2006 545 37 B 1148

(#F AL T

CECHE S 1006-4184(2006)11-00009-02

1 o B S B L R R 2 Y 1 %

VAR (I RARGFATRNE, #ix BN 325008)

M E.

VA 3—R—2,2- WA RBLRA RA, BB FRE

EASRF AR, S ik 5

70%0A L, KRR Fobdpsk RohF ik 2 BB e b E K 5] 95% Ak
K@ 3-R-2,2- = FAOBE; FBESR; R & 0K

hESHS . TQ457.2

WS 2R — Fp R R | TR T e A 2K
BEWHRTRREN, X BRI R (FMC
Corporation) ¥ 1983 1 %6 FF &, 1984 SEHE L,
WK clomazone; R fh&FR Command ,Gamit; H
ftt % ¥ A Dimethazone,Command 4E fenoxan I
FMC-57020; FICEAE A RVERE; BN

2-2-8FE)-4,4-—PE 3-FIEMER, CASBR
54[81777-89-1], ﬂ:*%é *’J"Qf:‘]

o

B SCHRCOHRIE ﬁiﬁﬂ«ﬂﬁﬂﬂﬁﬁlﬂkﬂ:%%i
BEWK. —RUSSEXHENRIRFR, 2851k,
I A RS AR BRI R TR
REMFEW S B R, BERNR T 5
A A 3-E-NQ-EFB)-N-F& -2, 2- &
AREREIRANIRE R 5 i, ORI, i8I 0ELk
E?ﬁ@lxﬁulﬂkﬂ:o

— SRR 3-8 -2, 2- " HEFBE
jbﬁﬁ%ﬂ,,xmw ZiE N e I A= T
LARERD RS, BN TSR RK, B
BRI GRS BIERE, RS, B—%
Bo TR GRS . (B BELR B A SR = 7E R
&G TES S, SBFERRN SRR FE
W, FATERILPERAIE R 5 UBRLR , B AR
R MRS FER, BT ERME K
S R e TR 0 2 Pl SCHRHRE B 86.6% T B 95% LA
L WERIR R 70%, ZrtifAd P ubEa | Rl A=
At SE Ak B LI B /IMAK I,

e B 19, 2006-05-24

NEKFRIZRD: A

Ay — e —
0K — G

1 AFISES
1.1 AF

(SR 98%) 3-8 -2, 2- _HEREE
(&8 98%) MBEAF(ER 99%), 2 E TR (&
&’ 99%) . = FEFEEEEE ' 9% T,
1.2 {43

LC-10AT B! AH 15 (X \PEI60S BY 4T 4 51
1% .HP6890/5973 GC/MS KX F{X (5 & Hgilent Co.).
Avance-300 R IR{Y (Bruker Co.),

2 SCIGENS
21 3-8|-N-BEE-2 2-"HEABENAHN

#: 500mL PH A MAANA 53¢ £hEEERRE 7K 115,
0.12g ZEL B RERH , 3 shBt | ¥ B B # il 7 20~
25C, FEFEIRTELTEME IR 50%8) NaOH %
WA ERE) pH HAE 70-72. 7 LRBET, F
GIRIN 69g 3-8 ~2,2- “HERELE, T 2h WiH
5, SRIEHRSERM 1~2h, BB HAE F 50%
NaOH %W TR Z 4 pH (B7E 7.0~7.2, RN
Eiti, FEREBRNY 3-8-N-E&-2,2-—
BB RERE , & BN 75%(HPLC), R 85%,
22 44-"HE-3-RIZWEMNA K

13 500mL P SRR, A2 R A BIE3 -
F-N-F2AE-2,2- I BERE 47¢,9K 175g, T8
1, THRE 40°C, 2R 5 , 18I0 50%4 NaOH 51 ,



-10-

ZHEJIANG CHEMICAL INDUSTRY

Vol.37 No.11 (2006)

BRI pHAED 8.820.1, A BUAE TV,
NER2E5, F pH (iR E, BFRHBETE 40-45C, K
B 3h RV, FEZEIRSNT 18h, SUNER B EIH 44-2
RE-3-FIEWEALDE FTEEAT TR,
2.3 2-2-MFHE)-44-—HE 3 -REWEHHAR

