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FHruaXoVPy ~AFEral, X7 ATY RN A FFT s a— LR BRE (B
FEW))

-+ 2,4—D., 2,4—DBROZ urnuy rilrik (EED)

- 2,2 —-DPARBRE (EEY)

- DC I PRBRE  (EEYD)

- DB EDC#BriE (BFEWD)

-EPN., 7=0hkA, AP IVHA A TORVFKARA, =F 4, ZF 4 T2 FRA, Tk

TaRA, T RYARA, BAYRA, FFNAKRA, ZaLbE VKRR, Z7a/LEJKRAR
T, ZanNT U EURA VT JRA VALK R VAFIVEURA VA T
— k., ANVTOHRA XATT ), TEAIS TRITOLEVERA, TIVTHRA,
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APy A~TFENL AT EVIAT VEoULMEERA~EBXZ LT

1.

rE=Y LAERERE (REWD)

IR GALE W
A=

A =PI
A~PEY I X
A ~<wEXENL

i
ks v b 727 HBGHEE (LC-MS) Xk n~ b 757 « 207 LAV RSy

Hrat (LC-MS/MS)

4

5

- R - AR

IR T b OLSME, #BHID 3ITRTHDOE W5,

HEWRTAHE /K500 mLIZ1 mol/LYEREA N2 T, pH 251234 %,
A~PFEy ZIEREL RiEA ~FE Y 798%LL E&Eie,
AP MBS RETA ~FEL98% LI EEETe,
A~WE w7 AEHER RiLEA ~ T v 7 A98%LL EEEie,
A~ EBHXEIUERES  RiEA ~EB X EL98% LI EEETe,

. BRI IR DR

1) #hit

O FHE, T, EEEEOKROSLE
#EH0.0 g GRDHAIE5.00 ) Z#EVED . /K20 mLEMZ, 300 MKET S, Zi
120.02 mol/LIEFE K N A % 7 — v (21 3) JRIKI00 mLEx, BFEVFA X Lizth, %
Sl AT B, AR EOEEYIZ0.02 mol/LIEEE K TN A ¥ 7 —/v (2 :3) JRIES0 mL%& A1z
TREVTA XL, ERRERKRIZAIRT D, O AMKEG DY, 0.02 mol/LIERE &
CAX =) (2:3) RIEEINZ CTEMIZ200 mLE 35, I O % EREIZ20 mLsy
L., 40CLAFCifs L, A& ) —NVERET D, Z ORIRIZHEIEE 212 THI20 mL
L35,

@ REXROHEXOEGS

#X£H20.0 g120.02 mol/LIGEE K VA &% —)b (2 :3) JRIKI00 mLENN %2, HRETDFA X
L7-t&. WB AT %, A EOEREYIZ0.02 mol/LIEEEKL A X/ —v (2 :3) JRIK
S50mLANR THREDFA XL, ERREFRRIZAIET 5, 155472 AiKIZ0.02 mol/LIEHE
BOAH ) —v (2:3) IBKZEINZ TIEMEIZ200 mL & 35, Z ORI % EMEZ20 mL5y



HL.40CULF T L., A ¥ ) —NVEBRET D, Z ORRIZERRRIK 2 2 CHI20 mL
LT5,

2) FEid

T2 BTN YA U B =H T 2 (1,000 mg) (2 A F ) — )V R OMERRIA IR A5
mLZNEREA L, WHIKITE TS, X P ALFR= LT a LT U by U A4 LI =
717 2 (1,000 mg) (2 AH ) — /L ROMERBVEIR S mLA NARIEA L, WHRITE T 5,
T BTN I BTNV =T A1) THELNERKREZFEAL, KT
BTh, ST, EREEKS mLAEAL, HRIZE TS, 200 7 LD TEHICRU B
ANF=NTa eV YA U ATV =8 T D ek L, WBIEEE A X ) —)v
(1:1) BIKRI0O mLEEAL, MHRITE TS, A7 27y Uk UV B 7 =
SAEGRELEHR. RUBP ALK T LT Y LS Y AL I =BT AT AR )
—/10mLEEA L, WMHKITHRETH, RWT, ToE=TKEOA X 7 —/b (1:49) i
K15 mLEFEA L, MR EZ40°CLL T CilEfE L. I ARET 5, Z ORBEMEZ KK DA
27— (1: 1) IRIRICHEME L, REKOIROGEITIEMIZ20 mL, #88H, EE K OE
FHHOLAITIEMEIZI0 mL, ZADOBAITIEMIZS mLE Lz b 0 2Bk &+ 5,

6. MREMROIER

AvHPEY T AP ENL, AHFEY I AROAS v EBEX ENVOKIERELZZNEINA X
J —)VIZERME L T200 mg/L & UAEHEIRR & 3%, BARERIR A2 M EIRA L CORKR A ¥ /) —
(10 1) IR CAHAIR L7k 2 BOsdii U, 2 EALC-MSUFLC-MS/MSIZIEA L, ¥
— 7 mE IR — 7 ERRE CRER AT 5, i, RIEICHE - CREVSIR 2R L7355
A AEH10.01 me/kglTFE Y 3 5 BRI PRI XA G420.001 mg/L (f ~v¥Ev 7 AR
CA ~BLZENVE, ThENA T TV I AT o= MR O, ~EBX ELT =T A
HWE) Th D,

7. EE
BRI 2 LC-MS JUZLC-MS/MSIZIFEA L, 6. OREHRTA vy 7 A~ L,
APEY I AR, EBXENVOEERBERDD, AT E Y7 AROA v EX ELIZD
W, kUL, ZREFNA~TE Y I AT U E= U MMBER O, ~BX LT =y
MO EEERD D,
AvYPFEY I AT 2=y LEOEE (ppm) =4 v PE Y 7 AOEE (ppm) X 1.056
A~ BLZELT UE=Y LEOEGRE (ppm) =4 v EBXZ ELDOEE (ppm) X1.059

8. ek
LC-MS X |XLC-MS/MS T4 %,

9. MESM
(1)
NI F T ETNT YT Y a5y N1 mm, & E150 mm, R85 um



717 KR - 40°C
FEEIAH © 0.1 vol%lEEE & 0.1 vol%lERE - A % ) — VIERIRIEHR (4 :1) 76 (2:3) F
TOREABLEZ2057FTITV, (2:3) TSSO 2,
A FAkE— K : ESI (+)
E2pA A (m/z)
LC-MS
APy 276, A ~HENL 262, A ~PEY 7 R 306, A ~EXEIL 290
LC-MS/MS
A~V 7 TV =Y —AF> 276, 77X ~AA4> 231, 163
A~TFEN: TV D—V—AF2 262, TuH T N4 217, 149
ATy IR TV D—P—AF2 306, XV "4 261, 193
A<EBHEN TV =Y —A 4> 290, TuX7 A4 245, 177
HEAR 5 ul
RO BL - A ~VF 7 195, 4PN 1455, A~FEV TR 1857, A4~
&L 234

10. E&R5
LA 001 mgkg (AP EY 7 AR v EXENLIE, ZNENA~TEY I AT
VESD LR A v B X LT T = AR

11. HEFH
1) sz
APy T A=TFENL, ATV T AKRPAS v EX ELZFEN50.02 mol/LiE
R XA X ) — VORI T L, A7 Z Ty U by U BN =h T DOV
P RALKR= AT a N UG U BTNV =h T DO T L THE L =%,
LC-MS XIILC-MS/MS T/E &K O+ 5 HiEThH 5,
BB, ATFEY 7 AKRNAS v EBZEMIONTIL, FNFNOEBICHERE AT D
T AT EY I AT VB MER A~ BX LT B MEOEEICEBR L, 2
NoZotEe 4%,

2) HEER
O LC-MSHIETOEMA F 1o T
YEMREI RIS T DLC-MSHIE TIE, ERA AR LIS REO T a b A
DFUSMIIT, WIS T MU U LA A AN FITHRE S, R E A A
TR LN o T,
@ LC-MS/MSHIET, REREBRFFCMHEH LioA 4 2 LA FITRT,
A~V v 7 (mk)
EEA ALY . TV I—Y—AF42 276, X7 FA A4 163
EMA Ay 0 TV Ih—Y—A A4 276, a7 hA A 231
A ~=HFEN (mpe)



