM (266.0 -> 71.0) Q140526P06.d

1.5 l/ 1.5
1.4 . 1.4 l
1.3 1.3 *
1.2 1.2
1.1 1.1

1 1
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
0.5 0.5
0.4 0.4

12 3 4 5 6 7 8 9 12 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

1mg/kgiFsAN(5uL/200mL/0.2g) FE¥#E 4, 0.005 ng
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3-1-2. 7 gEkE)

x10; - MRM (266.0 -> 71.0) Q140522P35.d x10; - MRM (266.0 -> 71.0) Q140522P30.d x10; - MRM (266.0 -> 71.0) Q140522P09.d
494 49 494 \L
4.8 4.8 l, 4.8
4.7 4.7 X 4.7 N
4.6 4.6 4.6
4.5 4.54 4.5
4.4 4.44 444
43 43 43
4.24 4.2 4.2
4.14 4.1 4.1
4 4 4
3.9 \L 3.9 3.9
3.8 3.8 3.8
W i 2 3 4 5 6 7 8 § 12 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

MEFRAN(SuL/20mL/0.2g) 0.01mg/kg 7R MN(SUL/20mL/0.2g) =45 0.0005 ng

4 3-1-3. ZF e

x10; - MRM (266.0 -> 71.0) Q140522P42.d x10; - MRM (266.0 -> 71.0) Q140522P37.d x10; - MRM (266.0 -> 71.0) Q140522P09.d
4.9 4.9 4.9 \l/
4.8 4.8 \L 4.8
4.7 4.7 * 4.7 N
4.6 4.6 4.6
4.5 4.5 45
4.4 4.4 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
4 44 44
3.9 \l/ 3.9 3.9
B'BAWW 8] %81

T T T T T T T T T d T T T T T T T T T d T T T T T T T T T d

1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

MEFRAN(SUL/20mL/0.2g) 0.01mg/kg 7R MI(SUL/20mL/0.2g) =4S 0.0005 ng

3-1-4. 1FHNAZE Sk

x12; - MRM (266.0 -> 71.0) Q140520P46.d x12; - MRM (266.0 -> 71.0) Q140626P13.d x121 - MRM (266.0 -> 71.0) Q140626P11.d
48] 484 484

4.7 474 \l/ 474 \l,
46] 464 464

45 451 451 .
44 444 444

43 434 434

42 424 424

41 414 414

4 4 4

39 \l/ 394 394

38 384 384

AN Pt o i et i AN

374 374 374

i 2 3 4 5 6 7 8 9 i 2 3 4 5 6 7 8 9 i 2 3 4 5 6 7 8 9

Counts vs. Acquisition Time (min) Counts vs. Acqulsmon Time (min) S V. Acqulsmon Time (min)

BRI UL20mL0.2g)  0.01mg/kg i li(SnL/20mL/0.2g) HEYER: 6.0005 ng
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3-1-5. % ¥~ ERE

x1g; - MRM (266.0 -> 71.0) Q140520P50.d x1i); - MRM (266.0 -> 71.0) Q140626P24.d x1g; - MRM (266.0 -> 71.0) Q140626P11.d
4.8 4.8 4.8
4.7 4.74 \L 4.7 l/
4.6 4.6 4.6
45 4.5 . 45 .
4.4 4.4 4.4
43 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
4 4 4]
3.9 \L 3.94 3.9
3.8«W 3.8 3.8
3.7 i i i i i i i i i J 3.74 i i i i i i i i i J 3.7 i i . - - i i i i ]
1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
NS PL/20mL/0.2g) 0.01mg/kg#sN(5uL/20mL/0.2g) FE#ES 0.0005 ng
X 3-1-6. b~ halkl
X12é< - MRM (266.0 -> 71.0) Q140520P52.d X12é< - MRM (266.0 -> 71.0) Q140626P31.d X12é< - MRM (266.0 -> 71.0) Q140626P11.d
4.8 4.8 \l/ 4.8
4.7 4.7 4.7 l
46 46 ) 4.6
45 454 45 :
4.4 4.4 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
4 4 4]
3.9 \l/ 3.9 3.9
3.8 3.8 3.8
3.74 3.74 3.74
1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
M IN(SUL/20mL/0.2g) 0.01mg/kg#sIN(5uL/20mL/0.2g) FE#ESH 0.0005 ng
K 3-1-7. ¥ Loy il
x1‘(‘)‘é< - MRM (266.0 -> 71.0) Q140520P48.d x1‘(‘).é< - MRM (266.0 -> 71.0) Q140626P22.d X12s;< - MRM (266.0 -> 71.0) Q140626P11.d
48] 4.8 4.8
4.7 4.7 \l/ 4.7 \L
4.6 4.6 4.6
45 45 ‘ 45 .
4.4 4.4 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.1 4.1 4.1
4 4 4
3.9 \l/ 3.9 3.9
S‘B‘WMMMM 3.8 3.8
3.74 3.74 3.74
1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9 1 2 3 4 5 6 7 8 9

