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Synthesis of N-aryl pinonamides
YIN Yan-bai', SONG Zhan-qianl , WANG Zong-de2 , CAI Zhao-sheng1
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3. College of Forestry, Jiangxi Agricultural University, Nanchang 330045, China )

Abstract: 2-(3-Acetyl-2,2-dimethylcyclobutyl ) acetic acid ( pinonic acid) is synthesized using a-pinene as raw material

and potassium permanganate as oxidant. Eight kinds of N-aryl pinonamides are prepared by the reaction of aryl amine with 2-

(3-acetyl-2 ,2-dimethylcyclobutyl) acetyl chloride , which are prepared from pinonic acid and thionyl chloride. The preparation

conditions are discussed and the structure of products are confirmed by IR and 'H-NMR.
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XT-5 500 & I E X (R BE ok £ 4% IE ) . BRUKER
VECTOR 22 & B i 728 42 21 5 56 335 X . Bruker AV =500
BRI o
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a:Ry=H, R,=H, Ry=H, R,=H, Ry=H
b:R,=H, R,=CH,,R;=H, R,=H, Rs=H
¢:Ry=H, R,=H, Ry;=CH,,R,=H, Rs=H
d:R,=CH,,R,=H, R,=CH,,R,=H, R;=H
e:Ry=H, R,=H, R;=F, R,=H, Ry=H
f:R,=F, R,=H, Ry=H, R,=H, Rs=F
g:R,=H, R,=F, Ry=H, R,=F, R;=H
h:R,=H, R,=H, Ry=CF,R,=H, Rs=H

EER A LM (1982 - ), 5B A REH (1942 - ), 3B BER G LA S, & H TR BB L, EENIOE A LA BAE Y R IRAS T
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TEERABR B9 4 B - 7E 500 mL = O H A 30.0 g
a -JE M (0.22 mol) \15.5 g B ER 4% (0.12 mol) .400 mL
Ko T4hHNAHIMA 82.0 g B (0.52 mol),
I 3t A2 v 45 R IR BETE 10°C AR o Bkt 5 B
JEUR SRR BRAATE R . RN SEEE, U8, IR P K
PE(40 mLx 3), IBMARMGEBR P EYE, RICE
B O EAR, 38, BEPEKBE(15 mLx 3) J5 T 418
20.3 g T E A, 1E 50% .

TR T o S ) B FE R R TR Ve B IR T
TR 100 mL = HMEHMA 5.0 g IREFAER (0.027
mol) Fl 40 mL —F H &t , PPk B ER 28, A 4.2
mL SEAL LA (0.058 mol) , fill ¥ A1 7t 8 h J ¥l FE 7% 1y
A B A AL TR, B 75 IR ER BE S o

% R B R B9 S R T 100 mL = OO R A
0.032 mol 5 f% .40 mL —EH M 9 mL =2 %, F
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2 HREITR

2.1 JREAERKIE L

B BTN 1L E A B2 5 SO DA R R R AN R
TR0 5 IR R BR kAT TR B B R T E
BAE2M - EAEME MR ELE, 2E 27
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221 2-(3-TBEAE-2,2-—FHARTH)-N-X%
A -TEek(a)

7 il R R OR K, IR R 70.6% (F%
JREAER T, T ), # 5 113.9 ~ 115.2°C . Z4M 63
(IR,KBr), v/cm~':3 346,3 058,2 960,2 919,2 868,
1705,1 680,1 600, 1 546,759, 692; 1% ff 3t #% & ik

("H-NMR,CDCl;), 8:7.49(s,1H,NH),7.48 (s, 2H,
BEIHE),7.29(q,2H, FHE),7.09(t, IH, EH ),
2.92(t,1H,CH),2.51,2.05(m,2H, CH,) ,2.38,1.99
(m,2H,CH,),2.29(q,1H, CH),2.02(s,3H, CH;),
1.36(s,3H,CH;),0.90(s,3H,CH;) .

222 2-(3-CTEE-2,2-—F AR THE)-N-(3-
R R L )-TE (D)

PR R RO B A, R 33.7% , 18 A
93.6 ~ 95.1C, IR (KBr), v/em™': 3 259, 3 202,
3 079,2 950,2 863,1 700,1 659,1 613,1 453,1 366,
1 181,882, 785, 744, 697, 450; "H-NMR ( CDCl; ), &'
7.51(s,1H,NH),7.36 (s, 1H, ¥ 4),7.25(d, 1H,
BEAR),7.17(t, 1H, BHE),6.90(d, 1H, A ),
2.92(t,1H,CH),2.49,2.01(m,2H, CH,) ,2.37,1.95
(m,2H, CH,),2.30(s,3H, CHy),2.27(t, 1H, CH),
2.05(s, 3H, CH;), 1.36 (s, 3H, CH; ), 0.90 (s, 3H,
CH;) .