EBAAY . TV A=V —AF2 262, 70 XT A2 217
EMA Ay . TV I——A A2 262, X7 b A 149
APFEY TR ()
EBAAY . TV =Y —AF>2 306, 70 XT A4 261
EWA A . TV =Y —A A 306, 70X FA A2 193
A <=EHXEN (mk)
ERmALY : TV I—Y—A A2 290, T Zr hA AL 245
EMEA Ay TV =Y —A A 290, TuXT A A 177
@ WERIEBIFICRTT L&A - LK, KE, Fhwvwlx, Z0WZ AR, 72nZ
ADIE XY RE, b~ M IZOINAEZE D,
FLov, VAZ, WHED, SEH, MEKROE

12. &3k
JEAE B R A R B A AR R R B EE0124001 5 (A~ E Y I AT V=Y
LEERRERYE (EPEY) | CERKI7HE1H24H)

13. FEMY

C



HNREDEA, FAET7HF— b, FHET7 73— M AFILRONR) I LVRBRE
(BEY KR OSEKED)

1. Oirstgieaw
BN H D N
FA7 77—k
FAT7 7 —KAF)L
~J IV

2. WA
JEFEY)
S IKPEEW)

3. HEE
Wik o~ 727 « 257 ARVEESHTE (LC-MS/MS)

4. HAE, K
WIRT b OLAMNE, #AIO 3ITrRTH0EHNWD,
L-7 AL E VT MU T A L7 AILE T B Y v s (Fifk)
TN B DEYERL AT R 2D N98Y% L e,
T4 7 7 32— MERES KWNIT A7 7 32— F8% UL EEETe,
FA T 7 F— b AFIOVEEES, KX TF A7 7 F— b AFNL9%LL EEEte,
R IJUVEERESL REIEAR ) I A9T% L EEE T,
TFNQRY RAA IX ) — LA _"w— K (LLF TEBC) W9 ,) EHEN, K
EBCI8% LI % &,

b
oo
-4

5. WBRIAROFHEL
1) Hht
O BHE, 5 FEEHEEROEK Yy 705
AEH0.0 g Ry 7135.00 g) ICL-7 A2/ BT U 7 A1 gk OVK20 mLE I,
300 AkE T %, ZHUT A S =100 mLE A%, ARE VT A X LTtk W5 AT 5,
S EDFREYINC A X ) —L50 mLENAZ CTHREDFA X L%, LRI AET
%o BoONTAREGOE T, A¥ ) —/LCIEMEIZ200mLE T 5,

@ BEROHEOLAE

B A EREICEY . EREHTIR0EOL- 7 ZAa L U N v AN, B —
fbL7-%%., #8200 glZHY T H8&EZEVHRD . A X/ —/L100 mLE Mz, FETTA
AL, WB| AT 5, AR EOEREYICAZ ) —L50 mLEMNZ THREY T A XL
7o, FRRERIERICAET 5, BoNTAKEGDE T, A%/ —/LTIEMIZ200 mL &
T 5,

B 3




@ HEOLA

BES.00 glZL-T A v B U N Y AT gk UVUK20 mLEM A, 3053 ET 5,
ZHUTAH =100 mLE N Z, BREDFA X L%, W5l AT 5, Ak EOEREY
[ZA X ) =50 mLEMZ CTREV T A ALtk LRt & RERICABT S, BHohizs
REBDET, AX /=)L TIEMEIZ200 mLE T 5, Z OWRIED HIEMEIZ] mL& 7 L,
A K ) — )L CIEMEIZIOmLE 35,

@ HAEUSNDOTEDOBE
#E9.00 gl2100°C D K540 mLE %2, FR CTSOMKE LI-%., AT 5, Bk, 5
W3mLAEEY . A X ) — )L CIEREICIOmLE T 5,

© . JERE. T, B, F. SRR ORI EO S S

AREHO0.0 gliZL-T A v it N U Al gk iz b, L UARREO—EEIR/NE 0
BT, RE A IEMEICREY . BEREETIR0EDOL-T A3V VBT M) v A%z, B
Wb L=, #0EHO0.0 glcfiiY T 2 B2 BV D,

ZHUCAH =100 mLENMZ, BREDFHA A LIE, W5 AR5, Ak Lok
MIZAH ) =50 mLEMMZ CTHREDFA A L%, Bt FEICAET S, Bz
A HbET, AX ) —/)LCTIEMIZ200mLE 95,

® 1IbHODEE

FEHO0.0 gl2/K10 mLEMZ 5, ZAUIL-T At N oAl ghRA X ) —
MO0 mLEM A, REVFTA X LItE, Wol AT 5, A EOKREMIZA X 7 —150
mLEZ X THRED T A XA LTeH, EREFRRICART 5, oA REGDET,
AR ) —)V CIEfEIZ200 mL & T 5,

2) PABREOG

1) THEOLNERZIEMIZT mL AR OHELAN O OB IXIEMEIZ2 mL) 57EL
L. FEfE KR OVK (1:1) JR%10 mL, FEEEER (1) 1 /KF140.2 gl QNG AN %, &t
WHIEFZ B AHF T, 120°C T30 MMBGERE L 7=, Mm%,

T LT R U 7 A5 g TN mol/LIEFE30 mLE N2, n-~F 4220 mL9 > C2lalR
EOVRET S, KIEIZ10 mol/L/KERLT R U U AV (K910 mL) %1%, pH 6.87256.9
(IS %, WER = F 150 mL o TEHR & S it %, fitik A& bE. BT b
U AZMZTHAKL, BARET NV T LEARILT-%, ARE40CL T TEM L, &
A ERET D, Z DR EZ A 5 7 — /VICEME L IEMEIZ2 mL CRFEKR OB R OLA 134 mL,
Ry T ROHEOEEIXImL) & Lzb0zRBsik s 5,

6. FMEMOIER
TN B BENE L O EBCARHE L & 2 E A Z ) — /VIZHfE L T500 mg/LE L, A%
WRIKET 5, SIEEFRREZBEIRG L TAY ) — VTR LTERREZBAREL, 2he



MLC-MS/MSIZIEA L, B —7 @I E— 7 HRE CREREZERT 5, B, ANEICH
> TRBRIRIE Z TR U854, 3UBHP0.01 mgkg (BARFVHE LT) (YT %5k
B IREE10.00025 mg/LThH D, 7272 L, RITOWTIE, RIEITHE > TREIK 23 L
=54, WEFF0.05 mgkg (MR F VAL LT) ITHYT 25 BRIAR I 120.00025
mg/LTdh 5,

7. EBE
ARERIRI A LC-MS/MSIZIEA L, 6. ODRERTHNLRUZ Y AR OEBCOGRERD D,
EBCZ GO NN HE T LDOEREEZRDDIGEITIE, RRUZXVRD D,
AN HT N (EBCEETe) OF & (ppm) = A+BXx0.9317
A HARUE D LOE R (ppm)
B : EBCOE & (ppm)

8. Meadikn
LC-MS/MSIZ L v i+ 5,

9. WESMLE
(1)
NT5FTETINT I Y S NEE2.0mm, & S150 mm, R F£ES um
717 KR 40C
BN : 2 mmol/LEEFE T > & =7 AR M N A & 7 — )V DIRWR (3:2) TSMfREFL.
(3:2) 726 (1:19) ETOREARZSHETITo72%.  (1:19) TSHRR
95,
A A AbE—F : ESI (+)
T A Ay (mk)
NN ED I T =P —A 42192, FuaX 7 ~AF2160, 132
EBC : 7'V 1—H%—A 42206, 70X hA A 2160, 134

HEAE 2l
PREFFFRI O B2 - AN Z DN 755
EBC 1145
10. EERA

0.01 mgkg (IR FIHELT)
7272 L, FKIZOWTIL0.05 mgkg (AR Z TP HE1LT)

11. BESFEH

1) #BREOE

ANRUBED L FHET7H— ", FTETZ 72— FAF VRO IVZREND A X
=)L THiH T %, ZORNICR IMFHARUE D MBI T S, IRWT, Bile R OEE
FRERRWE 1 CMBERE (BABREUS) L. T4 7 7 32— " AF N E DN T NI, T4