Counts vs. Acquisition Time (min)

MEIRIN(SUL/20mL/0.2g)

Counts vs. Acquisition Time (min)

0.01mg/kg#sIN(SuL/20mL/0.2g) FE#ES, 0.0005 ng

Counts vs. Acquisition Time (min)
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3-1-8. ¥ A ZHUEH

x10 1 |- MRM (266.0 -> 71.0) Q140520P54.d x10 1 |- MRM (266.0 -> 71.0) Q140626P36.d x101 |- MRM (266.0 -> 71.0) Q140626P11.d

4.94 4.9 4.9
4.8 4.8 4.8
474 4.7 . 4.7 \L
4.6 4.6 4.6
45 451 451 .
4.4 4.4 4.4
4.3 4.3 4.3
4.2+ 4.2 4.2
4.1 4.1 4.1

4 44 44
3.9 \L 3.9 3.9
3.8 A 3.8 3.8
3.7 3.74 3.74

12 3 4 5 6 7 8 9 12 3 4 5 6 7 8 9 12 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

MERIN(SUL/20mL/0.2g) 0.01mg/kg#sN(5uL/20mL/0.2g) FE#ES 0.0005 ng

3-19. AL Ve

x101 |- MRM (266.0 -> 71.0) Q140520P56.d x101 |- MRM (266.0 -> 71.0) Q140626P44.d x101 |- MRM (266.0 -> 71.0) Q140626P11.d

4.9 4.9 4.9
4.8 4.8 \L 4.8
47 474 474 \L
4.6 4.6 4.6
45 451 451 N
4.4 4.4 4.4
4.3 4.3 4.3
4.2 4.2 4.2
4.14 4.1 4.14

4 44 4
3.9 \l/ 3.9 3.9
S‘BAWMMWMM 3.8 3.8
3.7 3.74 374

12 3 4 5 6 7 8 9 12 3 4 5 6 7 8 9 12 3 4 5 6 7 8 9
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

M IN(SUL/20mL/0.29) 0.01mg/kg#sIN(5uL/20mL/0.2g) FE#ESE 0.0005 ng

3-1-10. 45tk

x10 1 |- MRM (266.0 -> 71.0) Q140526P20.d x10 1 |- MRM (266.0 -> 71.0) Q140526P10.d x10 1 |- MRM (266.0 -> 71.0) Q140526P08.d

5.2 5.2 5.2
5.1 5.1 5.1

5 54 l/ 54 \L
4.9 4.9 . 4.9
4.8 4.8 4.8 |
4.74 4.74 4.74
4.6 4.6 4.6
4.5 45 4.5
4.4 4.4 4.4
4.3 4.3 4.3
4.24 4.2 4.2
4.1 4.1 4.1

4 \l/ 44 44
3.9 3.9 3.9

i 2 3 4 5 6 7 8 8 i 2 3 4 5 6 7 8 8 i 2 3 4 5 6 7 8 8
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

MEIRIN(SUL/20mL/0.2g) 0.01mg/kg#sIN(SuL/20mL/0.2g) FE#ES, 0.0005 ng
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3-2. 1 VAR U ERR
3-2-1. ZoKEE

x101 |- MRM (142.9 -> 71.0) Q140521M31.d x101 |- MRM (142.9 -> 71.0) Q140521M20.d x10 1 |- MRM (142.9 -> 71.0) Q140521M07.d

