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Big@Em Y o TGC/MS « LC/MS (T & 5 B3R
—FRBE (B3 - RER) ) BLF, —Fik) &
FEDERFEITo 7.
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ZEMME T TS IR T 2 R I BT ot
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1. HEBR=E
S A A
fiti L7z,

SRR A AR D B ERER =8 T 5

2. FRXREE
LA AR SN TV D IR A2 HETRA L, ff
FAFEEDOHHRD 15 B A ki s Lz,

AV T2 BIR ATl F, mZRY L,
FXYFTETal L, V)T T Ty, ALERF
HruN, FhI7=UFe—), Eak R e
vy, BV IAXFY v, ILFET A, T
FJ=U R, 7uxXFV—), voFAXraty,
ABETNVLIV Y, LEATF

BRTTEEND 5 FEIZB T A2 —TD
FRAEMFIEIZ BN T, fLOEMITI T2 Y PR
DL TREO 9 BIRKIZOWT G RIRFIZHREE
VEZE2 S0 L 7=,

AVETYL, T T2 Ta—, 7
WA RNTzy, UKV, BURVHLT, 7
T ETHIL, TAFYRALZIR, ILFT =
L, IR A T F

3. HMBIUBRMEE
3.1. #HH

T I THERT - I U, BT SRS R
HENBWZ xR LIl X AL 4
A (BT, 777838 23 8e LTHWE



3.2. BMEE

— ALV ICHYS 95 0.01 mgkg (BLF, (&R
) BLOED 1015125725 0.1 mgkg (LT,
EERE) D2 EREL LT

7272 L E— 7 MED T2 T2 D2 4 O FERR AN A
RSy (A 7aPF s, IAFHRAEZIN, T
n75=U K, IARXTFU, LERATFU(E
F)) 1%, IRIREOREPIRE A 0.02 mgkg & L
TEfE L.

LE A F B W THERELICBIT D A3 &
A4 DIFEEE (A3 17.2%. A4 80.8%) Z L "4
7F v (BFD BECOTELOEZENETROR
BEPIRE & LTz,

4. REHSLUHE
4.1, BESR

EEERER . A VTP A (syn KB L anti
EOREY) , IANATF U A3, IR
T2 A4 ISR TSR, ZofhofEi
P E £ 7 AV AR S R A L
7o, BEEEAES AT % b=~ U LT L 500
pg/mL OFFHEIF IR 2 L 7.

IRATEHENR - MR 2 IRA L 20 pg/mL O 7T
T Rh= RV WRRE2D LI LT,

VRANBIIL R A e o X OV B R P A HE R
RAIEWEREY 7 b= N L CHEEMAI-ES L
TR L 7=,

4.2, HE
BLET7ANVLFOGHMER T =YL
(R EERRA) , 7' b EEEERR
M), b=y GREEFERRN) , 22—
N (ks v~ N7 7 EESHTR (LC/MS)
), VrkFZ AV oA (Fefk) , Vg
TOKFEAV UL (FEfR) , MOKRREET R Y DA
(BRI |, BT = U A RIR
(E#ERk s v~ ~7Z7 7 ¢+— (HPLC) H)
BB ER : 72 b= R UV (BRI 2~ b
7T 7EBSHE LoMS) ), n-~FH
(FREEIERBA) |, kT b oA GREE
R , r1 v vt (BT 4 1545) E{EH
L7z, KiTEMKRLEEERE  (Merck Millipore
) CHRIEE LRI 2 L.

4.3. SRABIHE

0.5mol/L V » AfEME K (pH7.0) : U /K
AV T LS2TgBEIOY VEETAKFEHNY 7 L302
g ZBVEY, KK 500mL (ZEEfE L, 1 mol/L /K
fefb) b U 7 A FE 1L 1 mol/L g% T pH

TOIWTFRR L=, KEMxTIL & L7

4.4. A%
Fi 1l e — k F A#E No.5A-60

4.5. ERBHEEI=HF L

757574 V=R T I Ty
b VA TNAFEEI=HTF 5 (AT, 77774
=R I=H7 ) 1%, Sigma-Aldrich #
ENVI-Carb/LC-NHz (500 mg/500 mg) %7 & h=
FULe b=y (3:1) 10mL Tar s 4 a=
YL bOEAWE.

