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- \/;,\N/lk/s OH o\/'\ J\/S

0 \O/\

(I

7 \A\Nk/s OH OJ J'l\/s

v

(I (Iv)

2ﬁﬁ@ﬁaﬁﬁﬁﬁ@E@%ﬁ%ﬁ@%ﬂ%ﬁﬁwﬁﬁﬁﬂ:@%WT IR

S1. K 3-FRIL VIR 5 U FH FL G T Sl , B3 IIANKOH, T-65°C ~85C 2% 14 T [ml i di
R Bi5h~8h, 15 57 A FF B i AR 0

S2. 5K FAD-HAE N S PR R B T AR 0 AT -1 3 40, 45 DU R 2 Ak S A AR AT A2 4, R4S Y
Tl e R R B e T 1 b i

3 R AR ZL R 2 ik i) 46 7 v2% , HARAEAE T, DRSS TR Bk 7 PR P B i 3-Si JE TR TR
SEACHI BE R L N1 :1:1~4,

4 AR EESR BT 57 VA R B e 0 D 7 o % S TR R R TR N e S R/ B A A )
o F o

5. —Fh 5 0 F B N THJa, HRFIEAE T, /& AR ZL SR 1A IR 57 79 FF B e - M i s
SE NS L e ER

Y I Y - VS N3 NG W71 = X 1 0 e = R N = B e o | S
EEAMEE

T URNELSR S P 7 7 R B N L SR ) ) 5 5 i, AR IEAE T, B an 1 2D IR

ST BRI E R LA IR 5 74 A B f T 2 PR =R 4 i T W S R e s
VBT JE 15 B TN PR B T P P S A

S2 AR AV TPBSIE M IR G 51, SRR VAW K D IRS AT/ e T FH AL
&%ﬁ#?@wﬁﬁﬁ%%%meﬁ¢mmmm@&%:u:mmmm AT B RER
5

S3 R 0 I T R R SR R VA R 49 B B B O R O R PR S R I &
HIRS2FTIHR G IEWRR , T-4°C N8~ 12h; Jo N 45 R J5 P IR 3h 2% vhit i A , B A5 21 5%
HOE i N TP e

8. MRA AR ZE R 7RI il 46 732, AR IEE T, i ik iR 1 5 7 I R B MR s
(1) JBE R SR L 1 : 50~ 100, — B 3L B Bk B AR R B 10~15% .

9. — P 5 A H G 22 e B PR , FLRRAEAE T, A B BRI B R 556 ik 7 A H e A T
PURE I ENY), TR S G 24k 515 31

N
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—MRRFERFUFE ARG EEFEEE
ARz A

ARG
[0001] A% BHES Ko il 22 A ter il 5 AR T, B Ay, 98 J— Fer e Y B e PR PR N
THUEAGUAR R il 2 TR AN

EEEAR

[0002] SN H E iz (Metolachlor , MET) & Bl SRR w7, s2 FR I H Al 28 = Al & i K
MR EF 2 —. B REWATER O, F NS F 1, B, B YRk R ik =Bk
RN 1 3 B SR AR TR, W E AT TR IR e T R IOR 2 7 R P RR, — PR AE
e i Rac—24, X AHIR) , H—FoRS—HIRL =5 (S-8Y, X A& HRIR) ARYE £ E AR E (US
EPA) %1143, 5 A B B A A CAR 2, NI AEBUE ) i

[0003] CLAWIFL RN, S-A HRac—HY S P FH AL GO0 i A4 78 25 B 27 7 I AFFE AR R 22 5%, 491
T, A T S TR R o) R Y SR I AR B 1 R SR S TR R R (150 ~ 10045 o IS Ak 24 32 22
F& 18 I B 1 MR RO AR [ B B R BR T 2GR PR AR I AE T AR 7 A BRI R 1
IRA AT IF A P A o T A 24 AR i M AT P FL A 0 sz 3 , 0 R AH B PR B o4 L
A B P ARIK S L AT B I AT

