£ioM

BRI RS R T -25-

B R

ARk SR R A AT T

S I

M) 7 A 2

RER®

(I ERREENIEHE,WE FH 464000
2 KM AR M 450001
IFHERAEIL T AR AE M 464000)

RE.U-FHEMm N, S @AM, AR 2-R-5-AF R, BT 252 W8 &% W5 R 5

ot dimk,

WETEMRE REMHE. FRREAECNSEESRNRENE N, HAWETEMH IR M 'H NMR $4 77 %

Bk,
xga| :3—$§“&%;“&Enﬁ;ﬁﬁi;ﬁ’ﬂﬁ
RS %S . TQ453.21 XRAARIRAG A

M R kB R H AR BRR G SH T 80
FRAFBRDHBA TR EK, WEEE
W4 E A B IF R A R — R
R Z 6940 = a0~ 38 B X ik g8 mk #9 BF ) 28 40
FoamBE BRIEARE — A g4/ 5=
BRZEZEAEHE - TRLKXEMNFE, Mok
B, X B2 BRSPS R, % B R B T g R R,
FHMRBE, FERF—FFEYRAFE 5 R
A& E R E WS, E Rl 5Ok A A 7= KO A
AET FBRIR, MRmkE - B8 KE
AHEF, HEHAEHN Imidacloprid, k% % FR & 1-
(6-F-3-MEBE R E)-N-FEE Pk 2T Bz, k2%

ZE R
— ™\
cl CH; —N NH
Q N

N_NOZ

it S R R B e

(HWHEESHE®
e
cl CHCI + & CH; N
—Q HN NH a ~ O\ g Y
N\Noz 0,

EER .M (1969.7.7)EH R LB S LB 28 A I #
EHW, EENFRBGRPEANERIRE,
FERBRRA

XEHS 1672-8114(2008)10-0025-04

(2) k¥
Clo@—CHQCI + NH,CH,CH,NH, CH,CN c|~<i/>—(;nzNH(;Hchzm-q2 BrCN
N N
c:—@—cu N_ _NH —NOs, cr—(}cn, No _NH
, — -
\ N o hd

NHHBr N--NO;

(3) 8%
HN
>=NN02 N My, FN/\—_(\NH + m@—cmm —%ﬁ%—

t
Rote!

N—NO,
N--NOz

(4) %5 H L%
= HzN solvent
C|~<Nj/>—CHZCI + H2N>=NNO2 —_—

- -5-FHFEMIEHESRTE
(1)2-F F-5-F Fupne R H
NO,Ci

H,N CH z ¢ -
2 Q 3 el IOC H,ClI

(DIN-FE-N-NHE BN FR
0
=\ H: /g_'CH3 HCON(CH,), S0,C

(3)3—F Hnfk ug K R

CI—@—CHZ —N/:(—\NH

N—NO,




L ¢ @ 1%

-26- Chemical Intermediate

2008 fE% 10 #4

CH,Cl
O O O e
Em ”TGCBQ o

ukﬁ@ﬁﬁﬂ

COOH
CH(OR), CHO CH2CI
= e =

RO "N cl N

2-RA-5-AHFEMENAERTEEESH R
B B AR R A RL 3 Rk 0 b FOR B |k
FRERN-HALEER, XEFENRELE
2 R R A B S mBCOy R, RSk
1580 5 B B 7 i P B R JRURL , 7 B 4 B
B ERESEREMNER AR, WA ETE
MR R, RARO T ZHERS R 2-A-5-K
PFEMIERXE, 2-F-5-AFEMIEES LA
BRGMEMMEREREM PEA, b TLoEsHF
HTEWNERE, HEMEAA YRR ER
MR, AN H AR BT T B, RS R,
Rk — B IR R RS Tk E B
RS EHERUESE,

1 KBS
1.1 HA SN

LEERRARLOAN X-4 BHEFRERE SR
W A (R B I R B IE); 78 B Heraeus 24 8); X #
3t 3% & 3% Al Bruker Avance 500DMX #% Bf 3t 4 {X
(TMS W45, ¥ 7 A CDCP); IR A FT-8000 £L 5}
Y& % (KBr FE A);PE-2400 BT R B 3 4 #r 4.