5. k&
5.1. RESHAH—
AR IERTY = — 2R VT 1 ¥

5.2 BERAKI AT NS TL4VTLEEES
et

LC#6 : BER/ERTHR  Nexera

MS & BEHRUESTRL  LCMS-8045

6. HILEAE
6.1. i

1 OFHET B —F v — MIHEW, ekt
NHEWRET Y M= U LTHIM L, Bk
fEF b Y 7 AB I 0.5 mol/L U > BEkE iR

(pH7.0) Mz TIRE 5> Lizob, KEZETHE
Fraz L.

MBI EER L, AT DT A P — AR EHTEE
L 72 3EHS IR GERER AR MER 2 IS L 30 43
HE L 7o %I A BRAA L7z,

6.2. 3

MEARMEET U T AEZHWTHAK LT & B
=NINVEET T 774 N I—RI=HT A
THRMLZOL, VUBBRY 7=/l 1ug/mL
EEteT by oen-~F Y2 (1) RIRICHEME L
EfEIC I mL ER L7 O RBRIARE Lz,

6.3. LC-MS/MS e RS ®

ABRIATR 0.125 mL " OIEEAZRE L, REY
7 h=FrULTS5mL L2 D% LC-
MS/MS & BRI & LTz,



SHEE200 ¢

7Eh=k))L50 mL

RESFAX-R512:B

D— = D[ R

RESTAX-]EI5iB
Frr=IL
EREIZ100 mLET 100 MLA2RTIFA2

FEFUDLI0g
05 mol/L!) B #& @ik (pH7.0) 20 mL
KBER

HARM ST ERKHRES ) IL10 g)
i EIRIRE
THERZRIL-BILT(3:1)2 mL

G574 h—RY/F2/TRE LV ML UNT L
FBI=HT L(500 mg/500 mg)

le———— F7EF=MIL-PLIVEDTIAV T4V a=VY
[———— HMHEEEH

[ THFZFJL-PLIU(3:1)20 mLTiEH

AR mLELT)

JILFES L 397>173 397>208
TILFHARZIFR 474>400 476>402
JILFT I 427>192 | 427>411
JRnJ3J=F 665>645 665>625
JaR+y—iL 241>224 241>41

YUTFARBEY 314>192 314>119
SIRAGF U A3 546>512 | 546>147
SIRADF T A4 560>526 | 560>508
AR ITIEVJU(E) -505>-302 | -505>-285
AR TILETI(Z) -505>-302 | -505>-285
LEAYF A3 724>510 | 724>153
LEXAYF 2 A4 738>524 | 738>167

#= 2. LC-MS/MS BIEE& M4

T R LC/MS# . BiEE LCMS-8045
FHhs hIL : Wako® Wakopak Ultra
s C182 WE21mm, K&
UVBMITIZ I f g/ mLEEE T ER AR S 100 mm, ODS#i#%2 um
E mE : 0.2 mL/min
0125 mLERVER F—TVRE 140 °C
FERZMIL TAE :2ul
B AR : 5 mmol/LEFEAT v EZ
B, —F G (R 70— Fr—h . ) LIKBR
M1 #ifE70—Fv—k Bk © 5 mmol/LEFEE 7 L E =
A AE— K ThAS ) LER
1. Mgk TLybAXTL-
_— e A #4 1k (ESI+, ESI
LC-MS/MS T K2 HIEA A >3 L OIE S . . -
L, #10bR3IDEED &L AHE—F CBERIEE=AYLY
fr8—Jx4RBE & MRM)
£ 1. LC-MS/MS BIFEA A > DL EE 200 °C
8 R XIS —HAKR 150 °C
4+ |4+ E—T4 I ARRE 3.00 L/min
(m/z) (m/z) E—rJOv O BRE 10.00 L/min
1VESYL 360>244 | 360>320 KSAEVHHRRA 200 °C
PR LS 360>125 | 360>210 2 10.00 L/min
A= DZ -328>-243 | -330>-245
1 70oF L REY -330>-141 | -328>-141 £3550TY FESH
I2RFHL 321>183 | 321>200 , A &B & A BB &
FTEHFFETOY 540>500 | 540>163 Bl (min) (k) (t)
STFURS=YTO—)L | 4755286 | 475>444 0 ~ 0.51 85:15 N 60:40
CI/ITISY 203>129 | 203>113 ~ 2.17 60:40 — 60:40
SINALTIY 465>173 | 465>249 ~ 385 50:50 - 50:50
ZLERFHTOL 278>174 | 278>154 ~ 517 45:55 - 45:55
FrS=yTa—n 5455356 | 545376 ~11.51 29
TP 4375392 | 4355390 ~17.65 >9
FaxsRhOEy 368>205 | 368>145
EYILFFIY 465>423 465>92
EY LT FV RS | 423>107 423>93
EURVALT 362>239 | 362>207
EURDAHILTREY 362>239 | 362>122
JIVESYIY 332>230 | 332216