223 2-(3-LBEA 2 2-ZFHERTE)-N-x7F
R A -TBE(c)

PR A R IR B R, IR 36.4% , 15 N
120.9 ~ 121.9°C, IR(KBr), v/cm~':3 367,3 197,
2955,2914,2 868,1 690,1 603,1 531,1 453,1 366,
1 186,821, 687, 512; '"H-NMR ( CDCl; ), 8:7.65 ((s,
1H,NH),7.35(d,2H, ¥ 4),7.08(d,2H, X H =),
2.91(t,1H, CH),2.50,2.04(m,2H, CH,) ,2.36,1.95
(m,2H, CH,),2.29 (s, 3H, CH;),2.26 (t, 1H, CH),
2.04(s, 3H, CH;), 1.34 (s, 3H, CH; ), 0.89 (s, 3H,
CH;) .

224 2-(3-ZBA-2,2-—FHERXTHE)-N-
(2,4-F A XK )-TEer(d)

P2 A R B O AR B A, W 78.2% , 4B
5 123.6 ~124.4°C, IR(KBr),v/cm™':3 305,3 022,
2950,2 863,1 711,1 654,1 582,1 459,1 376,1 181,
800,728,579; '"H-NMR (CDCl;), 8:7.58 (s, 1H, NH) ,
7.05(d, 1H, %3 4),6.88(t,2H, EH H),2.93 (1,
1H,CH),2.50,2.08(m,2H, CH,),2.42,2.00(m, 2H,
CH,),2.32(t,1H,CH),2.30(s,3H, %3 L ) CH;),
2.20(s,3H, ## F /) CH;),2.07(s,3H, CH;),1.37
(s,3H,CH;),0.90(s,3H,CH;)

225 2-(3-CEBA-2,2-Z—FHERERTHE)-N-(4-
RER)-TBEE(e)

PR N R A AR B R, R 52.8% , 1
M5 114.6 ~116.5C, IR(KBr),v/cm™':3 249,3 151,
3068,2 960,2 914,2 873,1 700,1 654,1 618,1 546,
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850,790,517 ; '"H-NMR (CDCl; ), 8:7.51 (s, 1H, NH) ,
7.44(1,2H, K H),6.98 (1,2H, FEH R ),2.94(t,
1H,CH),2.50,2.01(m,2H, CH,),2.38,1.96(m,2H,
CH,),2.28(q, 1H, CH),2.06 (s,3H, CHy), 1.36 (s,
3H,CH;),0.90(s,3H,CH;) o

226 2-(3-CZBA-2,2-—FHEHFXTH)-N-
(2,6-=RFHK)-TBEE(F)

P A R BT R B A, R 24.9% , 1B N
118.9~ 119.6C, IR(KBr), v/em™':3 269,3 202,
2955,2 878,1 680,1 618,1 608,1 478,1 387,1 021,
800,708,507 ; '"H-NMR (CDCl;) , 8:7.24(s, 1H,NH) ,
7.16(t, 1H, 3% 4,),6.89 (1, 2H, EH K ),2.89(t,
1H,CH),2.49,2.10(m,2H, CH,),2.42,1.95(m, 2H,
CH,),2.37(q,1H, CH),2.02(s,3H, CH;), 1.33 (s,
3H,CH;),0.89(s,3H,CH;) o
2.2.7 2-(3-TBAE-2,2-=FHERTH
- RFR)-TEERE(g)

T i R R B AR B A, W 34.9% , 1B
A5 121.9~123.9%C, IR(KBr),v/em™':3 295,2 950,
2924,2 868,1 705,1 664,1 608,1 597,1 453,1 376,
1 186,800,728,564 ;'"H-NMR(CDCl;) ,6:7.72(d, 1H,
NH),7.09(t, 1H, ¥ 5),7.03(s, 1H, E#H =) ,6.75
(t,1H, ¥ =) ,2.94(t,1H, CH),2.50,2.01 (m, 2H,
CH,),2.41,1.97(m,2H,CH,),2.32(q,1H,CH),2.06
(s,3H,CH;),1.37(s,3H,CH;),0.91(s,3H, CH;) .
2.2.8 2-(3-ZEA -2, 2-ZFHARXRTHA)-N-(4-
ZRTFE-FAL)-TEk(h)

PR R R R E R, IR 69.8% , 15 AN
129.8 ~ 131.5C, IR(KBr), v/cm™':3 357,2 960,
2 868,1 690,1 618,1 536,1 464,1 407,1 330,1 109,
846,702,605 ; '"H-NMR (CDCl;), 8:8.00(s, 1H, NH) ,
7.64(d,2H, EHH),7.54(d,2H, EH H),2.96(t,
1H,CH),2.53,2.04(m,2H, CH,) ,2.44,1.96(m,2H,
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CH,),2.34(q, 1H, CH),2.08(s,3H, CH;), 1.37 (s,
3H,CH,),0.90(s,3H, CH,)
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