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LBk K3, 5- & -4- IR IR I 5, FURFIEAE T, Al R 2P 3R

Cl Cl Cl
i CO, /@\ LDA f )
X Cl LiO,C Cl HOOC Cl
X=Br,|

B3, 5- R RS H PR G B IGER T 5 he AR sc e, bl 5 A ALBR SN
BAEEREFMFAET , DA AL iR B B, 15 313, 5- 5 -4- H IR IR .

2 ARIE B ER IR — Bk & 3, 5- & -4- AR R I 7 V5, AR AEAE T ik
3,5- A FKIEH 3,5 “EMARE3, 5- A,

BRI B ER IR — Bk & 3, 5- & -4- AR R I 75, AR AEAE T - ik
AT LI R DY SR i 2 - F 2 Y kg

4 ARIEBANE R IPrR —8iE & i3, 5- 5 -4- AR ER U7, AR AEAE T ik
e B ATk B R IR T R R R R

5 ARIEBURER IR —Bmik & 3, 5- & -4- AR R I 75, AR AEAE T ik
T 8 N = R

6. ARIE BRI ZR 1R — Bk & 3, 5- & -4- AR R I 7V, AR AEAE T frik
LA 1738 B AR — P T B Y )

T ARIE BRI R IR — Bk & 3, 5- & -4- AR R I 75, AR AEAE T ik
3,5 AR AR B AR L AR A A e 5T LDAS FR AL R BE R L 910 1.05-1.10:
5.0-6.0:1.05-1.10:1.10-1.20:1.20-1.25,

8 ARAEAUH EE R 1 - TR — TUTIR — 8L & 3, 5- 5 -4- HIE R IR U7 i, FURFAE
T B EAF R AR RS N EEAT.
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—iRIEE K3, 5- 8 -4- FEXRRI X

BRARGUH
[0001] ARV o —5midi i3, 5- — 5 -4- WIHER R ITVE, & T A& BB AR .

EREA
[0002] 3,5- —&(-4-HIEKHRE, JE L4 HFR:3,5-dichloro-4-methylbenzoicacid,CAS:
39652-34-1,3,5- 5 -4- FEIR HRAE AIAE 2 AV IEHAT fU E 20 40 TR EE 25 a4
TEARZY 2PN R ARt T2 N S K B B FH AE 8 TR 771 3 U 5 2 v [ A S 40000 3, 5 -
T4 R OR R R ) A PRI B M P B S e R AR, DR B IR — ol R DR R T R
FEH TP 1L OB AN T, G0 B R S RN 5 % S TR B e AN %) 7R A0 A, B TR
W BA B K5 7.
[0003]  3,5- —5(-4- WA IR & 71280, Horh 2 M|US5254584, 1993, AfRIE & %3,
5- R -4- WA ZRHRR ) 77, DL H ORI N JEURL, 78 — & e i 55 b 5 & A S ARG ol
5. PSR A, AARA A FAM, HERENSSE, aE e, B RES
AR D EK, RS R 2 =S TR T T, 2R, B mbd
— R A, R ST AR

AICI, cl cl

[0004] Q/ _Ch %
HOOC
HOOC HOOC cl

[0005] ik [European Journal ofOrganic Chemistry,2006,#19,p.4398-4404]RiE &
3,5 & -4-HEIKERR A 7, L3, 5- AL N JFURE , ZE DA R — HE I S A% B
Hl1F2,6- & -4- WU 2R, 5 5 e R IR AR IR 38 6, 5 Al (R B 4593, 5- —
A-4- IR BR A E 27 VER R, XT3, 5- ZREMURICR R R, 5 SRR A — 3 (H
HIE NS0 T3, 5- ZEURFRRANS , 55— P LDAIX 43 BEAN &, S RLE5 A, IUFEHPLCAS I3,
5- " -4-FIIEEOR 52- I IE-3,5- AR LU uT7 /23 de B R FRAR OV T
FEFANR

Cl LDA Cl BngJ\ Cl

[0006] /@\ Dimethyl sulfate /@\/ &. /@(
I Cl | Cl HOOC Cl

(00071 Bt5xt b3 iy 1], R A s BT RORT IR 5 AL 20, SR 3, 5- SR SRR, A
R 224, e TAVALTEOR, AT 2 H a3 K 737 755K

RAAE

[0008] Dy 1 Su e IR BOAREREE , AR WISRAL T A G RS, 5- A -4- SR RN S
e

[0009] A3, 5- & pa A% A, AR N bre b Al 5e e 5 SRR S L, 56 fE AR 8

3
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FIAFLE R, SLDAFI B4R R s 37, 1533, 5- 50 -4- F LA R o A 0 BH S — B v 1) 4%
BRAERIE, S0 R T AL Ge & AT v2:, B AR 22 4R B,y /b K& SR /K R 55 75 YL 1) I i, 82—
WEA RS, 5- & -4- R KR, R PR A AL BN rT 49 3] 4k 298 . 5% LA 7=, HLZ4 i &
=0,