[0004]  H HifvH e ¢ A HH B JR () A I 7 v 32 A T /= 43 (Thin Layer chromatography,
TLC) i R A3 (High performance liquid chromatography,HPLC) .S AH{A i (Gas
chromatography,GC) \ il Mass sepectrum,MS) T 7% o i 7 €0 1575 R B EL UG s =i 4%
TOURH B Vi v RN AU €0 Tk R O v N e R A, S H AT e S T R R ) S B B
WA e BT, A ol T AR BE %, A WU B AR 1y, X S N B3 B b B B K iy o 0T T B A
M, A8 EIRTTVEARE 56 A HEA I S 75 ZAE B AT L AT A AR T G o
TR LA IR L R AE A R TR SR s, ELORE AR A Al B R AN R IE F T R E AR
Ry ar N o DRT I , 27 222 S BT 14 24 ) S A S A AR PO A D D 5 22 1) % HH AR S TR ) T 2 e
(ZNIET NN

[0005]  H FiHRIE ) 22 NHUTHE e 7 A B L HUAA , AR LR IE HF Pk p & o7k, ok
FERF B AR K AT A o

RAAE

[0006] 7 HH LAt ke RO B 1) RBU 150 A B R B 8 I 4 88 3 TR AE R AR 7K~ B
AERAAS I 5 P9 R B2, O 1 SR BRI R AN, SR A — i S oA B B R HURL, DL
PR -5 B A B 1) 5 R N T D G 2 i 1) 5 P R S 1 S A R 22 e B AL
A%, BE R A B8 X 73 AN TR 0 7 P Y e e it A, ) Pt 22 A PR I A Rk e 1«

(00071 A B R H 2R — 57 9 H S T B

[0008] B 53— H AL TR M6 E 38 5 3 S TR TR il 46

(00091 A WIEA 55— H IFE T SR 3 St 7R PR Jjg TP A 0 D A 46 57 TR R R N I
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PG/ BT I R o

(00101 A B 75— H BAEF 52— Fh 7 o H SR N T

[0011] B 53— H A TR M 134 S 7 R R Jl N 70 L ) 25 s

[0012]  AK B 75— A BTS20t —Fh S o L 2 ok ik

[0013] RSB oy — B BOAE TS Bt b3k S 9 R 55 10 22 B o A £ A 28 A 00 S 7R PP
X AR PR 7 g R L

[0014] Oy v P EA H I, AR W Rl LR 5 & %L)L;‘?I)”EI’J

[0015] 7 B I I F-PEAE X 57 7 R B AT ARt AT 3 00, 45 B4R SLAR A AR AT £ ), BT
VYR S Y B T A PR DOZ A PR S B B AR ) A (N P D S e st
e (R 57 1 S T R B 22 S R AR 5 8 DRIEAT R X 20 AN [R] 1) 57 P P S Jr o A, 6F % 1 1
FEAR 547 el (s AR -

[0016]  [AILE, AS e AR SR RS — S 9 Y B g PR PR, BT sl (D Bros i 2y 145
1

= 0 T
/O\/ﬂ-'J\NJ\/S\/YOH ,o\/fLNJ\,S\/\H,OH

b/\o ©“°

[0017] _
s \/f;\l\l OH \/(g J'l\/s
(D
[0018] I S T R R T e SR A 8 T EU\#WEF'FEH&%XT% @Eﬁﬁi’) HHEN

i (3-MPA) ijmifu  H— 36 R PR OMPA) , BRI s~ 28

[0019]  S1.¥43-FFENER 7 FH B GA T B, RN KOH, T-65~85°C é%ftFT P
P2 N.5h~8h, 45 7 T F B IE AiT A= 40 5

[0020]  S2. >R FAD-HAT:H 57 TR F B J A7 AR Db AT T e 47 43, 13 DU P S Ak S F AR AT A2 40, B
CLEE RS vS TN B R S

[0021]  flrideth , 25 BRS 1H FIridk S B TR B 980°C | s N [T B[] SA6h

[0022] Rk, B IRS1Hh ATk e A F Bl 3-SR A R W L AL A B R R b 1011
~4,

[0023]  FEfLadeth, A0 URS1H ik S5 74 FH B L 3-SR B AT IR S S8k A ) R /R S = bl L 1
36

[0024] A BRI SRARS b S P R B i T - D £ 1) % S R R B i N 0 B A/
PRI

[0025]  —Fp RPN FE B N TH0 5 (IMPA-BSA) , & B Fik 5 7 R 25 e e i R S 30

5
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EREHISEEN

[0026]  ffRikHh , BTk #iAk 8 o 2F s B AR (BSA) BONIE SR A (OVA) .