8. RAMETE
8.1. BohhHR

HA RTA NREINT=ERFICH S X, KR
BB L OEREORMENGRER 2 2 §f
17C, #7225 B £/ 13EME T 7 RV ERL
7.

8.2. ERUOHER

T rRE 6. BT ITIEITHE - TR
L, ToRBREE (LLF, 777 Rk &
LC-MS/MS THIE L THIR S RO E & 2
EFEIHE— OREARR LT,

8.3. RERDOEHRMEDOHER

BB xR IR AR A L 7 M B R R YRR
(0.0005, 0.001, 0.002, 0.005, 0.01, 0.02, 0.05
BLU0.1 pg/mL) % LC-MSMS IZIEAL, H5
Ni=r7ua~< 75 A0 —7EE»LBRERY
PERR U7z, A5G RIE oM s oW T, FHEI R
B () R09S5LLETHDLILEDL ST, Mmff
DEMREE R LT,

8.4 BMHBABLIUEERAOER

EERA O BEEE% 0.02 mgkg CHrA 64 S
OFTRHLENVWTLF T2 LBLOIANRA Y
F o DIEYENE 0.2ppm D 10 43D 1 ITHY) , kit
FRA D BREfE % 0.01 mg/kg & L7z,

R ZIEL TR —7 D@ I(S) &
E— 7D ) A AN)DE S35 SN F 3 FHY
BLON0 HEOWRE AR, R FREHE L
EbDEFNENBRHIERS L OVEERM & L
7.

SRR =3 X () A ZDFK & FH/NOIFE X 1/2)
X EHER IR L /R B — 7 | S X 1,/ BB
FSIDRAY -3 il
cEERF=10X (/A XOHFKEHNOIF
X 1/2) XAFHERIRE R e — 7 s X1,/ R
BRI B iR

8.5. EESLUREEDOHER

A RT A ATHEW, (R EE TOELE (BIULER)
1% 70~120 %, 0.0lppm (235 TILAFATHEEE A
25 Y%A, EPFEEEA 30 %A, 0.02ppm (20
TIEOMTREEE 15 %A, BIVREEEDS 20 %A, &
TEEETOBEEL 70~120 %, PHMTREEDN 15%H
W, ENREED 20 WA A HIE (4581
e L.

x4 A4 FSAVITREN-EES S UHKE

o BiZfE

B E B E | HMTHRE | ENRE
(ppm) (%) (RSD %) | (RSD %)

=0.001 | 70~120 30> 35>

0.001 <~=0.01 70~120 25> 30 >

0.01 <~ =0.1 70~120 15> 20 >

0.1 < 70~120 10> 15>

HRBEUER
9. ZUMIMEER

B RRIKCONT, A RTA VIZEDD
MIEIRYE, B, W, EERSUTNA, B
RS F K OR B D IR O FAR 24T > 7.

