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Ak 10g(0.043mol)4- 5 T Bidk g =8, 34 mL(0.0356 mol) ZEF, 7 mL(0.096 mol)
ZBER, MAEW S5h, WEXKN K. ZBR, REHA TR, Wk 1564~158°C/6 Torr, 18
6.1g =¥ 2(72.4%).

B 0.043mol 3 % A BIMAZE. ZBER, Bw?2, ™ 71.2%, CuHuO:GHE
f8.C, 68.02; H, 7.26, 4. C, 67.58; H, 7.09), vmer: 1765, 1720, 1145, 1117om™,
du: 1.28[6H, s, (CH;),0],2.08~2.48[4H, q, (OH,);C0], 2.48~2.89[4H, q, (0H,),C0,]
ppm, 3¢ 22.95(CH,0), 23.85(—C0CHS,), 25.35(CH,0—), 28.27 (CH,C0), 35.53(00CH,),
47.11/CCH,), 109.28(C—0), 148.74(0—C—0), 168.32 (0—C—0), 210.84 (OCCH,)
ppm,
6-2-HZH)6-RRE-3, ¢+ _F-o YW 3 HEM B 0.049mol 4-57 BLE B
ZM 1 15mL(0.15 mol) Z.KF, 20mL — HIZE e it 2h. ¥Rt 28, ZHE, RRYE
2535 i B 164~158°C/6 Torr 18 2, 723 4.8%, 200~204°C/4 Torr 43 3, 7% 62~77.1%.
O, HiO.(GHE{E, O, 62.25; T, 7.60, 3tifs. O, 62.25; H, 7.68). Ja: 1.08[6H, d,
(OH,),CH], 2.05~2.75[8H, m, 2x (OH,);], 2.87[1H, m, (CHs):CH], 9.94(1H, s,
OH)ppm. 8c: 19.71[(CH,);CH], 23.87(—CCH,), 26.23(CH.0—=C), 27.93 [CH(CHa,),l,
98.86 (CH,00), 32.86 (CH,COOH), 109.82 (CHC—C), 152.97 (0=C—0), 169.62

(0—C=0), 175.75(COOH) ppm,
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kemesm 2H5REMEN, BEERNEY ¢ m.p. 191~192°C(50 % KEELH) .
CHL,.N:0; G848, O, 57.86; H, 6.82; N, 16.72, {4, O, 57.22, H, 6.72; N,16.56),

4 ZBE4AREE_MONER BAHMMSHEE. HASRMEREREYH 1000mL
ZEFMPMA 1mol 2, -2, 140mL T AY, 14g AR, 10mL K, K#Emek, BE
N 40~45°C, Frsh Bk, Wi BN - Sl 0 2 mol PIMBHE, M &y 50~60 35/ min, 5 MK
Ml 2h, POEEERMNSE)E, KW REF R 60~70°C gk4ER R 4h, B ILSH, Friishe. B
frE 18 152.1~159.5g ¥ 5(70.7%), m.p. 108~109°C(ZBEhE 45 5). OuHieNiO,
(8. C, 65.48; H, 7.82% N, 12.71, Sz@{4. C, 65.53; H, 7.71; N, 12.80). vmax: 2250
(CN)em™, dg.1.09(8H, t, CH;CH,), 2.15(8H, s, CH,CO), 2.18~2.84(10H, m)ppm,
¢ 7.73(CH,CH,), 12.53(CH,ON), 26.13(0CH,), 26.96(CH,00), 32.56(CH,CO), 68.31
(CC0), 118.60(CH,LCN), 207.12(CH,CO), 204.35(CCO) ppm,

3-(3-|HE-2, V- —_ERUCE)FHO) SR 452(0.20mol)b, 90g(0.62mol)
FLH, 540 mL K, IR E I 8h, %G HREIMMRA, BNV R pH X 2. HZR LN
BOERBRZBIE. R, RRYKE, BB RS, BEEH, B BE>Y, TRIGH
12.7g6(81.4%), m. p. 159.5~160.5°C(ZHEAF P HELH). CwH. 0, {H: C, 60.60;
H, 7.12, WA, O, 60.58; H, 6.74). vm: 3276, 3086, 2622, 1697, 1650, 1601,
9450m™, & 7.49(CH;0H), 25.57(CHCH,), 25.57(CH,CH), 28.88(CH,C0), 31.93
(CH,COOH), 42.78(CHCO), 110.55[CH (C0),], 176.78(COOH), 197.54(COCH,), m/z.
199(M*+1), 198(M*), 180(M*—H,0), 170(M*—-C0), 138, 126, 110, 98, 83, 60, 28_
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A : 10g(0.05mol)6, 30mL(0.3mol) Z &, MME R 2h., BEXHZE, BRYE
AR, IR 180~190°C/7 Torr 184}, MK Z B B E K, T 28k, FHREH 6.1 ™Y
7(61.1%), m. p. 65~66°C(ZB P EL ).

B CHEASHEWETYT, ™R38%. CoHi:0:(GHAMH. C, 66.65; H, 6.71. &L
4. O, 66.20; H, 6.66), 5y, 1.40~2.28(7TH, m), 2.28~2.90 (5H, m)ppm, d¢.7.44
(CH,0—=0), 25.41(CH,CH), 27.86(0HCH,), 30.14(CH,C00), 33.53(CHC=C), 36.48
(CH,C0), 115.59(C=C—O0), 166.04(C—C—O0), 166.94(0—C=0), 198.15 (CH,CO)
ppm,
3-B-HE-2, ¢¥-—ERTCE)-FHRZE O NEMH 4g(0.022mol) 7, 11 mlL
(0.22mol) i K ZMEEANTHREALE, | 2h, FRTHE 24h, [ 10% BRERGIVE W H1,
FA R, AR, B8 192~196°C/8 Torr, 51.9g =4y 8(88%), O1H1s0. (L.
0, 63.70; H, 8.02. stiif. C, 63.40; H, 8.41), 8 7.42(0HCH;), 14.30(OH20H3) ;
?g ;7 fof)[ﬂcig ; 729[6415?: i%%;OJH)l,élé% (CH,000), 82.15(CH,00), 42.57(CHOO), 60.43

%), 110. 2], 173.60(C00), 179.14(CHCO), 195.35 (COCH) ppm.
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Cyclization of 4-Acylpimelic Acid and
3, 3-Dicyanoethyl-2, 4-hexadione

Huang Hua-Min* Ren Zhong-Jiao ‘ o,
(Department Chemistry of Jilin University, Chang chun)

Abstract

7-0x0-8, 8-dimethyl-4°~hexahydrocoumarin(2) and 5-(2-carboxyethyl)-6-isopro-
pyl-8, 4-dihydro-a—pyrone (8) were prepared from 4-isobutyryl pimelic acid (1) by
refluxing with acetio anhydride and acetyl chloride. Reaction of .8, 8-dicyanoethyl-2, 4—
hexadione with aqueous KOH yielded 38-(8'-methyl-2’, 4'-dioxocyclohexyl) propionio
acid (6). 6 reacted with acetic anhydride to yield 7-oxo-8-methyl-4*-hexahydrocou-
marin (7). 7 underwent alooholysis and amminolysis readly to give 3-(8'-methyl-2’,
4'-dioxocyoclohexyl)-propionic ethylester (8) and amide (9) respectively.
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