¥ R RNIBEIRIBSWINME] 85C, R 5
A 2.6g ZFEFERLEM 52.8; A EF,30min
nse, FARBRN Sh, REMERZE 35C, BEHE,
HETEAVARMAREHATITBIK, BERBE
B3 2-2-FHFH)-4 4-—FRI-FIEMER, S8
80%(HPLC), ¥i2E-&11 W2 87%,
2.4 F@ES

HEASSEBA L RV ERIR FE R
d(E R 80%)F , AR IE, R MM 45C,
PPk 3h, BHBIEER, F 50%8 NaOH W H A ZE
pH 8 8.5, B AE B 46H, 1 pH HEE, R
3| 85C, iR 2~3h, FJ 90CHUKIEREMK, B
BiK, BEIEEN 85%~87%H) F USRI M, ¥i%
[RMHE TR LS AL, AT LB EIS BN 90%~95%
A bR SRR IR, RN 95%,
3 EF

- ERARERIERER AR T TR RA K ZY

WEBRABHAT TR, 4 = R EET=200t
RIERFFZ, TEWAE . WA 1500L Brb R4,
P& 2000L ARG S RNE, AEmERER, B
RN EER 85%, HAMEBGERESITIERY
87% NEHIWEA 95%, BMEN 70%, FT4-R118 3
BB 90%F1 95% K BIFREIAL i) RIEEL R 25,
4 ZER5HE
4.1 SEHIRAE

ISR A LT LTINS Tl AR
W, IF SRR R e SR SRR S —3,
BHIE T H45H,

IR(em™): 757(s, K3 8ca), 14T3CER B LIRS,
17029, Yo, 3064(m, PIBERZTRTHE), 2969, FIEE vardo

MS; 5 FB5 Fli M*=239,

'HNMR (#%#] CDCLy),8 (ppm); 1.268(6H, C,iH;,

CuH,),4.022(2H, C,H,),4.845(2H, C;H,),7.251-7.358
(4H,ArCH,C;H,CH),

BCNMR (& # CDCLy), 8(ppm);:21.56(Cio, C1), 42.67
(C)),46.43(C),78.89(C,), 126.87-129.50(ArC;, Cs, Cs,
Cy),132.84(ArC,), 133.32(ArCy), 174.31(Cp),

4.2 RERBERRAAENERE

HTHAAR RN =YERER G TS 7k,
AARNEYNREAEREERATTEHRER
N, E , SBBARR N EAR, RE 80%, &
FERIN 3-[Q-FEE)PHEE]-4,5-" 544 —
R RIS - [Q-EXE)FEE]-33-—FE-
2-B-NABEEE, RATRABAEAEN T, FE
R, 3-(-BEE)FEH]4,5-28-44—
BRIk 4,4-— B 33— FIEM R FN4R 4
A, SR AT ATERR R TR A A R
B, Bk BRERR T =R, IR T =i,

| ]
%—o Hel Pg;o . l
O-N O=N

o - o ¢l
‘p—o’\é _ Hol A\T:T_OH . Cj ol

R AL Rt R AR R R AR 4 R B
87% , FA 1T Res AL T, RS B 95% ) -4
BRI RIS ERRZ (

&2k

(1] AR ER I E BT A MR G TFAMACT . Rl i
hiAt, 1989.534~536.

(2] AT RZ & FHHM). 20 FE . U0 A AR A , 1999.
852~854.

[3] Chang J H.Herbicidal 3~isoxazolidinones and hydrox-
amic acids[P].US 4405357, 1983-09-20.

[4] Guiducci M A,Levinson M ILProcess for 2 -[(2 -
chlorophenyl)methyl] -4 ,4 —dimethyl -3 —isoxazolidinone [P].US
4742176, 1988-05-03,

[5] Chang J H.Herbicidal 3—isoxazofidinones and hydrox-
amic acids[P].FR 2483406, 1983,09.

[6] Gerhard R M.Process for air-oxidation of beta -acy-
loxyaldehydes to beta-acyloxycarboxylic acid [P].US 3251876,
1966-05-17.

Preparation of Clomazone Technical of High Purity
ZENG Zhong-wu
(Zhejiang Heben Pesticide & Chemicals co., Ltd. Wenzhou 325008, China)
Abstract: clomazone is prepared starting from 3 —chloro ~2,2 ~dimethyl —propionylchloride by acylaﬁon,
cyclization and condensation.The total yield is more than 70%.The purity of clomazone technical is up to 95% by
introducing anhydrous hydrogen chloride gas into the crude product and then Cooling it.
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