9.1. =R

77 VBRI LIZE 25, wWTho
B RRE S EROYE L 25 E— 71338
LAV, BHRMEICRIER 2D & 2R L.

9.2. REROERML

VERR L7t MR o MBILREL (1) 133& 5 W
LBV THY, TRTOFHHARBEEIIONT,
0.0005~0.1 ng/mL OO#iFH TR FHBIFREL (1)
230.995 DL b)) D3RR S 7z,

x5 ERMEOHELCEREREK

BEA HHER | ERMEOHE
6] (ng/mL)
14V ESHL 0.9998 0.0005-0.1
F R X RN 0.9979 0.0005-0.1
A4 7asHty 0.9990 0.0005-0.1
A4 70TF KB 0.9977 0.0005-0.1
IARARFHL 0.9989 0.0005-0.1
rF¥H4FFETOY Y 0.9991 0.0005-0.1
LTV RZI=)FE— )L 1.0000 0.0005-0.1
SI)ITISY 0.9990 0.0005-0.1
STNARTIY 0.9993 0.0005-0.1
ZJILRFH 7O 0.9998 0.0005-0.1
Th3=yJa—) 0.9999 0.0005-0.1
kR > 0.9998 0.0005-0.1
FafxsxtroEY 0.9997 0.0005-0.1
EYILFFIY 0.9988 0.0005-0.1
EYIILEFJ RS | 09988 0.0005-0.1
EYRVALT 0.9989 0.0005-0.1
ERUAILTREY 0.9987 0.0005-0.1
JIVESHYIY 0.9987 0.0005-0.1
JIAES L 0.9994 0.0005-0.1
TILEHARZ R 0.9989 0.0005-0.1
JILFTFT=IL 0.9997 0.0005-0.1
Joou31Y=F 0.9999 0.0005-0.1
JAaFJ—) 0.9999 0.0005-0.1




TUTAOEY 0.9998 0.0005-0.1
SIRADF U A3 1.0000 0.0005-0.1
SILRADF U A4 1.0000 0.0005-0.1
AR ITIIVU(E) 0.9988 0.0005-0.1
ARITIEIV(Z) 0.9992 0.0005-0.1
LEAYFL AP 0.9999 0.00008-0.017
LEAYFL A4® 0.9998 0.0004-0.08

E)LE A7 FURRERICBIT 5 ENENOF

TEH (A3

9.3. RHEBASIUEERR
BHIRA B L OERRAOKEREZEK 6 (TR LI
ETOPHRREIRIZONT, BEMET L.

17.2%. A4 80.8%) % &Kt EMRIANR
DPBEIZHT bR AWTHEB L

=6 BREBRARBSLIUEERA

EERBRR| I E=ERR

(mg/kg) (mg/kg)

B # ®B| B # @

0.01(mg/kg) 0.02(mg/kg)
1Y ESHL 0.00009 0.00030
R X RN 0.00010 0.00032
A4 7asHty 0.00158 0.00525
178 oF o REM 0.00010 0.00032
IARARFHYL 0.00030 0.00097
FEHFFETOY 0.00002 0.00006
>
DY AVE b i=R) k)= 0.00017 0.00054
—JL
CI/ITFISY 0.00064 0.00213
SINLARTIY 0.00008 0.00026
ZAIIARFHTOL 0.00134 0.00447
T3y Ja—) 0.00031 0.00101
Ry 0.00012 0.00039
Faf¥s X rOEY 0.00008 0.00027
EYILFFIY 0.00002 0.00007
EYILFFYIR 0.00043 0.00141
Bk
EURVALT 0.00006 0.00020
EURHILTHRE 0.00026 0.00086
LYl
JzVESYIY 0.00006 0.00020
TIVAES L 0.00022 0.00073
TILFHARZ K 0.00029 0.00097
JILFTZI 0.00007 0.00022
JR73Y)=F 0.00029 0.00096
JaRyy—)L 0.00071 0.00236
YUTAROEY 0.00001 0.00003
SIRAGF A3 0.00319 0.01063
SIRADF U AL 0.00241 0.00802
AR ITILITYU(E) 0.00001 0.00004
AR TV (Z) 0.00001 0.00004
LEAYFU A3® 0.00049 0.00163
LEASF A4® 0.00074 0.00246

E) VEXAZ FUERERICBIT D ENETND
TEEEE (A3 17.2%. A4 80.8%) Z 4
BIRIR DPEEIC)T - b DE AW TEE L

9.4 REHLURE

B ([ENER) OFBER LORE (DT
BLOENKE) ORER 7-1,72 1R LT

EWL X2V TIEE ) 7V r, 70
XY AZIP, FaXF Y — 2R 21 1, LA
ANZOWTHE, ZTNHES Fa oF vz
20 FEOPFHKIEBEILICHONT, HA RFA 10T
IR E N B RS L UMEE O B ARE A 72 L7z,



