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Villige LB B XBPEE2,5 - —PFE-I4- “ZHEEEM4) ZB&2,5- _PE-4-
B -3 - ZBEEES(S), 4 KBABEND 6, BHHEX23.8%.

1 X8 -

R HAEE, & U8 XLC- 1 BB #UE A M, IR RIS IR - 450S B EME
(KBr JEH ) .'H NMR i FX — 900Q B 2 f: 4R (X Wi &, CDCL, R #M, TMS d A $R, MS B GC/
MS - QP1000 B {1 VG Autospec— 3000 BRI Fi (Y M., HBHE IWY - 11 R BB ES
B(REEEMEFURLALE). ZBEMES AEFTALT £™8 AR EHl,
34-—ZHE~-2,5-228(2)

ATHROHECREEFEEA, 2 LRBEE TS CaC, TREMNERLEE, AR Pt
6 (HFE Smm, TN 2. 5(4em?® ) BB, 10 A SOmL XE/K R, 2¢ KI, 1g Nal, ZBEPIMR(1)10g,
FHBER OC , BRBE N 110mA/an?, T 12~ 16V HNEREETFTHOMBEE, FHTHR
B EAHO2SF B ER IS ZE, (BEN JREGESIER, FRSEHLK) . REXE
AW, B3R, R 1M /) NayS;0, ##(10mLx2) #t#k , CHClL (15mLx3)2K B, K NapyS0, F
#OEERR A CHCL, B HEREHEA. SESNELRTEEINERAZRIE - 2HELR,
B85y BEFRREE 2, TE-5%,m. p.193~194(C ([i'?) m. p. 189~190T )o up,: 3450(
8 OH, br), 1620, 1030em ™', 81:2.05 (12H, s, 4CH;CO), 16.70 (2H, s, 20H,D,0 35 % 14
%, )ppme m/z(%):198 (M™,70), 180([M-H;01",86), 165([M - H,0 - CH;]*,100},155
([M-00CH;]1*,13.2),99(29) .
2,5-"“HX-34-_—ZHEMN(3)

19.8g ( 0.1mol ) 2 # 150mL #,50mL Z B Z M ,2.5g W P HEBBB S, F Dean— Stark 247K
AP EF 2he, WHE,BA 2N NapO0; B E LR~ & MAKKS EEHOHA, KEHLR
ZBE(15mLx2) REL, & HA M FH XK NaySO;, THR IBERS, HHER, SRESEEF4AIL,
IGTERE - ZBRZER(4 :1)%MRB 16.9g BEHRER 3, PHE 94% ,m. p.77.5~79.5 C (lil!3!
75~77C ) o Van t 1670, 1575em ™ "o 8:2. 40(6H,5,2C0OCH; ), 2. 43(6H,s5,2CH; — Ar) ppme m /=

(% ):180(M* ,67),165([M—-CH,]*,100),147([M— COCH;]*,9).
2,5-“HE-34-—ZHEEEMN(4)N2,5- —RAX-4-ZHE-3- ZHEXERN(5)

8.4g (0.04mol) = ZBBEFE T 15 mL CH,Cl, . TEK S T #E 34, %m 4. 8mL 60% B9 H,O,
(0. 10mol) , i E 48, ¥ 5. 4g (0.03mol) 3 # 20mL CH,Cl, BHBIS B A A BB T, S
30min, EMR AL 2hr, B 2% B9 NaHCO; % Z ¥, 2 AN, KB CH,CL (5mlx2) K, &
HAYVHE,BEK NapSO, TR BELEN, ZUYAEREET UL E, REA TR - 28
ZBE(5 :1),81LE1 2. 260 4 MMLEP 1.8¢ 5,

&M 4. SERER.FHF 35%, m.p. 83.5~85(C o v 1680,1570,1170em ™", §5:2.
42( 6H,s,2CH;),2. 52(6H, 5,2CH;C00) ppm. m/z (%): 212(M*,75),197([M - CH;]".
100),153([M— CH;CO]",25). ®48EFE, MEHE:212.0678, i B H:CpH205,212. 0685 ,

tEY S BEERRAE,mF 30%.m.p. 71~72C o v 1680,1670,1575,1190em ™'y &4:2.
43(6H,s,2 CHs),2. 48(3H, s, CH;CO), 2. 52(3H,s,CH;C00) ppm,. m/z (%):197([M+1]*,
17,196 (M*,100),181 ([M— CH;3]",42),153([M - CH;CO]*, 33),139([M - CH;000]",
16). B4rHEFE, E 1H:196.0728, 118 & C,oH204,196. 0736,
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2,5-"PE-4-EFE-2H)BWE{6)