[0027] AR BHIELIE SR ORY BB S P F B i N T H0 R i il 46 0732, dE an T AP B

[0028]  S1.¥ bk 5 F B FHE PR SR A T T R B GA I8 S
JE A 31 N Y Bl TP~ P VAR

[0029]  S2 Kk ik B VA TPBSIE M IR & 3 5], A3 3R R AW B D RS 1T 18 =

FH B8 e T~ 0 D A V0 o 28 B B I AR B VAR, T -4°C 100 /min 2k 1 T B
TR

[0030]  S3. Wi — WP fi& iy T — R 5 FE G e st o 5 49 30 10 Bl — S0l 5 R A 406 1 100 912
N2 RS2 AR VAT T, T-4°C RN 8~12h; I .45 o J5 IR IR £h 22 i & i , BRI 45- 3]
S TN H B i N T30 S5 aRS—-MMPA-BSA . aRR-MMPA-BSA . aSS—-MMPA-BSA . aSR-MMPA-BSA

[0031]  fltizHh , 2B PRSI H BT IR S B2 IR Bs (] 9 9h,

[0032]  fRikih, Frid#fat B 5 7 0 W S i M PR 1) B /R &bk 9 1:50~100, —
BB RZ ) AR AR BN 10~15%

[0033]  EEfRiktth, FridEiAE B 55 W g T HUR M BE R g N 1:65.

[0034] AU BHIETE K OR B bR S T Y B Jig N e JSR A 1) 6 A R B Jje 22 e B A v 1)

IR
[0035]  —Fh S A P i 22 e B U4 5 2 oo S oA PR R N L R S s FE AR S
L/NIRCEA SR

[0036] bk S P4 AL 22 v R HUAR ) il 45 07 v, BB HE DL R AP IR

[0037]  FH A W S R AT AR M B A 65 SEAR e A AR AR IR B A B B R AR RN Thi R
T B HTIE 22K E e, 7 AR 500ng/mL I N THUE R 5 & BV TR & AL, W1k 5 5
IR T8 MR G AL S S, 5 I i S 2 48 S0 % R 5 o IROAS 52 Ve R FLAL 5 S )%
e TR, BRR IR B2, AR IR S B 78 1. 2mL/ A s 85 TR S % I 55+ R SR AL, 5K 2%
PR — B PRk A AR B A e TN Y B Jf 22 v B AR

[0038]  Jr 1S PN HHY L Jig 25 ot A 0 A4 ko HRT B A 24 ) 14T Aan MU ) T Cs0 73 701l 9128 . 89ng /mL
13.34ng/mL.27.07ng/mL.5.68ng/mL, Kf 57V 5k « R Ay, BEPR IR A R X 73 AN F] 1) 7t 4 H
BTN IR A, 25 TP AR 2 B A I ROR

[0039] PRIl , AR W SRV SR ORGP 1 3R 53 P PR 0 i 22 o e e A 7 ) 28 A W0 5 AT PR S o ke
A i) i S A

[0040] %% BH IR SR ORI — Pk Wil S5 PR HR S Jla oo i A () X0 8, i iR 0 4 Bk
P B T p S A R B N T AN/ B T B 2 e BE AR .

[0041]  SILAFARAME , A EG LT A 28808

[0042] (1) A BH T S T8 e S TR R e i b5 3B 2 TR I 7, 15 21 B s P -9t S
AT FAEIR 53, P75 YA SEAR AR T S aRS— aRR— aSS— aSR-MMPA , 44 J5 733l 55 £ 4
WA AR THUR X 4R N TP 53 70l e 2 1 3R BOGT BRI 2 e B , 43 21 1 44
FrUAAR Ko X AR 24 3 AT A IR T Cs040 1 928 . 89ng/mL . 13 . 34ng/mL. 27 .07ng/mL.5.68ng/
mL, 47 PR 0 R, T TR I PR I, H T R S R T