®7-1. FRAREROERNE, HTRESLIVCENFRE (Fhivl &)

[EHvL & B (%) HHTHE (%) ERFEE (%)
EEE BEE |KEE 2RE |BEE | aERE
1JVESH L 97.9 95.1 42 3.1 5.0 10.0
AL NN 99.5 97.1 2.6 2.1 4.6 5.2
47Tty 107.1 98.5 8.5 12.7 9.0 12.7
4 7asA UREY 96.9 97.7 6.1 5.3 9.8 5.8
7 N 92.6 93.5 1.9 1.6 3.9 4.0
F¥HFFETOY Y 97.5 92.1 7.1 4.6 7.3 5.7
YTV kS=)JO—)L 86.7 86.9 2.0 3.0 6.4 7.0
C/TISY 73.8 70.5 4.7 5.7 7.1 14.3
SIWLA TV 94.0 93.0 7.3 5.8 7.3 6.8
RJIRFH IO 96.3 98.7 1.9 0.9 3.4 45
ThkZZUTE—L 97.7 97.3 7.6 2.3 9.6 5.3
FURY Y 85.6 91.3 9.8 43 10.5 7.0
FaxsXhOoEy 96.0 973 5.9 3.3 5.9 7.3
EYILZFIY 43.0 30.1 122 243 31.6 49.8
EY L%+ K8 92.1 94.8 21.5 19.2 34.7 26.6
EYRALT 96.9 95.1 5.4 4.4 6.1 5.7
EYRUAHILTREM 100.2 98.4 7.6 3.3 8.3 4.8
JzVESYIY 96.5 95.8 4.5 5.7 45 7.4
TIVAES L 99.2 97.3 4.6 1.3 5.2 3.7
TILFHAZZ R 92.4 110.3 7.3 8.1 25.7 12.5
JILFT I 98.7 98.1 3.3 45 7.5 7.6
A==V 97.4 97.6 4.9 5.4 8.3 9.1
JaR+J—)L 66.0 62.8 4.1 4.4 12.1 11.8
TUTFRkOEY 97.6 96.1 2.7 1.8 5.2 6.2
SIRAGF U A3 94.7 96.7 7.1 3.6 7.3 7.1
SIRAGF U A4 95.7 94.4 4.7 33 5.7 6.9
AR IIITYVE 85.3 86.0 6.7 5.8 6.7 8.9
ARV Z 99.4 99.5 6.7 3.2 6.7 4.8
LEAYFL AZD 90.6 95.5 17.4 6.0 17.4 9.0
LEAYFL A4D 99.8 96.1 2.8 3.5 8.9 9.1
LEXYFUER 96.2 94.1 3.7 34 8.2 8.7

E) LERAZ FUACBWOCIMEREICZRBIT S A3 & A4 OTFEL (A3 172%. A4 808%) HLE AT
YO(ERD BECOTZLOEZENETNOREAIRE L UCEHMELT-.
MR T- VIR TEEEEM 7 S e h o 2IHE 2 M T



K72 FRAZRROBRNE, ITHRESLIVENRE (LFR)