[0010] A IFTIR —Fmik & 3, 5- & -4- AR 5%, BFE I T P 3R

cl Cl B(CgHs)s Cl
CO, LDA
[0011] )
X Cl LiO,C Cl HOOC Cl
X=Br,|

[0012]  ¥43,5- —& = K S5 AWIEFNRA , SRR T 5 e R 2 4, bl f5 5 Ak
N B AR B FAFAE N S LDARTFE Akl e B2, 19 813, 5- & -4- AR R .

[0013]  gE—20Hh, 7E LR E AR R, FTiR3,5- &K Kk H3,5- ~&MIRE3,5- =&
TRIE, i3, 5- R

[0014]  gk— P, £ FREIARTT R, B A AL ik B VU 000 52 - F 2R DU R
[0015]  gdk—2PHh, 7 FIRFORTT b, Brid be B4Rk B H A A L R T B ARV TR Bk
1E SRR

[0016]  ik—h, 7E bR EiARTT b, Bk A€ 7o = 2R B

[0017]  gE— D, 7£ FIRFEARTT E b, Fridk F A BRIk B AR R — s Al HH 4o

[0018]  #E— D, 7E LR AR T R, Bl 3, 5- &0 A bt 2 A Ak AR e
) RN RS S AL A BE R LA 1:1.05-1.10:5.0-6.0:1.05-1.10:1.10-1.20:
1.20-1.25.

[0019]  ik—2Ph, /£ Bk EIARTT Rrh , BAMRE S R R R T T

[0020]  JREHA a8 R

[0021] 1.5 VAR RE ISR, FEm At XA B LB 3 A8 R ARG, D RS
R IK o

[0022] 2. iZ L2 e AAFAE T, LDAR &AL B 3 — , X3k B8 1 vy , [ B FR AL B AN 5
Az R R AR T4

[0023] 3 RH—HiG i, RGP IR D, fa A ER TR H, 15 217 5T

E{ASTHE )

[0024] T3 3 LA SIS 2 R B A0 S S 1 I A T 5
95 YT AS T B A 9 0 A0 B 2 B 7 A T B O B2 S, AR AT AR B
T LS 2K 5 D P 4 0 A5 0 5, 50 2 A 4, L 5 R N A 5 R 2 sk o R 2
[0025] 3,5 4-4- LA PRI &k

[0026]  Sifl1
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B(CeHs)s

[0027] _ G0 Dimethyl sulfate
THF THF
Br cl LiO,C cl HOOC cl

[0028] S ARY T, A NI A NS, 5- IR IK22.6¢ (0. Imol) A1 PY S W 180mL , 4
B2 -80°C, # MR -70~-75°Cighn2. 5MIE T 248 1E L be i 42mL (0. 105mo1) , % &
PR30 708 BN AL SR 24 . 2, RS2/, BRI R 218 THIR 22 -30°C, I
=R LE25.4¢ (0.105mol) , R M1/ JE , B iR 22 -70~-75°Cii fn2M LDA 57.7mL
(0.115mol) , LM+l 22 -20°C ) BE0 . 57N, Fif J5 Bl 22 - 70~ - 75 C i IR — Wi 15. 1g
(0.12mo1) , ZZMBFHIR 2 0°C , MK INEE R 12g F10 . SMER PR Y T pH=1-2, IN AMTBESi $}: ,
B E KM & A, A A WU, GBS TR, R IR 45 A WA, I AV B FT
K, vE, T FI3,5- M -4-FEEFRR 4. 2¢, 8 %69.3% ,HPLC 99.5% . 'HNMR
(400MHz ,CDC13) :12.78 (s, 1H) ,8.04 (s, 2H) ,3.98(s,3H) .

[0029]  SiZjstifs2

B(CeHs)3
Cl n-BuLi Cl LDA Cl

[0030] __CO Dimethyl sulfate
THF THF
| Cl LiOZC Cl HOOC Cl

[0031]  HAMRY T, A NI N BEANS,5- & ZK27 . 3g (0. Imo1) A1 PY S MR ME200mL , f5
2 -80°C, ¥R -70~-75°Cii hn2 . 5MIE T J:48 1E b i ii42ml (0. 105mol) , 1% 3 u
W IEFE30 78, I T0K24 . 2g, [ Bi2/N, AWM N 218 FHE 22 -30°C, II N =R FE Al
%¢25.4g (0.105mol) , B 1N )&, BRI 22 - 70~ -75°C i in2M LDA 57.7mL (0.115mol) , %%
P& THR A -20°C 0. 5/NE, Bl BRI 5 -70~-75°C i i AR 2 — Hfig15. 1g (0. 12mol) , 4%
PR Z0°C , AR IR INES R 12 F10 . SMERER A T pH=1-2, IN AMTBEFi ¥ , i B 70 2 , /K AH
TR AER A AU, RS, R IR 4G A VU IO RS T IR, g, 1S
F3,5- " -4- FEIEHER14. 8¢, I 72.1% ,HPLC 99.7% .