[0043]  (2) AR IAK /N T RNH I 53-5IENR RN, R —2 kNiZERI 433 H

6
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AT/ Y= S (BT = WANe i TR

B (E135¢ BR

[0044] [ 1957 A H R AL AT AR & s B A

[0045] |27 57 A B G AT A= P 3w o0 &5

[0046] &I 375 57t TA HH B G T A 470 4 v T34

[0047] |47 57 A R B g D0 o N 0 JE 5K A 6 0 T 2
[0048] &I 579 57t 74T Y e i 1] 43¢ 56 S BL T SABRE i £

B A

[0049] "R &5 A ihd BH 15 B Pl B LA St 9 5 A e BH AR HH 0E— D M VR ) IR S T i S e 51
R TR R, HHAE T PR e A B (136 R o 1 3 St 491 A B 4 7 R 38 3 e
PRULEA , 9008 BT s B fdt B0 PR R 5 anJe e R 508, D9 ] AR b a8 4245 20 1 1)
A KL o

[0050]  Sijitfl 1 57 P FR B g ~F- i B 1) 5

[0051] 1.5 H B9 R I Ak

[0052] /NGyl bR e 2 B N B Lo, B S R G0 R

[0053] (1) #%0.4g[P3-FMIENER (3-MPA) +1g (Z1mL) 5 P4 B i N 21 %45 50mL £ B 11
[ JEREHE A 28 J5 N0 . 66gFTKOH ; 7EAE IR i 83 (80°C) HH [RIALHH +1: /2 ¥ 6h s

[0054]  (2) R 2 EATIZ, BERR 2h s il s S E RS s e F 570 « &R e N =K , 5%
e IEC N : OFR OFR - BEFRIZARAREL 92:1:0. IR & S5 VT

[0055]  (3) e B 584 fa » BT 2 £95mL, IR A 73R =F s I D& 1R £ B8 ¥ e B 5
YR TR 2B VR G WLAR BN = F3A , 7K A FHHC L f B pH 2~ 3 )5 , 2. iR 2. g %6
HY I s FNa2SO4 )5 Lh, W VA4 JiE - 22l fiii Vi

[0056]  (4) ¥ 2MT A T ot AT B B PR I, AN Ja e i, 084 s 1Al B GR TE 1 Ti
ZOMA N2~ 3ATHLAE R A (B0~100H) , i 28T, BN T8k 2K 5 S Il A 9 0N 4 Bk
(200~300H) , = FE LI AT 21, FEIINIRBR 7= 40 () REL Ak JEO K 5 2 1 N Wl ot o 380 4 1
e N e IEC e : TR ABE UKL =80:10:1:b. IEC i : TR AT VKL TR =
40:10:0.5;c. IEC Kt : LBR LG : K28 =20:10:0.3:d. IEC. %% : LB 4T KR =10
10:0. 15 i JZHrad B AT TLC mUA M W S B, KA 7 W ) A b WA & FF S R N e 280, 1737
‘Clie7%, 2hfig T, 13 207

[0057] 2.%E

[0058]  f S N H Bl bt R b AT S R MG AN T 4 e

[0059] AL iEAZRALE 40 : 'H-NMR (400MHz ,CDC13)

[0060] &y 7.18-7.25(2H,m,H-4" ,5 ) ,7.11 (1H,d,J=7.2Hz,H-3") ,4.16-4.20 (1H,m,H-
5),3.67-3.76 (1H,m,H-6a) ,3.45-3.49 (1H,m,H-6b) ,3.27 (3H,d,J=9.6Hz ,H-7) ,2.87-
2.90 (4H,m,H-3,4) ,2.65 (2H,t,J=7.2Hz,H-2) ,2.53-2.62 (2H,m,Cy —CHz-) ,2.25 (3H,d, J
=9.2Hz,C5CHs) ,1.25 (3H,t,J=7.2Hz,Ce —CHs) ,1.15 (3H, t,J=6.8Hz,C> —CHs)

[0061]  JREELE LU :EST-MS:m/z [M-H] 352.2 (C1sH27NO4S) »
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[0062] Py & R B R G sl SRR Ho D, D& rs 21 55 4 F Bl B R AT AR &5
¥o