- MEASRTHE S48 8. |
K 2-THETEERmL . KRR, AL,
Z0E VBT Z B, R A e Ak 2 A R
BREEHERA EBLFANLE,

AR BEMEE R

CHy CH,Cl
() ==Y
= catalyst
N cl” N

- [\ KoCO;4 - [\
CIOCH;CI + HN NH —CE—P CI—‘<j>—CH2 -—N NH
\—7 N T NS N

-~

N
“NO;, NG,

1.3 TR R
1.3.1 2-E-5-EHREMERNTHK
# 13.6g(0.146mol )3~ ¥ AL IEHE T 142mL
B _FEEF, MA 1.48mmol BEZF T .
1.802mmol = & 4k 5 .0.26mmol B , 15 IR W ¥ 0

o, BB, 7 170CHE A # X 1.314mol , #
-WEMBEERZAFTREREIRI, &5
& 6h, =i, KB, WESE, SR
HEEREH, BA4EEEM 2-8-5-2F &t

B, WX 56.9%,

1.3.2 MHWHER

WA EWGEE S BRETABRRE
3B I OB R 0.12mol (15.89g) 2 2 W &
WM ST 6.19g EKBRBREF . & AL4E, 0.086mol2-
A-S-FHFEMIEMA 16.8mL ZFEF, MAER
RAL,%H JEBREEGRYR, FRLEBZHESR®
REESHBBERERLEN, SEREEH
, BEBEREN, HEH/ CERNBRER, X K2
BELS,REHAYit Rk, ™ *F 92.6%,

Z£RMITie
o-Em-5-EHAEMRESREFHNEL
211 #RELEFICEPRIE
MEIRUES BEERKAHEME M, KR
SR HYERILKT 9:1 B, R WERETRE,
H, N1 BREAEEN,
£1 VERENERHER

PEECE 7.1 81 9:1 10:1

WR/% 392 536 56.8 552

KR E 170°C, BB (8] 6h, = BB A #ELF
2.1.2 fE4FAKEERE

AL E AL N EmB K, —BRER
WHEANEFREATFREHRRESEBEELD U =81k
% CZEASE B RS &AL R N4
hH, BAEMESARNPEELERNRE=ZR
i, BRERETESS &S FEREH RN
HEERA, RIEBRMFRREAN, #ITHEE
B ZERME2LFRR,XRERA U=ZAEEGH#K
FIER &,

AT RN LR

P
3l FeCl; SbCls FeClyl, SbCly/L, CuCl/L, = nﬁfj&{/h

M 35.1 364 1.7 538 526 56.9

PER I .n(EX):nB-FHMIE)= 9:1, KNBE



108

R A R B A BT T 27

170°C , R i A} [A] 6h, = 5 B & L

2.1.3 K KA 8 3 i 2 0 % g
REEEEEHEFREE, A4S RERE

BERT NEE, BhAxse mREKK, EE—

Sy R Rk A3, £ &4 i S R |

KHERELZNOE =Y, B &5 5 E 2 oh B2

i
% 3 K KL B ) 34 0 3K B W

&F’\.z/hw g 3 4 5 6 8 10

W% 372 548 55.2 56.9 54.1 36.2

BE/RH .n(ER):n(3-F EMIE)=9:1, R NEE

170°C, = R B S #4LH

2.1.4 BREXNWEARIE
RMBEMEMEIEE, BEXKAER

BIR BT FAEEE, MR AL, MRERS

Eosla#—FRAL, ERBELY, &R BRE

i, Bt 170C RAEMRALBRE, '

£6 FEMENEEAERRA

PANAE) 4 5 6 7 8

W% 90.1 91.7 926 91.4 90.5

FEHBEHE nQ-8-5-FFEME)nQ-HELR
KM BE)=1:1.4, R I B 8] 6h,pH=10, =R E &
AL
223 AEpHEMNBEHEME
KIF pH B X e 4 & w3 7
#£7 FE pHE K EHEMW