5.5 5.5 5.5
5.4 5.4 54
5.3 5.3 5.3
5.2 52 l 52
5.1 5.1 51

5 54 54
4.9 4.9 4.9
4.8 4.84 4.84
4.74 4.7 4.7
4.6 4.6 4.6
454 4.5 4.54
4.4 4.4 4.4
43 43 43
4.2 \l, 4.2 4.2
4.1 4.1 4.1

4 44 44
S'QAWMMWMW 39 39
3.8 3.8 3.8

2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

AN 0.01 mg/kg#shn FEHESL 0.0005 ng
(5uL/20mL/0.2g) (F 7T =/1&EL770.02 mg/kg)

(51L/20mL/0.2g)
x1§); - MRM (142.9 -> 71.0) Q140525M25.d x1§)§ - MRM (142.9 -> 71.0) Q140525M07.d
1.74 1.74 l
1.6 \l/ 1.6
1.5 154 *
1.4 1.4
1.3 1.3
1.2 1.24
1.1 1.14
14 I
0.9 0.9
0.8 0.8
07 074
06 06
05 054
0.4 0.4
2 4 6 & 10 12 14 2 4 6 & 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

1 mg/kgisn FEHESL 0.005 ng
(F7¥=/1ELTL672 mglkg)
(5uL/200mL/0.2g)
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3-22. ZVOFREL

x101
5.5

5.4
53
52
5.1

5
4.9
4.8
4.7
4.6
45
4.4
4.3
4.2
4.1

3.9
3.8

- MRM (142.9 -> 71.0) Q140521M33.d

x101
5.5

5.4
53
52
5.1

54
4.94
484
474
464
454
444
434
424
414

- MRM (142.9 -> 71.0) Q140521M28.d

3.9
3.8

x101
5.5+

5.4
5.3
5.2
5.1

494
484
474
464
454
444
4.34
424
414

3.9
3.8

- MRM (142.9 -> 71.0) Q140521M07.d

T T T T T T
2 4 6 8 10 12
Counts vs. Acquisition Time (min)

T
14

T T T T T T
4 6 8 10 12
Counts vs. Acquisition Time (min)

T
14

T T T T T T
2 4 6 8 10 12
Counts vs. Acquisition Time (min)

T
14

HEAIN 0.01 mg/kg#sin FEYES, 0.0005 ng
(5uL/20mL/0.2g) (F 7=/ T 0.02 mg/kg)
(5uL/20mL/0.2g)
3-2-3. ZFRE
x10 1 |- MRM (142.9 -> 71.0) Q140525M26.d x10 1 [- MRM (142.9 -> 71.0) Q140525M12.d x101 |- MRM (142.9 -> 71.0) Q140525M09.d

5.5 5.5 5.5
5.4 5.4 54
5.3 5.3 53 \L
52 52 5.2
5.1 5.1 5.1

5] 5] 54
4.9 49 \l] 4.94
4.8 4.8 4.8
474 4.7 4.7
4.6 4.6 4.6
4.5 4.5 4.5
44 44 444
43 43 43
42 42 421
41 \l/ 4.1 419

4 4 41
SIQAMMMW 39 3.9
3.8 3.8 384

2 4 6 8 10 12
Counts vs. Acquisition Time (min)

RN
(5uL/20mL/0.2g)

-
14

2 4 6 8 10 12
Counts vs. Acquisition Time (min)

0.01 mg/kgisin

T
14

(F7¥=/14E17T0.02 mg/kg)

(5uL/20mL/0.2g)

37

2 4 6 & 10 12
Counts vs. Acquisition Time (min)

PN, 0.0005 ng

T
14




3-2-4. 1% 5 A% 53k

x101 |- MRM (142.9 -> 71.0) Q140519M15.d x101 |- MRM (142.9 -> 71.0) Q140627M15.d x101 |- MRM (142.9 -> 71.0) Q140627M09.d
5 5 54
4.94 4.9 4.94 l/
48 48 48
4.7 4.7 \l/ 4.7
464 4.6 4.6
4.5 . 1
45 5 45
4.4 4.4
4.44
4.3 4.3
4.34
4.2 4.2
4.24
4.1 4.1
4.1
4 44
4
3.9 3.9
3.9
3.8 3.8
389 374 374
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