[0063] s fp22f- i JF 4R 4 I % e

[0064] 1.2 HHIHR5

[0065] >R HHCHIRALPAK AD-HF-MEAF% 7 oA H B G AT AR Mgk AT 4 40 iR BAH IE L e« 1 -
Z0%=90:10:0.1, & lnL/min, FE35°C , £ 220nmAb BEAT 46 I, 35 43 3% & 4n B 2 7
[0066] 2. XFHRAARH) 4 5E

[0067]  FH MG MDY M HLIR , 43 I HC B I mg/mLE R - K FChirascan[&l — € 3% gk 47 )
5E , FE190~300nmAb $348 , 77 5% 1nm, 25 3 Inm, SRAERS (8]0 5, FREXSLIGECDRE B . F @ i i 7
BT AR BT B , S2I60 5 5 B R R L an B 3 BT, 8 R A S HE UE IR A < RS a
RR,aSS,aSR.

[0068] Szt 5|3 N iR & Bl M 4 58

[0069] 1. NTLHUER AR

[0070] (1) MERAFRENS . Smg 5 P4 FF Bk, ¥ 2000l — H 2 FE I e (DMF) , AT 5

[0071]  (2) ¥¢10mg4- MiE 1 22 (BSA) JOIAFI1. TmLAIPBS (0. ImoL/L,pH 7.4) H1, ABW ;
[0072]  (3) ¥4 .22mghik — W R& A T-100uL — B 3L F ki (DMF) , NCHR

[0073]  (4) WAV IABYR , 8 J5 22 123 INCYR , A i #i , —4 °C ) ¥ 9h;

[0074]  (5) FHMEIRER M BUE T IR , B R AR, IEAT 45 R 5 49 1 e 5 0 R e N Tt
[0075] MR AR 2% hik (0.01M, pHT7.4) :NaoHPO4 « 12H20 2.90g,NaCl 8.50g,KC1 0.20g,
KH2PO4 0.20g, J125 5 ¥ 7K E 45 221000mL

[0076] 2.%E

[0077]  HY_FIRA R N THUR AT /A4, 45 R a4 FR

[0078] = A Bl \BSAFIN TH iR 73 A idEAT 25 41 (200 ~400nm) F9# %5 7€ , Hid 1S LR
IR IS I 2 W ) e s WG AE RN T R Wi s ith 26 5 3 ik i B B B AN [R], BSAMYAE
280nmAb A FFAEE , Xf b =3 i £k n] 7 R AL 8, WOE B s R P ) 2 Rk B SMMPATR &
E AEERET -

(00791 Sijstif51]4 55 P FF et Ji 0 B a1 22 T P AR 1) o) 2% S 4

[0080] 1. PUMPS7 A A ik 22 v B s i) 2%

(00811 FH 7 A S Jig 1) DO A N 0 i S 38T 1 == K R, #4:500ug /mLI N THLJFIE R 5
LEMEFNRA T, IR G 9% 5 35 IR 58 Ak AR A LAk 5 S , 2 Ja I o Ga 2 14 FH 4o 7%
Ji 5 35 IR T2 A T FLAL J5 S8, SL % TR, BRI B B2 F , Rk S e Rl &N L. 2nl/ A 26
RGP Ja SRR ML

[0082] 2. TN H HJiZ 2 webEhuikaifl (F IR IR e %)

[0083] (1) HWARIMIE , fE4°C&AE R, 10000 /minBs > 10min, PR ITIE ;

[0084]  (2) HY LAARAAM) o I3 5 2R AR S R 3 22 phfl VR & (pHA . 5) , IR BHE T,
NIEE18, f & A 7500 IF 18 /mL A I3 ;

[0085]  (3) iR FEIE S 30min, 4 C ik 2h i H IR UTIE s

[0086]  (4) 4°C 444K, 10000r/minELr10min, Z2 R UTVE «

[0087]  (5) IO 1/1OARFRIKIPBSZE ik (0. IM, pH7.4) , FH2M S EAL AN HPHET . 4, 11 H =
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ST YUN A