pH 8 9 10 1 12

x4 BENHRENRE
BELC 150 160 170 180 190
& ) 437 503 56.8 55.3 514

BEIR e n(FR) :n(3-F Z ML IE)=9:1, [z I A []
6h, =R E & #ALHF,
22 MHEWMARFENHRL
221 HHEEDUENEIE

—BBEAT EEAENEm, RS,
BUYREERT 11406 KRNEHWRER, KN
WS FHRER RN AEHRE EE®
BIH1:1.4 BEAEW,

£5 PHBELENKEHRR

YRR 1:12 1:13 1:14 1:1.5 1:1.6

W% 90.3 920 92.6 92.3 90.7

& R B[] 6h,pH=10, = A & & #E L7
2.2.2 [ KB Xl R R

TR R IR B BT AR R BB AR R FE R R
T RBLIRE R AT, BB A e Xt e 3R A B mi
%6

MK 6 T, RMATRIGE , R A EL, KA
BRI E, R ERARERE KMAERMT
e, BILEBRERERA 6h RAEF RN AE,

W% 90.1 917 92.6 91.6 90.2

FEREE nQ-8-5-FFEME):nQ-METE
Feokmebe)=1:1.4, KM BT[E] 6h, =R E G,

AR pH fE, AR 7 7T LIE H 3 pH=
10 A EE,

AR KR — AL SN, M T R A 4 ik B
B EMEMFAFMMERL, F3F L C-H WE#
BB R468, MAEALHEC-HHEREAN
357, WA E LW —IMEREFHEEHEBMA, FE
FEIATHAKBRXMERTFE,EEHFEL C-
HAE BWMEHEZIEX, T-PHEANRAETRE
FHLE, ATHENERFESANAHE FIEN
N, fRAFALMATRELSHMNHEFzEER
K, X FPEME R BN LK EA8RF
B L B, F O, {8 49 B X A2 i AR S

T= Y5 RAE

7£ 'H NMR &+ L 6% 42 5% 8.72(1H, -
CH-N=),7.786(1H,-CH=C~-C=),7.562(1H, -CH-
C=), 1.98(2H,-NH),2.89(4H,-CH2)”C NMR %t
RSN,
123.981,130.917,141.167,147.984 ,148.395 ,97.82
7,42.375,162.817 , FELSM%EIEH IR (KBr EH)
£ 1343.51.1295.86 At i B — 4 -C=N B 45 IR 5
FRAE 0%, 7E 1392.28 4b 4 B — 4 nit o 3R 6 48 3R 3h
FRIEVE , 7F 1164.70.1084.67 &b Bl — 4 C-Cl M
FERBNFIMEE, TR . ZWEN N32.61%,
C37.26%H,3.85%,012.41% ; L H N N32.62%
,C37.28H%,3.88%,012.4%,
3 &ig



X ¢ Q4

-28- Chemical Intermediate

2008 ££56 10 3

BN ALBHRHETHEMKHEE™ 2-4 -
S-REEMLE, UFHBAMBHEERZ, MMUEL
THRAELRE BHERMAGBRM, BT T 4ER,

3.2 BHERML RS R R BRE. R R R
ARG, REEFRM,BETRR, BKTR
A RE TG, FETFT Tk,

33 ABMREARERSTEL, BERN
BB, AR T REEREEHFEESE .,
BEfiE BB EMLA,

e E ¢

[1] ElbertA,OverbeckH,IwayaK,etal . BrightonCropProt. Conf —PestsDis.,
1990,(1):21.

[2] KakuS;OkabeT,WataiT,etal.JP,93178834(1993).

[3] Minamidal,IwanagaK, TabuchiT,etal.J.PesticSci.,(Int.Ed.),1993,18

(1):41.

[4] W09104965,1991-04—18(CA,1991,115:92-085a)
,W09424124,1994-10-27(CA,1994,122:31341 (d).

[5] EP425030,1989-10-27(CA,1991,115:13-5921q)
,EP569947,1993-11-18(CA,1994,120:134302c).

[6] EP652215,1995-05-10(CA,1995,123:19-8826y).

[7]1 Soloway SB, Henry Ac, Kollmeyer WD, et al. In Advances
in Pesticide Science. Part 2, ed. H gessibueheler, GT Brooks
and P C Kearney. Oxford : Pergamon Press, 1978.206-217.

[8] B/ 2= EAR Mk i& RBF5T[)). KL T,1999,2:8-9,

[9] E R R W& XA, & RE Raf b ioks & 8%
R #5,1998,37(10):11-14.

% H ¥ . 2008.07.02

Study On The Synthesis Of High Effect Insecticide Imidacloprid

Lu Yang Tao Jingzhao Zhang Zhirong

i(Office of Organic chemistry, Xinyang Agriculture College, Xinyang 464000 Henan Province,China;

Chemistry Department of ZhengZhou University , ZhengZhou 450001,China,

Henan Province FuBang Pesticides Chemical company)

Abstract: Imidacloprid was synthesized by reacting 2-nitroiminoimidazolidine with 2-chloro—5—chloromethylpyridine prepared

from 3-methylpridine as raw material by photochemical chlorination. The influence on reaction temperature, reaction time, reaction

ratio and catalyst was investigated. Its structure was characterized by elemental analyses, IR spectra and 1H NMR .

Keywords: 3-methylpridine; imidacloprid; synthesis; chlorination.
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