AN 0.01 mg/kg#sin FEHESL 0.0005 ng
(5uL/20mL/0.2g) (F 7T =/1&EL770.02 mg/kg)
(5uL/20mL/0.2g)

3-2-5. % ¥~ B

x101 |- MRM (142.9 -> 71.0) Q140519M19.d x101 |- MRM (142.9 -> 71.0) Q140627M22.d x101 |- MRM (142.9 -> 71.0) Q140627M09.d

5 54 51
4.9 4.9 4.9 \L
4.8 4.8 4.8
4.7 4.7 \l/ 4.7

464 464 ) 464
45 4.5 45

444 444
4.4

434 434
43

424 424
42

4.1 4.1

4.1
44 44

4
394 39

39
3.84 3.8

3.8

374 374

2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

AN 0.01 mg/kg#sin FEHESL 0.0005 ng
(5uL/20mL/0.2g) (F7¥=14E0T0.02 mg/kg)
(5uL/20mL/0.2g)
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3-2-6. h~ Mk}

x10 1 |- MRM (142.9 -> 71.0) Q140519M21.d x101 |- MRM (142.9 -> 71.0) Q140627M28.d x10 1 |- MRM (142.9 -> 71.0) Q140627M09.d
59 51 5
4.9 4.94 4.94 \l/
48 48 48
47 4.7 4.7
464 4.6 4.6
45 454 454
» 4.4 4.4
4.3 4.3
434
4.2 4.2
4.24
4.1 4.1
41 \l/
44 44
4
3.9 3.9
3.8 3.8
384 374 374
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
N Ny Pl
HEAIN 0.01 mg/kg#sin FEYES, 0.0005 ng
(5uL/20mL/0.2g) (F 7=/ T 0.02 mg/kg)
(51L/20mL/0.2g)
3-2-7. ¥ L x5k
x101 |- MRM (142.9 -> 71.0) Q140519M17.d x101 |- MRM (142.9 -> 71.0) Q140627M18.d x10 1 |- MRM (142.9 -> 71.0) Q140627M09.d
59 51 5
49 4.9 4.94 \L
48 48 48
471 4.7 4.7
464 4.6 \l, 4.6
.54 4.5 4.5
» 4.4 4.4
4.3 4.3
4.34
4.2 4.2
4.24
4.1 4.1
4.1 \L
44 44
4
3.9 3.9
3.9
3.8 3.8
3.8«I 3.7 3.7
T T T T T T T T T T T T T T T T T T T T T
2 4 6 8 10 12 14 4 6 8 10 12 14 4 6 8 10 12 14

Counts vs. Acquisition Time (min)

RN
(5uL/20mL/0.2g)

Counts vs. Acquisition Time (min)

0.01 mg/kgisin
(F7¥=/14E17T0.02 mg/kg)
(51L/20mL/0.2g)

39

Counts vs. Acquisition Time (min)

PN, 0.0005 ng




3-2-8. U A ZRUEH

x101

54
4.9
4.8
4.74
46
4.54
4.4
4.34
4.24
4.14

4
3.9

3.8

x101

5]
4.9
4.8
4.7
4.6
4.5
4.4
4.3
4.2
4.1

4

3.9

3.8

- MRM (142.9 -> 71.0) Q140519M23.d x10 1 |- MRM (142.9 -> 71.0) Q140627M35.d x10; - MRM (142.9 -> 71.0) Q140627M09.d
4.94 4.9 \l/
4.8 4.8
4.7 l/ 4.7
4.6 4.6
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4.4 4.4
4.3 4.3
42 42
4.1 4.1
\L 44 44
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3.8 3.8
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2 4 6 8 10 12 14 2 4 6 8 10 12 14 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
AN 0.01 mg/kg#l fEHE S, 0.0005 ng
(5uL/20mL/0.2g) (F7¥=/1&EL T 0.02 mg/kg)
(51L/20mL/0.2g)
3-2-9. AL v UHRE
- MRM (142.9 -> 71.0) Q140519M25.d x10; - MRM (142.9 -> 71.0) Q140627M40.d x10; - MRM (142.9 -> 71.0) Q140627M09.d
4.94 4.94 l
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4.74 4.74
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4.5 4.5
4.4 4.4
4.3 4.34
4.2 4.2
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. . . . . . . 3.74 . . . . . . . 3.74 . . . . . . .
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Counts vs. Acquisition Time (min)