4.2g 4(D.02mol) 5 5%& NaOH 40mL B4, 7 N, £ T R 24hr, H CH;CO0H P #!
EhiE, HOMBE(30~60T) - ZBE(2: 1) HESER R 24hr, #EOEAT K NapySO, T4, M ER X%
A, REYSEESRITE, AG MM - Z28(5:1) 3,18 L.S6g A ENAERM AR
SABRTER . BAEGEY). =R 62%,m. p. 74~79C (1it!"173~78T ), vpue:3100,1685 em™ 1,
dy:1.45(3H,d, J = THz,CH,CH) , 2. 28(3H,s,CH;C=C), 4.50(1H,q,J =THz,CH;CH),6. 7(1H,
s,OH)ppm. Fr8 GRS L/ HM, -

2 ER5ite "
2.1 XTF1rERERK
LR ARR—BALEFEE NaH(Na) - L - ZBERPHERF2 Y S EEMRBREO N —
(Na), L, Z8, B AH —RRER K, BTN A2 —Z6RH, 8 Stephen A. N. 28, AA
T HE LS M RO BB ] L B EETE KI - CHRON R & b e ik, (B350 F Z Be A MRS 48 K -
SHTRAEHMRE, RITTZYEEFAAERNERBRAIT THR(GRNRFR), BB KI-
CH,.CN #F ZEBEEBEE T 1 ERFHRER, ED T KIEZBPHEME K, BRFEER /D, -
SR, DRAABAEURREAREE B THEEEWARENRE, FEET RHHE
Bk, BRIONARNAOREABZE, WAL R Nal LE KB KFFE, BE TR, FHR
FEHEREARE, PRERERFH . E—CHEEF T, ZEERMNF I, CHEREET -
FEESYHAREBE TS AMENGR, MNEPHERTUERL BE BN . AREELHE
BARAMNER, BERE, AREEEE, ARANART, BREDK . HETEN AREET -
LR AL M R AR RER, S8 LRAAR AAEEENREREA KL
— Nal N @5, SEAHEN, ABBEE - 5~5CZN, A RFEE 100~ 110A/cm® Z [, -
¥1 ZEAMERRBRESHMER
Teab.1 The conditions and results of electrolytic oxidative coupling of acetylacetone
Entry BAREE T i3 HKHEE RINEE F®

(C) (mA/om?) {7 } (%)
1 ~20 KI - Nal ] 110 6.7 87
2 - 10 KI - Nal i 110 6.7 85.4 -
3 0 KI- Nal ] 110 6.7 85
4 20 KI - Nal M 110 6.7 7
5 4 KI- Nal E. 110 6.7 &5 -
6 60 KI- Nal B 10 6.7 47
7 0 KI Z 65 10.3 o1 -
8 20 KI ZH 110 6.7 77
9 0 KI~ Nal | 110 6.7 89
10 0 KI - Nal Gl 110 6.7 33 -
1 0 KI— Nal Fd 3 110 6.7 3
12 0 KI- Nal B 10 5.4 81 -
13 0 KI- Nal T 55 12.2 89
14 0 KI- Nal Wl 220 1.0 ”

SN 10g. WA KI 2g,Nal lg. . E;KI ¥ 2.3, ERKI % 1g,



http://www.cqvip.com

£ OO0 http://www.cqvip.com|

B A7 #H i ¥ 457

*xF 3 Ha B EH Baeyer — Villiger ¥ {0
3 WA RMERS, ol Rk E B AL B 2 34T Paal — Knorr 363848 3, ERIERE,
{118 TsOH Fik, WK IF . 3 9 Baeyer — Villiger FAL ¥ R RICHRIE, RN B Z. 8, SR8,
PR, B T PR 3 HTREMA EARIRNE. XTERH THMN I MERSE TR
EEmHEER, fMRELERTEEHA O ESZERS MAWES T ZBEE T Ak %A
CF;CO:H J5 , 38T 35% MY 4. M8 5% EHHER R EHiL. A B3 —4-8l=%. &
- HBEEEYRE 3 HHIEATY 5. 5 BA CFRCOH/CH,CL FALLH 46 %510 4,38 4
By B Ak 48 % . WIRBEH—H RN NEG RE4NTRETES., FRERFERE
- BOEEREC R, EREE SRS, NE IR INTEE TR, RS WAL, K
2R N5 Oy — B LA o R R BT BT 2 o ’
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- Synthesis of 2,5 — Dimethyl — 4 — Hydroxy — 3(2H )Furanone

ZHU Hong— You, LIUFu-Chu*, LINJun
( Department of Chemistry « Yunnan University, 650091 Kunming, Yunnan)
WANG You~ Chu
( Kunming Institute of Botany, the Chinese Acadenty of Sciences , 650204 Kunming . Yunnan )

Abstract: 2,5 — dimethyl — 4 — hydroxy — 3(2H )furanone has been synthesized by the electrolytic
oxidative coupling of acetylacetone followed by Paal — Knorr eyclization, Baeyer — Villiger oxidation
and hydrolysis processes. Intermediate 4 and by — produet S are new compounds.

Key words: acetylacetone, electrolytic oxidative coupling, 2,5 — dimethyl — 4 — Hydroxy — 3
{2H )Furanone, 2,5 — dimethyl — 3,4 — diacetoxyfuran, 2,5 — dimethyl — 4 — acetyl — 3 — acetoxyfuran
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