7 73— N EEBCIZEWT 5, BN H Y LR OEBCHE M N T~ Tl L7
%, PHET R F LTI L. LC-MSMSTERM OHERT D HIETH D, B, 7
N H Y KR OEBCOZNZEIUZ DWW TERERZITV, EBCEEL NN XY ADE &
23R DG EITIE. EBBCOERICHMBEAHA R THNRU XV LOEFRIHRE L, i
SOMENHEE T D, OWHEIL, IARUE DL R INVEDIVRE Y LERITH]
BLzbD, 747 73—k (EBCEEL) ZANNUEUAEEIHRE LI OROT
FT7 7R b AFNENNRE YD AERIHBRE LoDk LTROBND,

2) HEEA
O AFBRETIE., BBRKSHINCAFET DEBCH ALY CTER SN D720, EBCOEE
I, BARBISIZE VW 47 7 32— "B AR L7ZEBC & PABR UG HTNCAFAE T HEBC &
DOFfE L TRDBND,
@ L-7Azanbe @t MU U IS ER OBRL SR IE DO T D EINnT %,
@ HBRBJSICBT HIREHIEIL, Wb WEIT Ve — N T v 7% AW T
I EMARETH D,
@  PABRBUGE OpHIRFELLRE OFRIEIZ, [EMNER DR T 235 2 b5 7o OFRFHETIT 5 =
EMEFE LY,
® LC-MS/MSHIE T, BERIEBHFEIFIZMEH LA 4 2 LUFITRT,
VI I AN SN
EBALTY (mz) TV =Y —AF 192, v X7 A4 160
EMA ALY (mi) - TV = —AF 192, 7uaX 7 b4 132
EBC
E'EALY (mi) @ TV I—h—AF 206, 70X hAF 2 160
EMEA A (miz) - TV —H—AF 206, 70X A A 134
©® FBREBHZSIF IR Lo
BPEY) oK, RE, FVL ., ¥V ZIONAES, ALY, WAZ,
729, a—b—B LUK
HRKEY - FOFRA - BN - Il - ., BOTHA - IB, ZF, HeE, LUAKD
x5 HD

12. ZE3CHK
1) EAFEE EES NN ZEMEBEN BRZHFE3150015 (DA Z YN FF
T 7 F— b, FET 7 H— b AFIAROR ) I VikBRiE (EEY) | CERISHE3IH15H)
2) EMOKPELTHE « LERFRBM 19 L H147205 [FREVIM Y DA Z VN (B
NRED K, THT7 73— AT VLR IV) | CFEER094H1H)

13. JEA
C



1.
e A g
somXa=—)

2.
HIKEY)

3.

S HERI RS E VA7~ 7T 7 (GC-ECD) MOH A~ 757 « H&S

Xy FEZ RN & o= )VRRE (BKEY)

SRR G E Y

3 8

W

4

Hrit (GC-MS)

4

5

¥ Swli

RIRT b OLAME, #AIO 3ITRTHOEZHW D,

Xy S AEUEL, KNI ¥ X 98%LL F ARG,
suonXo=)UEREL ATz oo X o= 98%LL EEEte,

BRI D 3

1) fht

O . B5N. Tl B O oSS

0.0 ¢ B OSEAE1E5.00 g) & VED, L UAREDO—FEERI/NI NS DI,
AREHE EREICEY | HEHTIREDI0 vol% V U IRER N4, B —{b L=, &R
BHO.0 glZH YT 2 B2 E VD,

ZAUZ3 vol% U U EETARR20 mL (L U&7 EDA13K10 mL) KOV & k2100 mL
EMZ, RETTA X LTtk MBI AT 5, A EOKRRMIZT & K50 mLa iz
THREVFTA XL, ERREFRRICABT 5, BONTAREADET, 40CLLFT
920 mLE CTRMET 2, 24210 wv%iE k7T b U U AVEIR100 mLE Iz, n-~F 4
100 mLA& U850 mLC2EHR & 5 #lit 42, iz G, 8K Y U Az zx <
ik U, EKEREET R U U L% AR LTk, Ak Z40°CLLT Tl L i 2 fRE3 5,
Z DOEBWMIIn-~FY 30 mLEMZ, n-~FH A7 ' F= K U L30 mLT > C2lH]
e O 2, fhillika &, 40CUL T ClEfM L, WA RET 2, ZOEREMIC
T b ROn-~FH (1:1) BIREMZTEN L, EMIZ20 mLE T 5, 2 ORIK
MO IEMEIZ4 mL (R OGA X IEMEIZS mL) Z0E L. 40°CLLUT CREfME L, W% bk
425, ZOBREMICZ—T VR On-~FV2 (1:4) {BIKS mLE Iz TR,

@ . AT EASDEE

£ 0.0 gl23 vol% U VEERIRIF20 mL&LZ OV & R 100 mLZ Nz T T A A L=,

f453,000[E 5 TS5y e LBl L, EERERS, EEWICTE 50 mL (XHHD
DEEAIIAK20mLE X7 & F 50 mL) 2z THRED A A L%, Eit & FERIZED

B 4




SEEL. 5o B E GO, 40°CLL FTHI20 mL (X BHASDEAITAIS0 mL) F
TIRMET 2, ZHUT10 wv%IE LT N Y 7 AFEK100 mLA 1R, n-~FH 22100 mLA&Z OF
50 mLC2EHRE & 5 i35, fhtigad &bt kRIS NV v A& Mz ThikL, %
KWERT R U O L& AR LT, AHZ40CLLT CiEfi L, WA RET 5, ZDE¥E
WNZn-~FH 230 mLEM A, n-~FHfafnr = =K U /L30 mL7 -2 C2ElE & 9l
32, iR E &8, 40CLLF CIEM L, Wik ARET 5, ZOREWIZT &~
FOn-~F % (1:1) BIREMAZ TR L, IEMEIZ20 mLET 5, ZOWRN S Ef
124 mL&77H L, 40°CLL T CiRiE L. Wit AbrET 5, ZOEEMII=—T L Kk Un-
~FH (10 4) IRIES mLAE N2 THEDT,

2) ki
O BRTAB~ TR UL TAIav NTTT 4—

BRI A~ T 2T AI=HAT 5 910mg) ([Zn-~F V2 5mLaiiEAL, HRIT
BCTh, ZONT A1) THLNERREZFEALEE, =—T7 A K Un-~FH DR
i (1:4) 5SmLEEAL, MHKITETD, ROT, BT LK Tn-~F % (1:9)
IRI30 mLATEA L, EHKZ40CLLUT ClMe L. WA RET 5, Z OB En-~
X AL, EfMEIZ4mLE L7-b AR 7 un X a = LORBRAR &5, ZOWIKR
MHIEMEIZ2 mLA s L, 40°CLL F Cileife L, Wil ZRET 5, ZoEEmIcT &
= MU ASmLZEMNZ T,

@ V577 AMNI—RoAThru~w T TFT 4 —

77774 NI—ARI=H#T7 5 (250 mg) 127 h=HFVU/L5 mLEFEAL, i
WITHETH, 2O 7 LIOTELNEZTE h= M) WRKEFEA L., 72 F=F
U1S mLEFEAL, RIEHEZ4CLUT Cifg L, B2 RET 5, 0k En-
ANFFATEN L, IEMEIZ2 mLE L7zt D& v 7% o ORBIRRKR &35,

6. FREAEDOIER

Xy FHAMEEL KO nn Z o = VRN EZ N ENT ML T500 mg/L &
UHEHERGR & 95, SAEMEFERI mL 27 & b C25mL ICER L, 20 mg/L IBAWIKR (7+&
hy) TS, ZOWEE n-~F o CHAR UK A SO L, £ £4 GC-ECD
XX GC-MS IZIEA L, BE—7 @iE XTI e — 7 HEE CREREZERT 2, 7B, RIEICHE
> CTRBIREZ T L-54 . 30H0.01 ppm (2FH24 9~ 2 5BRIAIE PR AL 130.005 mg/L TH
5o