RN
(5uL/20mL/0.2g)

Counts vs. Acquisition Time (min)

0.01 mg/kgifshn
(F7 =& LT 0.02 mg/kg)
(51L/20mL/0.2g)
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x10 1 |- MRM (142.9 -> 71.0) Q140525M28.d x10 1 |- MRM (142.9 -> 71.0) Q140525M19.d x10 1 |- MRM (142.9 -> 71.0) Q140525M09.d
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54 5.4 \L 541
5.3 5.3 5.3 \l/
52 5.2 . 52
5.1 5.1 514

5 54 5
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4.6 4.6 4.6
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424 4.2 4.2
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4 44 4
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2 4 6 8 10 12 14 123456789101112131415 2 4 6 8 10 12 14
Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)

AN 0.01 mg/kg#sin FEHESL 0.0005 ng
(5uL/20mL/0.29g) (F 7T =/1&EL770.02 mg/kg)
(5uL/20mL/0.2g)
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- MRM (158.9 -> 87.0) Q140525M26.d

W

x101
9.5

- MRM (158.9 -> 87.0) Q140525M12.d

x101
9.5+

- MRM (158.9 -> 87.0) Q140525M09.d

|

2 4 6 8 10 12 14
Counts vs. Acquisition Time (min)

RN
(5uL/20mL/0.2g)

Y

0

2 4 6 8 10 12
Counts vs. Acquisition Time (min)

.01 mg/kg#Rn

T
14

(F7¥=14E0T0.02 mg/kg)
(5uL/20mL/0.2g)

43

2 4 6 8 10 12
Counts vs. Acquisition Time (min)

PN, 0.0005 ng

T
14



3-3-4. 15 hAZ 53k

x101
74

6.8
6.6
6.4
62

6
5.8
56
5.4
52

438
4.6
4.4
42

3.8

- MRM (158.9 -> 87.0) Q140519M15.d

x10 1 |- MRM (158.9 -> 87.0) Q140627M15.d

6.8
6.6

o] 1/
6.2

5.8
5.6

5.4
5.2

4.8
4.6
4.4
4.2

3.8

x101
74

6.8
6.6
6.4
6.2

5.8
5.6
5.4
5.2

4.8
4.6
4.4
4.2

3.8

- MRM (158.9 -> 87.0) Q140627M09.d

|

T T

T T T T g
2 4 6 8 10 12 14

T T T

T T T
2 4 6 8 10 12

T
14

T T

T T T T
2 4 6 8 10 12

T
14

x101

7]
6.8
6.6
6.4
6.2

6
5.8
5.6
5.4
5.2

4.8
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Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
HEAIN 0.01 mg/kg#sin FEYES, 0.0005 ng
(5uL/20mL/0.2g) (F72 =140 T0.02 mg/kg)

(51L/20mL/0.2g)
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6.6 6.6
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6.2 6.2
6 6
5.8 5.8
5.6 5.6
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44 44
3.8 3.8
2 4 6 & 10 12 14 2 4 6 & 10 12 14 2 4 6 & 10 12 14

Counts vs. Acquisition Time (min)

RN
(5uL/20mL/0.2g)
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5.8 5.8
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Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min) Counts vs. Acquisition Time (min)
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3-3-7. [T L x ekt
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5.6 5.6
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4.2 4.2
syt iiiotsd 1 ]
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2 4 6 & 10 12 14 2 4 6 & 10 12 14 2 4 6 & 10 12 14

Counts vs. Acquisition Time (min)
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(5uL/20mL/0.2g)

Counts vs. Acquisition Time (min)

0.01 mg/kgisin

Counts vs. Acquisition Time (min)

PEHE S, 0.0005 ng

(F7¥=/14E17T0.02 mg/kg)

(5uL/20mL/0.2g)
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