[0032]  SEjiifs3

B(CeHs)3

cl n-HexylLi cl LDA &l
[0033] __ B . Mel
THF THF
Br cl LiO,C cl HoOC cl

[0034]  ZSARY T, A IR N RS, 5- ~GIRA22.6g (0. Ilmol) F1PY 5 RN 180mL , #4
iR E - 70~-75°Cig N2 . 2Mik AR I O e R 50mL (0. 11mol) , %3 FE i B (N 4 #3073
B, IONTUK24 . 2g, [ BL2/NE, AR T R 12 THR 2 -30°C, I = 2R ZE il K225 . 4¢
(0.105mol) , e B 1/NE &, B3 -70~-75°Cgn2M LDA 57.7mL (0.115mol) , 2212 i
F-20°C 0.5/, B B IR 2 -70~-75 Cg A 417 (0. 12mol) , ZE1&THE 20T,
WU INBEFR 12 F10 . SMAR B A T pH=1-2, INAMTBESE #F , 5 B0 )2 , AKH ] & S &
B, A HA U, R T8, VR AR 46 A HLAE , N A RS T 2%, 198, MEF18- 3103 ,5- — & -
4-HEORHIPR1T . 6g, U #%85.7% ,HPLC 99.7% .
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[0035] il

B(CsHs)s
Cl n-HexylLi cl LDA ¢l

[0036] _CO Mel
2-MeTHF 2-MeTHF
I Cl LiO,C Cl HOOC Cl

[0037]  EASARY T, A R B N FENS, 5- &R 27 .3 (0. lmo1) FN2 - H 35 U & 1k fRg
200mL , 34 il 35 & - 70~ - 75 C i N2 . 2MIE & 41 1E S B8 A 50mL (0. 11mol) , 1% Va4
PEHE304r B, MM TIK24 . 2g, RBE2/NEF, BRI N &R ZE -30°C, IIA =R L0 Kt
25.4g(0.105mol) , e N.1/NI i , P IR Z-70~-75"Ci m2M LDA 57.7mL (0.115mol) , 218
THEZE -20°C 8 0. 5/NF, B 5 PR 2 - 70~ -75°C i Nl 1 45218 . 5 (0. 13mol) , 218 TR
Z0°C, MK INEE R 12g M0 . SMERFR M T pH=1-2, 5 B 50 )=, KM & T 20, & 97 F
MUAE B BB T4, VR IR 4 A WLAE , DN A BRFT 2%, i 8, ME 15 3103, 5- & -4- AR
215, 4g, U8 %75.3% ,HPLC 98.9% .

[0038]  SEZjitifsl5

B(CeHs)3
Cl n-HexylLi Cl LDA Cl

[0039] _CO Dimethyl sulfate
THF THF
Al gl Lio,C cl HoOC cl

[0040]  ZUSARI T, 1A S N FENS, 5- — SR A22.6g (0. 1mol) F12 - FH 35k U & Wk iR
180mL , $2 Hil R - 70~ -75°C ¥ hn2 . 2M1E CL L4 1F CUe i i 48mL (0. 105mol) , 12 FEE Vi il Y
HE30 3 B, I T-UK24 . 28, )R B2/NB, BUAIR T ZA8 THIRE 22 -30°C, In N = 2R FE i e
25.4g (0.105mol) , S W 1 /N i, B 42 - T0~-75°C ¥ ILDAS7 .7 mL (0.115mol) , %15 F+ik
F-20°C MO0 .5/NE, BB JE FRIR E - 70~ - 75 CHR B R — 5 15. 1g (0. 12mol) , ZZ1& THE
Z0°C, MK INEE R 12g A0 . SMERFR M T pH=1-2, 5 B 5> )=, KM & T 20, & 97 F
MUAE B BB T4, VR VR 4 A WLAE , TN A BR ST 2%, i 8, ME 15 3103, 5- & -4- AR
FZ17.8g, Ut %87.1% ,HPLC 99.7% .

[0041] DL B Jlrad , AN A B LA 1) L Ak St T =X 5 (HLA O BH B O 4906 B I AN R BR T 11
FRART ZAZE AR AR GBI HAR N G E AR R B 55 B ARG BN, AR B8 A BRI R T7 58 e H
R AL RN DL SE [R]85 8 B e, e o5 7 AS R BH ) DR a2 Y
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