7. BE
Xy T HATONWTIE, RERIRIKAZGC-ECDIZIEAL, 6. OBEMR Ty 7 X L OEE
R B,

rsuanafa=LIZoNnTlL, RBRIAEKEZGC-MSIZIFEAL, 6. OfEHR T/ ouZn=
NDEEERDD,



8. Meidikbn
X T X NZHOWNWTIE, GC-ECDIZ L Y iR d 5,
suana o =L ZoONWTIEL, GC-MSIZ L Y iERT 5,

9. WESM

(1)

1) ¥x 7 & O8E

GC (E&M)
fRHi#R © ECD
5 5% 7 2= - AF ) 3y NE0.25 mm, & S30m, [EE0.25 um
717 LNRE 50°C (143) —25°C/453—125C—10°C/43—300°C (547)
HEAPHREE : 230C
R HHEREEE © 300°C
Fr U —HA: Y7L
FEAR : 1puL
TRFiRERI O B4 2 1557

GC (ffes8H)
BT h:35% 7 == - AF ) ay NR025 mm, £ S30m, BRE0.25 pm
RFFIFH O B %« 1657
D ZEEITE =M LA T,

2) ruuXu=,L0OiEs
GC-MS
NI 5% 7 = - AF ) ary NE025 mm, £ S30m, fEE0.25 um
717 AE 0 80°C (143) —20°C/4r—280°C (1043)
HEAFHREE : 250C
Fr Vv —FTR : ~ULA
AFAE— R (A A b= F—) :El (70eV)
Tl A A (miz) @ 268, 266, 264
HEAR 2l
TrFiREI O B4 947

10. ERRA
Xy 7% :0.01 mgkg
suugZua=,v:0.01 mgkg

11. BEFHE
1) RBRIEOME
FxrTHX RN ooV ERENG Y VBT T T L, e



RIS %, 7T b= MU AT I U GBLTHIE L72R, Sl AR~ 72T A=
TLATHRT 5, ¥ 7L UICONTE, EBICT T T 74 " A—R I =07 L THR
T2, %% 77X NIOWTIGC-ECD TERLUHERA L, 7 1 1 Z 11 = /12O TEGC-MS
TERR MRS 5 HETH 5.

2) HEEA

O F¥7F RO E AR THMINLH, U UBBBESRSE T T
T ZAT O BB H D,

Q@ BRI ONfRE TEXHETRT A7, MIEEZE TR ETHEI Lz D%
AELE L THWS,

® Zmu&r=)LOGC-MSHIET, MERERRBRHIMH LicA 4 2L FITrRT,
EEA A (mk) 264
EMEA A (m/z) @ 268, 266

@ ABRIEBAFRRICMRET L7 RS  FOmA - JBIG - il - 3L, 53BN, S, 97 &,

ZW, LELAKRIEHAD

12. ZE3CHk
1) JEAGEHE EREEN RN LEMERN BRLHF012400475 (v 7 X 7o~
YUL— b, ZaaZa= L ROURLy NERERIE (EEY) | CERI7TH1H24H)
2) B, ININWEOHRERE (BF34EEAREREZI05) (CHET HBRiE T
K IR — VBRI

13. ¥E%

C



1

2

3.

4

5

7)Y — FRBRIE (BKEY)

B 5

L TR AY
7Y Y — b

.36 A
S IKEEY)

Wi

Wik o~ 727 « 257 ARVEESHTE (LC-MS/MS)

- REE AR
IR T B OLSMNT, HBAID 3ITRTHDZE WD,
SRERVERG A A L AR CRifR37~T4um) ST Lo u~ 7T 7 o —HiIcEE LT
SRIAPER A A ARG CKif837~74 um) %2 mol/L/KEE{LT U & AIZiR L —BiAk
B L7=t%, KEHOTHEREOpHSFMEIZ /2 D TS, RV T2 mol/LIERRIZIR L —
WEGE L7, K& W CTERIROpHANHEIZ 72 5 £ T~ 721 O &2 KIZEE L Cnks
AT RE T 5,
7Y RY— MEAEY, AMIEZZ YU RV — 5% EEE T,

. BRI O R

1) fhit

0.0 g (IENIIE5.00 g) (2/K100 MLE Y7 mu A% 50 mLA A, REVTA X
L7=#%. 3532,500[E185 T 1057 s D BEA 1TV, KEER D, IREBHI Y 7 ma A v
JEIZAKS0 mLEMZ THRE DT A XA LTtk it & AERICEODOBET 5, KEZBRYD . %
DIRGIZ G DRI, KEMZ TIEMIZ200mLE F 2,

2) K
O BEEBEGA AR e~ NI T T 40—

MEEL0 mm, RE300 mmd 7w b ST TEIC, SREEIERA A e (i E37
~74 um) 12 mLA/KIZIEE L72b D& AL, T T LD EEGIZDEOKDP K LBREE T
KEWMHSED, ZOHTHI1) THLNERZ EMEIZ2 mLAFEA L, fHKIE
HTh, IBITK2 mLEZFEA LIHKIZEE T 5, IRWVTKT mLEEA LIEHIR 285,

Q@ FIETINVI MY BTNE T AT~ 8T T T 4 —

F I BTN Y VI =T A (500 mg) I A K ) — /LR UUKES mL
ZNAIEA L, WMHKIIET2, 2007 JMZOQTHLNIEKRZIEANLZZ, S 5IT
K5 mLEEAL, B Z50°CLL T TR 5,

3) #HEktk

2) @ TH LN IREMIZEEET mLE AL MEEEE N U A F 4 mLa Nz | % L100C
CRFEIINENT 5, Hunth, SOCLL T CIRMERLIE T2, Z DFEEMIZT & b K OWEFE~T
Fov (3 :17) RS mLE Iz TENT,




6.

L
K
S
7=
7
2

7.

8.

4) 7V RV — NFEER Y DR
TFULUTIVN-Tr NS YU U AT VI =0T A (500mg) D FIZ7RrY Y
WNI=HT 5 910mg) ZEAE L, 7k K OWEET T LSS mLANERIFEA L, iR
THETH, ZOHT7LIT3) THONEREZFEALIZEZ, 61271 N ROEHRF
Jb(3:17) IE#KI0 mLAFEAL, MHKRIZETS, =F L7 IV-N-7IrELv UL
B VBTN I=h TR BN, 7R AI =D T AT N ROERT TV (1:1)
JRIRI0 mL&EA L, MHRITHE TS, IRWT, T R EUA X 7 — L (4:1) {BiK10 mL
ZIEAL, BHEZ40°CLLT TlefE L, WA RET 5, ZOEEME0.01 vol% X2 IZE
2L, IEfEIZ2mL (JElGIXI mL) & L7=b o2 RBRigiR &35,

R AR DVERL

7'V R — MEYES 2 KR L T500 mg/L & L, BEUERHE & 45, HEYERK 2 K THR
T20 mg/LOEKZRET 5, D1 mLEopH L, 500CLL T CIRMEE L=k, FEFE1 mL
AV MEEEE B U A F L4 mLz %, Bk L100°C CREREINEAN T %, mté. SOCLL R T
MEzE T 5, Z OFEYZ0.01 vol% X ez M THEM L, E5120.01 vol% X TAR L
Wik (7 VAR — & LTORE) 281, TAENEZLC-MS/MSICIEAL, B—
FEE X E— 7 HAEE TR ERZ BT 5, 72388, RIEITHE - TR 208 L 7=
BEH0.01 mg/kg A 24 7~ 2 BRUBRVAHE HH R £130.0005 mg/L T 5,

E
HEBRIARZLC-MSMSIZIEA L., 6. OREHRTZ VR —FOGEEZRD D,

R ER
LC-MS/MSIZ X 0 #3845,

9. WESME
(f51)
BT AT ET U AET Y L NER2.0 mm, K & 150 mm, B LS pm
H1 7 LIREE : 40°C
BEME . 7k b=k U LKT0.01 vol%XE (7 :93) JRIK
A A AbE—F : ESI (+)
FhAAY (miz) @ TV A=Y —AF 254, Ta X T M A212, 102
AR 4 L
TrFiRE] O B4 847
10. EERSR
0.01 mg/kg
11. BEEn