LE R B4R (%) HHTHRE(%) EREE%)
ERE SEE |KEE 2RE |BEE | aEE
A4 JESHL 100.6 102.2 4.1 3.0 6.5 6.0
AL NN 104.7 98.9 4.9 7.4 4.9 8.1
P A=7 106.2 101.9 17.8 15.1 19.7 16.1
A4 70T B 96.7 96.5 4.1 4.7 6.6 5.4
I ARRFH L 85.2 83.7 3.5 2.2 43 5.8
XY FFETOY Y 97.6 100.5 7.4 5.3 8.3 8.3
YTk =)JOo—)L 89.3 92.9 5.4 5.1 5.4 5.4
SI)TISY 73.9 73.2 5.6 3.7 7.6 6.4
SINA LTIV 97.7 95.6 4.9 3.7 6.3 42
RJIRFHTONL 100.5 100.5 2.8 2.0 4.7 3.9
FrSZyFTa—JL 98.9 101.2 6.3 4.5 7.7 5.5
kR > 973 99.1 7.5 2.3 8.2 5.5
FafxsXrOEY 99.5 98.6 5.4 6.0 6.6 6.0
EYVIILXxFIY 53.1 40.0 6.8 13.7 15.3 24.9
EVZILEFYV KB 125.0 112.7 3.9 9.4 19.0 152
EVRALT 100.5 99.7 5.5 2.9 5.8 3.2
EVRDAHILTREM 105.3 99.8 5.8 8.7 6.4 9.3
JzVESYIY 98.7 99.3 3.2 2.9 6.0 5.4
TIVAED L 97.0 99.7 5.0 4.0 6.9 6.2
TILF Y AR R 109.2 104.2 9.9 8.0 222 10.0
JILFT I 98.2 100.2 6.6 4.8 8.2 4.8
Jnous=—y K 94.9 929 13.1 8.7 13.1 10.2
JaR+J—)L 67.6 66.7 4.7 4.5 11.6 9.5
YUTFARBEY 102.2 101.1 5.6 6.8 6.7 6.8
SIRAGF U A3 103.0 97.5 4.4 1.6 9.1 5.5
SIRADF U A4 96.9 98.0 3.9 5.0 7.4 5.0
AR ITIVIJYUE 96.2 973 6.0 5.2 6.0 5.2
ABIIVIIZ 101.6 103.2 5.1 3.2 5.9 5.0
LEAYFUA3® 96.3 98.2 7.5 5.0 8.9 6.5
LEAYFL A4D 954 95.2 6.2 4.2 7.1 8.1
LEADF AR 93.7 93.8 5.3 34 6.5 6.5

) VEAZ FUACBWTIEERIZBIT 5 A3 & A4 DIFTEEL (A3

17.2%. A4 808%) L B AV

Fr (BF) RECHTEbOEZNZR OB IRE & L CEHE L 7-.
¥R T2 BN THIRELZRM T S e h o 21 H 2/ T

10. &6

B G IR 24 FEFHIZ ST, LC-MS/MS I
BILEDIENWVL 2 E L Z AD—FK ik
AL A AT o 7.

ZOMR, A VT LAY T2 H IR, A
AR¥HV L, X FTES ), T T=
VIa—N, P )T TT, Y TIA N T 2, A
NAR¥YT7anN, 7T 7= 7 —, FUKY
vEaxiAbubt s, IRV, T2
EISHIL, INANFET AN, TATFT =, T e
FJYU=R, =T ARREY, IARRATF U, R

HINIV U, VERATF O 20 EOEFKIIL
HAZDONWT, T Ta vt rE izl 21
Pl D IR ANEN L LI DW TR Y Mo /<
FTA=ENHA T4 O BEEICEES L.
TNAXHRAZ IR, 4T a4 T EIC >N
THEEZMTZ L TWRNZ &b, HEES D
BIERENFRNO—2LEZLND.
FaRXFS— VRN Y TR T EE
NEHIEMEZ FRI>7-2 End, i TRIZB N T
IELFERTE Do ENFRREEZLN
5.
INHORERND, 20 ORI L X RO



W, 21 FEOEENEN VDL XIZHOWT—FKiE
K DTN ARETH D Z LRS-, (&

9-1 }1r9-2)

zF9-1. #HEROFELD (L &)
[Fhivl & IR HE BE RE E=E ¥ 5E
EEL (B+17) (EW) RS
1YV ESHL HE HE HE HE BE BE
PP EL R e e e e BEE BE
4 70sHy HE HE HE HE BE BE
A4 70T B HE HE HE HE BE
ITHAREFYL e e e e BE BE
rxHoFrFETOUY e e e e BE BE
Y7 bZzZyTO— HE HE HE HE BE BE
CITISY HE HE HE HE BE BE
SINWA LTI e e e e BE BE
RAIRFHTONL e e HE HE BE BE
ThSZUFR—L HE HE HE HE BE BE
kYD e e e e BE BE
Fafxsx koY e e e e BE BE
EYoILxFJy HWE | AEE THEE THEE BE | FHEE
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