[0088]  (6) UK#S T F30miny N0, 277/ mLAC Ak B e , A He pli 45 %6 1 FIIE W ;

[0089]  (7)4°C#f1l1hbh FJ5,4°C4AFF,10000r/min 2 10min, 7 i

[0090]  (8) YLyE FHPBSZE 3k (0. 1M, pH 7.4) WEEIEHENT =K 5 EN1E .,

(00911 Sjsti 515470 7 A HH B et A () EL TS AR N

[0092]  1.ELISAK I i%

[0093] (1) KfRac-MMPA-OVA N T-Hi )5t FH A4 VA6 BE 220 . 25ug /mL I BE , £ 9% 96 FL I b
B, B FLIIAN100uL, 37 C il B i 74 ;

[0094]  (2) 7 LB, VeIR2IK 5

(00951 (3) BEFLANA 120uL3 PH W (5% Wi la Whkn) , 37 CEfH13h;

[0096]  (4) F LW, FH, 37T°CHET4 H 5

[0097]  (5) FHPBST 1:16000%H: % 7 4 BL % 22 Se & Pk , 5 = 9 R B IGME TR B: &2
10000,1000,100,10,1,0.1,0.01ng/mL;

[0098]  (6) 447 IN50uL S P F B JE A BV (= 41°FAT) , FEINS0uL B BT R BER FL , 7E37°C
B E40min, Y5k

[0099]  (7) BIANZEPT% —Hi-HRP (5000F5H5F) , 37 CiR & 30min, Peik5IK, #AH ;

[0100]  (8) M Stk £ 10min;

[0101]  (9) IIAB0uL 10%H2S04Z% 1l [ N7 , FE7EA50nmAL 52 HLODAE

[0102] 2. k& ik

[0103]  aRS-MMPA-BSA.aRR-MMPA-BSA.aSS-MMPA-BSA . aSR-MMPA-BSA %25 BT 18-t {7k ] 422 3%
FrELTSAbRHE it 22 a5 s

[0104]  H.ICso% 5 N28.89ng/mL,13.34ng/mL,27.07ng/mL,5.68ng/mL.

[0105]  #& PR (LOD) S~0.86ng/mL,0.85ng/mL,0.91ng/mL,0.22ng/mL.

[0106]  TC20-ICso%y M4 .18~199.67ng/mL,1.57~113.61ng/mL,5.18~141.41ng/mL,
0.44~73.02ng/mL,

[0107]  $iaRS-METHi4& % aRR-MET,aSS-MET, aSR-MET {1 3¢ X W 45 5 2. 94 % ,
27.96% ,4.75% .

[0108]  $LaRR-METH /A XFaRS-MET, aSS-MET , aSR-MET[ %2 Xz W % H0.42% ,0.68% ,
1.67%.

[0109]  $HLaSS-METHL A& % aRS-MET , aRR-MET , aSR-MET [ 32 X .3 A57.25% ,5.27% ,
1.2%.

[0110]  HTaSR-METHifEk %faRS-MET, aRR-MET, aSS-MET {128 X Jx N 45 5N :8.67% ,
23.48%,4.35% .

[0111] W ARVE T3 2 o B BT AR L 25 () o B XLk 84 , AR HraRR-METHU A4
R & R AT, T FH A RS2 0 AG DU, Fo AR BT BE XS B T M X AR AT X 4

[0112] &5 5 AT . 24 Ui B IR A2 5 DA b St 49115 FH DA 158 B A4 2 BH 1) 45 R 7 8 T %o 4 8 BH £
50 B 110 BR A1), Xof T A A 3 ) e RN SRR, AE b 1 B A BB I At B3 W DA
HEARFAE R 82 5 , X BT/ Ik BT 5 St 5 20T BA 55 2% . FLAE A KR B 1
A AN 2 P BT A AT AT A8 4 58 ) 8 8 AN e 3k 25, 25 B 5 70 AR R I SR SR ) A 9
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/"\/LN)K/C /0\/LN )J\/s\/jfm

I
0
/\)L EtOH/KOH
.
T HS OH 80°C 6h

metolachlor 3-MPA hapten:MMPA
K1
mV i
K H#FACh1 220nm S
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