1) ABRIEOE
TR —RERENb Y7 aa A X FET., AKTHIH U7tk 58ERIERS A 4 o A3 H
HIGLROF I EZFI N Y Y BV =T LTRSS, FEkibL, =F L



YOT IVN-TREAV Y MG Y BTNV =H T BRI R Y DA =0T A TR
L7=#%. LC-MS/MSCEEK OFRT 5 HETh 5,

2) HEEA

O 7V ARY— MIKSOBEFRENIEFITEN T E 0D, MHREIITKZ R LT,
LorL, AKROBOHIH TIX, SAREDOBERREHZ W T, 30 L DRI +4> Tl
W2 NG, AR A RIRFCIN 2 CTHI 2 FiEE Mt Lo, AR S LT, n-
AFY U BRI TR 7 aa AR AZOWTHREILIZE 2 A, n-~F P U KDY
FEfg = F L Tl O RS CHBEN 7 AL LaE & oKg o Bt R REETh -7,
—F, vraa X2 TS MAEBNMERE S, BIEE L KB O SBERRRECTH o7 2
EMS . WINT 2 EBAEICIZY 7 e 22 U R L,

© BEREEMEGA A AR T DTV A RBIIRIIHEL Z V., TVl U IR, KON
I CYeE L T BT 5,

@ FHEMRACSISITERSEMTHEMT 2720, ST OB E RS 5725, B3R
PNE D7 T T TEEL, O FICH AN ERT, EHIZZEO ENSEHIROEY
HEE LR EOLETDHI ENEE LI,

@ 7 VAP — FOLC-MS/MSHIE T, HBRIERRBRHMEH Lc A A 2L PSR,
EBA ALY (mbk) « TV =Y —AF 2254, Ty hA42102
EMEA A (mfz) TV =Y —AF 2254, Tl hAA2212

® RERIEBAFSEHMRTT Lo : 2RO A - J5IG - fFlE - L. FOfl - 9, XU,

70X, LUAKNNTIHEAD

12. ZE3CHk
JEAE AR A R B A AR R B2 EE0124001 5 [ 77 ) ARY— RakBRiE (B
¥) 1 CERI7THE1H240)

13. JEA
C



B 6

TFFANANF— FRBRE (BEMKRUEKED)

1. Hrxgibewy

v

AN

F7 A

=TIV ER (VFAH—NA—])
7 )L/ A

A==

ARY =R A — |

v avrs

v R

2. 16 AR
SEPER)
S IKEEY)

3. HEE
HA v~ ~7Z7 - HESHE (GC-MS)

4. A3, Rk

WRITTRT B OLSMNE, #BHID 3ITRTHDE W5,

VATA - F LV T X CUEERREEIK (BLT T AT A -EDTARWK] &5, ) L-
VAT A R KFI50 g N F Lo VT S PR T OKFE S R U T A KT
)50 g% #9500 mLOZKIZEED> L, 12 mol/LAKEE LT U 7 APAHR CTpH 9.6~10.01Z 5% L
7o, KAEMZTL000mLE 4% (ARGERD

AF AR n-~FH 2792 mLE YT & b 2108 mLOJRHRIZ 9 7 b A T /16 mLE Nz

%
WMEAKFZT N T T FILT BT LRIK WBKET N7 7FAT = L8272 ghK
IR L200 mL & 95,

T AEAEL KNI T T A 96%LL AR ST,
o R TR, ORKMT T e R T 15%0L EEE T,
< U R TERELS ORI~ 2T T5%LL A ST,

5. BRI O
1) il
O BH., T, EIEHEEOCSEKEMOSGE
#HEF10.0 g (LUEAREDO—EEIN/ NS NE DI, B2 EfICE&DY . ERETHE
DY AT A »-EDTA ¥R % N 2 BERMS—{b LT=t%. 7k 100 g TN T2 EA2 &V
%) WV AT A V-EDTAWIK 100mL (L UAZR EDEHEIT0OmL) LY 7 en A4



Y 50mL R, REIFA A LIt, H55 2,500 [BH5C 5 Sy OaBEa o, A
T A -EDTA JE &4k~ -1 . WIS AT A »-EDTA &% 50 mL # Nz CHE TS
A XL, ERE FERRICELDBEZITV., AT A V-EDTA B2 &b¥ 5, ZhITHiEEK
KT NTTFNANT =T AERK 10 mL Z 1%, 6 mol/L ¥if& T pH 7.5~7.7 IZFHE L.
KEMZ CIEMEIZ 200mL &7 5,

©® BRELROBHIZOLES

REHD | kg ZHEBICEDY . VAT A V-EDTA IRIE 1 kg Z Nz, RED T A X LTI21%,
HEF200 g IS T 2 EA RV D,

TV AT A -EDTA A 80 mL KXY 7 ma A X 50mL 201z, REYFA R
L7, 55 2,500 [BI#5C 5 o O aBEE1T 5, A7 A V-EDTA @& 8o 714, 7%
B> AT A »-EDTA ¥ 50 mL 2 N2 CTHRETFA XL, Bl &[RRI O B2
1TV, VA7 A V-EDTA a2 Ab¥ 5, ZIUIHEEKET 87 7F LT E=0 LEK
10 mL %%, 6 mol/L &g C pH 7.5~7.7 I[ZFH# L, K%z CTIEMEIZ 200mL &9 5,

@ HDOHA

500 g I AT A -EDTA VIR 100 mL KOV 7 ma A% 2 50 mL x| AR E
DA X UTet%, fE5Y 2,500 [BIE T 5 S O EEER T O, Y AT A -EDTA JE &2 B>
Tt BRI AT A V-EDTA AR SO mL # 2. CTHRE A AL, kit L Ak ICE
DTBERITV, VAT A V-EDTA EAaGb® 5, ZiUZy AT A »-EDTA WiRZENZ
TIEREIZ 200 mL & 95, & DA Z EMEIZ 40 mL 3B L, & A7 A > -EDTA ¥A#% 110 mL
KL OWREEKRFET N T T FNANT =0 AR 10mL Z 1%, 6 mol/L $EfE T pH 7.5~7.7
WCHREE L, KEM A CIEMEIZ 200 mL &35,

2) AF Ak

1) THEOLNEKRZ IEMEIZ 20mL /0B L, Bk Y v A4 ZMAEMST 5, 20
Wik x AN A Y o+ 07 5 (20 mL RFFH) IZHEAL 10 2AE LTk, T L%
Sl 2y 7 B LTIRRE TR, A FAREEHR 60 mL 2 0 7 DMIEAT D, 2y 7%
U L VIKTEDSE BRSO T2 5 1 mU/g Ot E 72D K olcay 7 ZRE L F4+ 5, 7k k
VROV EZF LY a—/L (99: 1) iR 0.5 mL Z A1 x, 40°CLL T TR 2 mL (ZJEAE L.
ZOWRIZTE N SmL A5,

3) FEH

fpE7 VI FI=hF A (1,710me) 27 b smL ZEAL, HHEIIETS, =
DHT7MZ2) THONTWIKAITEALZE, 7 20 mL ZEAL, BHIKICT &
Mok =F L7 a—n (99 :1) {BiK 0.5mL ZA1Z, 40°CLL T TK 2 mL (A
L, RICBREZREMT THEELZRET D, ZOKEMET B MM L, 78, &
A, ML OEKEYOSEIXIEMIZ 2 mL, REKX OB EOLAILIEMIZ 4 mL, 8O
BAITIEMEIC 2mL & L2 b O 2RBRIEIR E T 5,



6. MEFRDOIERK

I A, T ERT RO R T EAERS Smg (CHRALRFE L L) ZEMICEYERY
ZNENY AT A -EDTA WIRICIAME L CIERMEZ S0 mL & L7= b O 2 AR (100 mg/L)
LT 5, VAT A -EDTA ¥R 150 mL IZSAFEYERK 1| mL X OMRIEKFET KT T F 7T
E= 7 AVEHR 10 mL & A1z, 6 mol/L & T pH 7.5~7.7 \ZFH% L, /K &N 2 TIEMEIZ 200 mL
LD, ZOWKAZIEMEIC 20 mL4YE L, 5. 2) LEFRICERIEL TEONZRKE T &
N CHRIRL, B REIEOIRGER (787 ) 2808083 5, 221 GC-MS IZEA L,
v — 7 EE XTI — 7 WAL CREMR EERT 5,

CAFNTF A NN VAT (BLF IDMDC) £V, ) B L ClET SV T
Ly FTL, = FNVER (PFFH—"RA—F) ROT /WAL, VT LEfEERE L
TERT D, TF LUV ERTTFAIANI Y ATV (BLF TEBDC) &9, ) ICZEH:
LCHIETEYRT, ~v a8 7k~ 32 7%, v~ R 7 &g L CERT S, 7o
ELUERUF A AN VIRV ATV (LI [PBDC) &9, ) ICEHBL THIET S
BER NIRRT AL E L CERET S, DMDCEEBDCIZAH:E L CHIET DAY &
—RA—= NI, ENENT T LEPY R T HAERER & L CERT S, 7B, NEIHEST
AREBRVA A2 TR U734, ARDIS I e 0.01 mgkg (CAifbRFEE L O ITHY T 5
BRIAI IR 130.005 mg/L (THLIRFE L LC) THY ., A TIERAEF0.1 mgke (THALR
FL L) (THYT 2 RBRIEIE TR 130.005 mg/L (THifbRFEE LTC) THD,

7. EE

RERIAIR 7 GC-MSIZIEA L, 6. OREMRTENEN _MifbikFE L L TOEELZRD 5,

8. Mk
GC-MS IZ X W #E3RT 5,

9. MESME
(f51)
1) E&H
HT 5 :50%7 ==-AF ) ary NEE025mm, £ 30m, fFE 025 pm
717 NREE - 70C (2 437) —20°C/5—280C
HEAPHREE : 240C
Fr UV —TA Y TAh
AFAE—F (A Ak xLF—) : El (70eV)
F7eA A (m/z) : DMDC 135, 88

PBDC 158

EBDC 144
EAR 2 ul
RO H % : DMDC 8 47

PBDC 9 %y

EBDC 9 4y



2) TR

O DMDCXIXEBDCOEE
BT 5 AFAvY ar NE025 mm, £ &30 m, FEE0.25 um
BT LR 60C (247) —20°C/4r—120°C—10°C/4y —160°C —20°C/45y —280°C
HEATEEE : 240C
U —HA YA
AFAET— R (A A Ab=FkF—) :El (70 eV)
F72 44> (m/iz) : DMDC 135, 88

EBDC 144
AR 2 ul
PRFFRF O B % : DMDC 847
EBDC 9%

@ PBDCOA
HTL 5% 7 2= - AFAvY a3y NE0.25 mm, £ 30 m, EE0.25 um
717 KR - 60°C (34y) —20°C/4r —120°C —10°C/%7 —160°C —20°C/%r —280°C
WA PR 240C
Xr U —HA:~U 7L
A FAE— R (A A Ab=xF—) :El (70 eV)
E7A 4> (m/z) :PBDC 158
AR 2 ul
PRFFRE O BH% - PBDC 1147

10. EERA
VRT VTA, FTA =T NVER (VFAI—RNA—) | TR A TRER
TRV I=RA= b A BT ROV RT
“hifbikFE E LT 0.01 mgkg (BEDOBGAETEA 0.1 mgkg)

11, HEFHHE
1) BREOE
DT A NNAS A= NEEN DY T an AR AAFAE T T AT A -EDTA EIR CHitt 3%,
HIE AL AN AT+ HT DAL, BT DIATF MR Z T TL T AT LN TE ST
%5 L& %% DMDC, EBDC (% PBDC (ZE#aL7-% ., GC-MS T/ & & ORI 5 H1ET
0D, ek, T, TRERT ROV R T HERE S OIRA VIR DWW TREREIR L [RERIC AT
JALEATSTeb DO TREMZVERL TEEL ., ZOMZFRE O ZHbRFEOFEEL TR
DINEIIHEET D, 728, F Tt E LA ENEX LA ORRE FRITRLE,
ST SACE ) HE T SAA )

DAV

F 7 A

=T NVER (VFAH—RA— )
VAEVIZAVN

DMDC




< avrs EBDC

S v

Fa R PBDC

AU =" A — | DMDC 2 ) EBDC
2) EEA

O AT A -EDTA RO ORI TIL, S&KED O EURTUBHZ 30U THl A LU
TSRS R WA REME N B B T8 | P am A% L %[GR N 2 Thiv e O %
1THoZ8ELT,

Q@ TVAFNTTFAINANA— FRERKIELT AW 2 LNEREEA] & LT
HAENTWD72D, BB O ERIETICEAT 2 RBMERH Y | HEENLET
H b,

@ DMDC, EBDC U PBDC @ GC-MS #IliE T, sERIEFHFEHAMLH LA A 2 U
TR,

EEA A (m/z) : DMDC 88, EBDC 144, PBDC 158
EMEA A4 (m/z) : DMDC 135

@ AFTLHZOWTIE, ARBRIEIZE Y, AF b (EBDC ~DZHL) N TER0-
DWTTE R, 72720, REICEVRBREITD, HEBLOTTF AR A — DRk
W28 2 2561, B/ EIEIC BT DB EEMEICE A L2 ol L T2 LK
Z IR,

©®  BBRIEBRFRHICIL, 7 e R TR L R O~ o R 7 R YE L ML O REYE F S AT
T&ETemofalziod, 4. BRI Rk cixTnEN T e x 7R KT 7 ae 7
T5%LL bxETe, | MO~ 2T HEHESL RT3 T7 75% 0L Badte, | LS8,
AT AIRE S B ITIIMEE 95% L EOREHE L 23 BRICH WD ZENEEL,

® FARERIEBAR R L&

BPEM): Tk, KE IZNOLE, Ty XY A3ONAZEI ALY VAT nEbse, B
A GO
A /KER O A RN - Pl 7L FRIF. ST, 972 | LUA x LR NEH D

12. &5 3k
AMREITH. B THEE 36, p.244-251 (1995)

13. E%
C



1

2

3.

4

5

B 7

DT u—VRBRE (BED)

N AXIPSE S Nax?
XTI —) L

- R
wmEM. F. i

HE

Wik m~ v 777 « 207 DB ESHER (LC-MS/MS)

M S

RITRT b OLSME, #AID 3ITRTHDZ MWD,

0.6 mol/L g - =% /7 — /LK OVK (1 :1) JRIRAEK %2 50 mL IZ—~¥ / —/V &
Ok (1:1) REZEMAZT1000mL &35,

DN RT m— UIRFREREYES, ARGIX T T o — L 98% L B A E e,

. BRI O
1) fht

. REWG. AP, B OWR oSG, B2 IEfEIC &Y | HEL T 12 =D 0.6
mol/L g - =% 7 — /)L e OVUK (1 : 1) IR Z N2 BERE —{b L=, 308k 10.0
TN T2 E&AZEVERD, LOLAITEE 10.0g ZE VD | 1.2 mol/L Hif## 2.5 mL
Mz 5,

U n-~F Y S0mL ZIATHRET ST A A L n-~F Y a7 b=k UL
50mL ZMMR TEBLITHRET T A A LT, 57 3,000 [T 5 im0 mBEL. 7
T h= RNV VEEERD, BEWE XY UEEEGDYE, TV fafny ' b= b
U 25 mL ZMA THREDFTA ALK, Bt RRICELDEEL, o7&
F=hUEzabd, 7 b=V ALEIZXTIEMIZ 100mL &7 5,

2) M

F BTN I ) AT = T A (1,000 g) KON B A LKR= LT
2T UL Y BNV =T A (500 mg) IZENENT E =K UL KUUK
(1:1) BIEI10mL Z{FEAL, MHKITE D, 727 XT3y Ui U 503
=HTEDFEICR B AR LT a Ny Y AL ) BNV =0T A a
fel, 1) CHRLNWRA IEMEIC SmLIEALIE, 78 b= KU LKROUK (1:1)
R 10mL Z1EA L, MK EZIE T2, IRWT, A7 272y U ks U 170 2
=ATERERVIL, RV AR AT o Y M ) BV = T AL



25% 7 E=TKEOTE =KV (1:99) JBiK20mL Z7FEA L. I&HIEZ 40C
DITCEML., WEARET D, Z0OREMETE =KV LKROUK (1:9) {BHEIZ
AR L. EfEIZ2mL & L7202 BRIRikE 95,

. REARDOVERR
UNRT a— VIEERIEAEES O T 2 F = N UL KROUK (1:9) TR ORI & Hm i
L. ZNZEILC-MS/MS [ZIEA L, B —7 @iEXIT B — 7 HEE CRERE ERT 5,
7B RIEIHE - THRERAIK 2 8 L7356, 3B 0.01 mg/kg (2FH Y3 2 BRI
DL 0.0025 mg/L TH 5,

7. THE
REBRIAI 2 LC-MS/MS ([ZIEAL, 6. OBERTIOARRTo—LDOEEERD D,

8. fHEatallk
LC-MS/MS IZ X W iR+ 5,

9. MESM:
(1)
BT LA T BZT N AV NEE 2.0 mm S 150 mm, K £E 3 pm
717 KR - 40C
BEMH : 72 b= R U LK 0.1 vol%XERIRIR (1:49) 225 (4:1) EFTORE
HBL % 10 3 FEITTITV, 10 2 RRFF T 5,
A A AT — K  ESI (+)
FreA Ay (miz) - TV =Y —A A 262, TuX U hAA L 244, 202, 185
HEAR 5L
TREIRFH O A% 0 6 43

. ERRR
0.01 mg/kg

11. HWEFHE
1) ABREOHE
PNRT = VBRI D n-~F U OFAET T, T b= RN L THHT 5, A
IRFINTY NS Y AN I =T AR ORR P AR = LT e Ly L
b VBTN =T ATHER L%, LC-MS/MS TERLOMET 5 HIETH D,

2) EER



O PRT B—L D LC-MS/MS JIE T, ABRIEB SN Lo A A ZLITIC
N

EBAAY (mfk) . TV —H—A 42262, 707 hAF 2185

EMA Y (mfz) « 7V =P —A F 2262, T X7 hAF L 244 K202

@ VT a—uik, L OB EORER TIIOM LW b, fif
AT D 72 DI BRI B A TIN5, £/, REHREUT 03 fif % T X
HIZTRET D7D, RIKEZEAT 728 THITIL7Zb o2 et e LTHVWS, =4
J =T R ) LT B IR TN 5, 2B, LTz X /) — L&k
MU THY—RREIN S OLND Z LD, HBORZTINT 5, NIERLSAO
AEHCITER AR U< & bRBRARECTH 20, BEEH—T 2720z 2To
AUBHZ L TR A N 2 51k L LTV 5,

® 5. 1) #hick T 2 LoBHREICB T, 7& b= MU VEZER D BRICE
PR AT 55134 EIZE U TREAIBEITH & BV,

@ REREBRFEFCRET L& - Ol - 1815 - FFi& - Bl - 2L, BBIp

12. &% 3CHk
L

13. #EAl
C



B 8

FOVRBRE (BRED)

1. ST gAEa

Ko

3. JEE
Wik o~ v 7Z 7 < EE5HEE (LC-MS) XXk a~ s7 77 « X7 ARG &
ShreEt (LC-MS/MS)

4. RIE, W
IR HOLIAME, BAIDO SITRTHDOEZHWD
RO AL KT R0 97% 0L EEETe,

5. ABRIEIK O
1) fhit
O 2HH., EROHEIHEOHA
#EF10.0 g 127K 20 mL 2002, 30 /3 fAE T 5, Z4UZT & R 100 mL ZNZ
REVFA X LT, waa B3 %, AHEOEREMIZT® R 50 mL &Mz CTHE
UFARXL, ERLEFRERICABT D, BonlAREEDYE, T MR TIER
62%mLk¢éo;@@@%E% 20 mL 3B L, 40°CLAF THI 5 mL IZIRHMET 5o
AU T Y 20mL A, 7 =R UL KTN0.1 mol/L HEEE (9: 1) VR 40 mL
FTOT3EIRE SHIHT 5, TE F=FVLEEAADE, 40CLLT T 20 mL (2
T 5, ZIUT 1 wh%REEKFET B Y 7 LE2ETe 10wl N YU o A 50 mL %
Mz, HegE— /L 50 mL 825 mL T2 R E 5 32, fHRIC BoKAREE T R Y
U AEMATHAKL, KT Y U LE2 AR L%, 400CLLT TlEfs L. it %
rET D, ZOEREWICTE PR n-~T Yy (4:1) BRI SmL 212 CTEMNT,

@ RBEROEHEOLE

AEF200g 127 R 100mL Z2h2, RETFA A L%, WEl AT 5, AL
DFEREWIZTE N 50 mL M CHRETTA XL, ERRERKRICABT D, HFHN
TeARE DY, T M EMA TEMIZ200mL &5, ZOEK % EMEZ 10 mL 4y
L., 40°CLAFCHI S mL IR Do ZAUZ 10 wh% b7 b U & APHE 50 mL 0
Z. HEE=F /L 50 mL X 25 mL C2 R E O i35, R BRI Y ©
LZEMZTHARL, BAREET NU U LEARLIE, 40°CLL T CTlRfE L. B4 bR



T2, ZOREBWITE MR n-~FH2 (4:1) BIR5mL 20z TN,

Q@ KEOLE

EF5.00 g 12K 20 mL ZA0%, 30 pMES 5, ZHic7 & F 100 mL 200 % .
REVFTA XL, WBl AT 5, AR EOEREWICT 2 50 mL 2Nz CThT
UFARXL, ERLERERICABRT D, FonAREEDYE, 7T N oEINA TER
12200mL &9 %, ZOKAZIEMIZ 4mL 20 E L, 10 wiv%iE b7~ U o AE#KE 50 mL
Nz, HERETF /L 50 mL & (V25 mL T2 [EHR & 5 R4 5, iR SR b
Vo AEMZTHAKL, BAKEET N o L2 AR L2, 40°CLL T Tk L. 5t
ERET D, ZOEREMIZTE R RO n-~FH 2 (4:1) 1B S mL 202 THENT,

2) FEi
O BJE, U, FEE, REMOCHEXOLE

TF LUV TIVN-TrELV YL U BT NI =H T A (500 mg) (27 & R
KO n-~FH (4:1) RIKI10mL ZFEAL, MHKITETS, ZOoU74821) T
BONTRREFEA LR, 72 b RO n-~FH> (4:1) B 10 mL Z3FEA L,
MHKIIE TS, TR ROAZ =L (4:1) B 2mL T1) THLIZEEN
Ao TWeFaZ W, BERE SO H 7 DMTEAT H8EE 2 BV KL, SHI1CT
TR KOAZ 7=/ (4:1) B 6 mL Z1EA L, IEHR%E 40°CLAT CRefE L. I
ERET D, ZOREWE AL ) — VB L, EMEIC2mL & Lo b Oz slBREsiK &
T %,

@ KEoLE
a TFLYITIVN-TabEAT IS Y BTN T I a~ NTTT 4 —

TF LUV TIV-N-Ta LU b U SV =H T A (500 mg) 27 & B
RO p-~F 2 (4:1) JRIE 10mL ZEAL, WMHIRITE TS, ZOB T A1)
THOLNTERAIEA LR, 72 oK n-~FHr (4:1) BIK 10 mL Z7FEA
L., MHKIIETS, 72 ROAZ J—b (4:1) {BiE2mL T1) THLLZ
RN > TR a2V, WRAE SO T JMIFEAT H8EE 2 BRI L,
SHIETERNAKRAZ ) —v (4:1) RIR6mL ZFEA L, WK% 40°CLLT Tl
M L. WA BRET D, ZOKREMICTE, Mo KA K 7 —/b (1:25:75)
IR 3 mL 200 2 TR,

b 79774 NI—Ro BT a~ T TT 4—

TI7277A4 NII—HRrI=77 2 (500mg) IZFXWE, MU HOAF ) —1 (1 :
25:75) IRIK 10 mL ZEA L, EHIRITHETD, ZOH T Al a THOLNIZERE
HEALEE, X, ML R OAZ J—)v (1:25:75) R 7T mL Z3FEAL, 2
Wz 40°CLL T CIEME L, RIEZBRET 5D, ZOEREWE A X ) — ) VIZIEMEL .,



EMEIZ ImL & L2 b D& RBRIEIKR E 45,

6. MEMOIER

ROAERESL D A K ) — VIRIR &2 BUSFHEL L. £ N Z U LC-MS XX LC-MS/MS [ZHEA L,
V' — 7 EE XL — 7 WL TREM A BT 2, 7ol RIEICHE - TR 2 5 L
T2, RSO EEY T IEEEH 0.01 mg/kg (THH Y 42 ARBR AR IR 1 0.005 mg/L T
BV ZETIEEET 0.01 mg/kg (ZAHY 95 FRBREIR TR 1L 0.001 mg/L Th D,

7. TE

RERIAI 7 LC-MS X LC-MS/MS IZIEA L, 6. OBREBMRTRYVOEEERD D,

8. Merdilin
LC-MS XX LC-MS/MS |Z & W iR+ 5,

9. HIESRME
(i)
T F T BTN IR SV N 2.0 mm, & & 100 mm, KL% 3 um
717 LIREE - 40C
FEFE : 0.1 vol% e - 7& b= U /LI & OV 0.1 vol % FREIRHE (1:3) 7°56 (1:1)
F CTOREARE 20 73 TITH,
A A AT — R : ESI (+)
T A A (m/p)
LC-MS : 229, 228
LC-MS/MS : 7'V —H—A 42228, FuaXr hA42 57, 43
HEAR :5ul
TRFFIFH DO B2 12 53

10. EERF
0.01 mg/kg

11. BESFEH
1) ABREOME
RO ZdlBlnb 78 b Thl L, RE, BRAORITZEOE X, BJH, THELAD
FESEFITT & b= b U VR OMERRIRIR/ A~V > B X 0 B L=, BEfR— T L IZis
BT 5, RUNOGEIZ=T LUV T I VN7 U e U B 5V =05 AT,
KOGEII=F LT IV-N-7a eV UMb Y BTNV I =T BT T 7 7 A
K=K I=h7 A THER L%, LC-MS XX LC-MS/MS TE & & R T 5 1L T



5,

2) EEMR

O FoUid, =F Lo PTIV-N-Fr ALY Y AL =8 T LRI
T BEREECH LT B o RN n-~FH 2 (4:1) IRIEA~DEIRPAT0372728,
BaWIEE L THEADIRKR L 22560305, Db, WHEEO T v &k
ORAZ =) (4:1) B THRIFZYED, EIRE DT DMTIEANT DEEZT 5 B
N5,

Q@ WUNDREEM TCOROBRENRTRRGE. 77774 NI—RU =0T A
(500 mg) (T K AKFRAZBEMNT D LRV,

@ =F LU TVTIVN-Tube Uy U7 =0T LRERE OB,
LC-MS (MS) HIEIZHWLBEFI ST 2R AR+ ThY ., 72, FYUIE
T R= N MCHT DEMERA 0 THHZ b, RYUVBERBIIE-E L TH
KOFRERDBENH DN, AZ ) =N EROIUT DR T 5 2 e, &)
BRISIRIT A & ) — VIR & T 5D,

@ KR LC-MS HIET, RMEBERBRHIEH Lo A A 2L FITRd,

EEA Ay (mk) @228
EMEA A2 (m/z) : 229

® K@ LC-MSMS HIE T, RBRERRERHICHEH Lo A A 2L PSR,
EBATY (mz) : TV —Y—AF 228, FuaXs AL 43
EVEA Ay (miz) : TV H—H—AF 228, TaX s~ AL 57

12. &3k
L

13. ¥E%

C



BIHE 9

)T EA NRBRE (BKED)

L. b e
)T HA R

2. WA
S IKPEEW)

=
as
HOEEER R Hgs T & msikik 7 v~ ~ 277 7 (HPLC-FL)

4. A, WK
WITRT HOLAME, BAID 3ITRTHDOEHND
J NI H A RS, RSN S D,

5. REBRIAIR O
1) it
O AL T, B F. I, BRI HODHE
0.0 glZ5 vol%MEfR20 mLZ N A, IRET 5, ZHIZT T 100 mLE A, &E
VA X LT, WEIART S, AR EOEREMIZT & F50 mLEM A THRED A
R LTtk LRt AERICABT 2D, GOz AkEGhE T, 7% b CIEMEIZ200 mL
LT 5, OB IEMEIZ10 mLZE 43 HL L, /K50 mLM OWERZ0.5 mL& % 5,

@ MEO%HE

#BF5.00 gl25 vol%MElE20 mLZ& %, IBGT 5, 2T E F 100 mLEM%, ARE
TFA X LT, WEIAET D, AR EOEREWICT & F 50 mLEMA THRE DT A
A LTt%, LRREFRERICABT 5, BoN A REGHLE T, 7& o TIEMIZ200 mL
ET D, ZORIED D IEMEIZ20 mLZ& 7B L, /K50 mLA OWER£0.5 mL& % %, ZHiZ
n-SFH L 20mLE MAIRE 5 L, KEEZZIT 5,

2)
F I BTNV Y BFVI =HT A (1,000 mg) 1, AF — KOS vol %k
BR455 mLANERIEA L, MHEITETS, ZOHTLI21) THONEEKEEANLE

%, SOICHERE, KKEOAZ 7 —L (1:50:50) JBIKI0 mLEiFEA L., JEHIKIZE TS,
WNT, FiE, KEOAZ J—)L (1:5:95) JRIKS mLE7FEA L., BHIRICHERR, KKk
OAZ ) — (1:5:95) {BiRZIMZ CIEMEIZS mLE L2 D& BRIAIR E 9 5,

6. MEMROIER
I UNTH A REEYES &1 vol%liElE « A & — VERIRIZIAMRE L C100 mg/L & UAEHER R &
T 5, EHEFIKZHEE, KM OAZ 7 —L (1:5:95) {BIECHAIR U8R 2 Bos5R8 L .



FNFHNHPLC-FLIZIEA L, B—7 SiE I — 7 ML CHEREZERT 5, b, Kk
VZHE - CTRRBRIAIE 2 L U 72556, 3ABHH0.01 mg/kg 2 FH 23 2 5 BRVATR H I £ 130.001 mg/L
ThH D,

7. E&E

BRI A HPLC-FLIZIEA L, 6. OMEMR T/ O ~T XA ROGEEZRD D,

8. Mk
HPLC-FLIZ & Y #3895,

9. MESME
(1)
Frtbas  BORE AR AR ik R365 nm, a0t £515 nm)
NThFTETINT I Y SV NER4.6 mm, & S 150 mm, R FHES pm
77 KIRFE : 40°C
BENFE : FER, KEOA X 7 —L (1:35:65) R
HEAE 20 ul
RFFRFE O B4 : 1057

10, EHRFRS
0.01 mg/kg

11, HEFHHE
1) BBRiE O
I UNTHEA REREN SEERRERME T T & b R U, BERGIZ A~V o e ClilE
Bo AV EZT NI ALY U AT NI =h T A THE L7=% ., HPLC-FL C/E & MK OHERR
THHETH S,

2) HEEA

O T HA NERERIZOWTIE, MENRHOR LD L LeRn, ATARERYE
AT PSRRI 2395% L EOREAE L 23 BRICH WD Z EMEE LW, 2, /¥
NTHA ROIMIIE, /o ~T XA R (CsiHuOpNSy) & L ToOREEZERE (V1)
T L, lug Oifil) 1&, A o~TZ A R uglZfH4 35,

Q@ AT HA REIRLETH DD, RBREAEITHECONTITV, it AR
R ITHRRRT 2, 22k, BEHERIKIT, 0~4CRIF T HMZETH 5,

@ HEEAE ISRV T, RS 2 BEFE OB T OMAGEWIC X 0 REFR IS s A
CAHZERDD,

@ FEERSE
(1)
Frtas - SO ERRR AR (i K365 nm, 06 K515 nm)



BT LTI e Uk Y BV 4.6 mm, & S 150 mm, BL T3 um

717 LIREE - 40C

BEME : 72 h=FU b, FEREKROVK (950 : 1 :50) {RIK

EAE 20 ul

REFRERRI O B4 957

® FREREBAFIFCRF L& KO - B5li. WO - 98, 45, S0, 5
RE ZO, LUAKRIEBAD

12. ZE3CHk
2L

13. E%

C



