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(3). Scheme 1.
Scheme 1
1.3
500 mL
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( )
168 (1 mol) 80 ¢ 93% 40%
60 ¢ 180 ¢ 2
(S0CL) . ( 2~3s
1 ). 75 C 8 h.
2.2 (3)
b. p.:90 ~91°C /400 Pa 173.5 g 93% GC
98.9%.
1.4 (3) 3
50 mL 18.6 ¢
(0.1 mol) 0. 15 mol ( .
. . C)
10 mL
110 ~120 °C 18 h. ()
80 °C 3
(60 ~90 C) 80 mL 2.3 (3)
20%  NaOH pH  2.3.1 (3a R=CH,)
11 10 min b. p. 190 ~92 °C /533 Pa 89.5% GC
: 2 99.1% n® 1.484 58.
10 mL. IR( »,, cm'):2 977 2938 2 906 2 861
: Gt 2762( C—H) 1 465( CH,) 1 383 1 366( CMe,)
IR.MS.NMR 1161 1 042( C—N); 6, :2.227(2H m ,,CH,)
2.116(7H s 2,CH, , CH) 1.866( 1H m , CH)
2 1.811 ~1.768(5H m ,CH ,CH, .CH ,CH) 1.460
(2H m ,CH,) 1.375(1H m ,CH) 1.093(3H s
2.1 o CH;) 0.926 (3H s (CH,) 0.799 (1H d J=
9.6 Hz ,_ CH); &, : 58.466 ( C,,) 46.543(C,)
(2) PCl,PCl,.SOCl, 45.467(2C,) 41.395( C5) 39.230(C,) 38.599
5 s0cl, (C,) 35.714(C,) 33.574(C,) 28.117(C,)
( HCI) (S0,) 26.392( C,) 23.157(Cg) 22.437(C,); MS(m/z
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% RT) :58( 100) 195(0.25 M*).

2.3.2 (3b R=C,H,)
b. p.:104 ~105 °C /133 Pa 93.8% GC
99.4% n; 1.484 44.

IR( »,,, cm™'):2 968 2 934 2 907 2 867
2798( C—H) 1 468( CH,) 1 383 1 367( CMe,)
1109 1 070( C—N); 6,:2.413(4H q J, = J, =
Jy=J,=7.2 Hz 2,CH,) 2.301(2H m ,,CH,)
2.227(1H m ,CH) 1.858(3H m , CH ,CH
CH) 1.807 ~1.749(3H m ,,CH, ,CH) 1.455
(2H m ,CH,) 1.370(1H m , CH) 1.083(3H s
o CH;) 0.921(9H t J, =5.6 Hz J, =8.0 Hz
s CH, 2,CH;);0.785(1H d J =9.6 Hz ,_CH);
5.:51.480 ( C,/) 46.802(2 C_) 46.630(C,)
41.393( C,) 39.556( C,) 38.557( Cq) 34.837
(Cy,) 33.545(C,) 28.091(Cy) 26.391(C,)
23.165( C5) 22.491( C,) 11.560(2C,) ; MS( m/
z %RT) :86(100) 223(0.76 M").

2.3.3 (3¢ R =CH,CH,CH,)
b. p. 155 ~ 156 °C /800 Pa
98.6% n; 1.483 52.

IR( »,,, em™'):2955 2933 2902 2 871
2798( C—H) 1 467( CH,) 1 383 1 366( CMe,)
1189 1 077( C—N); 6, :2.373 ~2.283(7H m
..CH, 2. CH,, CH) 1.923 ~1.797(6H m , CH
, CH ,.CH,  CH ,_CH) 1.496 ~1.373(7H m
+CH, , CH 2, CH,) 1.137(3H s ,CH;) 0.973
(3H s  CH,) 0.826(7H m 2 _CH, , CH); §:
56.312(2C,) 52.791( C,) 46.678(C,) 41.492
(C5) 39.504(C,) 38.651(Cy) 34.953(C,)
33.642( C,) 28.183( C,) 26.495(C,) 23.263
(Cg) 22.571( C;) 20.209(2C,) 11.961(2C,) ; MS
(m/z %RT) :114(100) 251(2.03 M) .

2.3. 4 (3d R =
CH,CH,CH,CH,) b. p.: 144 ~ 145 C/
133 Pa 91.5% GC 99.4% ny 1.482 52.

IR( v, cm™'):2955 2933 2902 2 871
2798( C—H) 1 467(CH,) 1 383 1 366( CMe,)
1189 1 077 ( C—N); 8,:2.362(6H m ,,CH,
2,.CH,) 2.290(1H m ,CH) 1.926(1H m , CH)
1.831(5H m ,CH ,, CH, ,CH , CH) 1.491(2H
m , CH,) 1.422 ~1.347(5H m ,_CH 2, CH,)
1.277(4H m 2 CH,) 1.156(3H s ,CH,) 0.991
(3H s ¢ CH,) 0.888(6H t J, =J, =7.2 Hz

90.3% GC

2,CH,) 0.850(1H d J=9.6 Hz .CH); & :53.960
(2C,) 52.746( C,) 46.685(C,) 41.538(C,)

39.566( C,) 38.696( C,) 34.918( C,) 33.680
(C;) 29.236(2C,) 28.223(C,) 26.537(C,)

23.295( Cy) 22.627 ( C,) 20.801 (2C,) 14.092
(2C,); MS(m/z % RT): 100 ( 100) 279 ( 1.49

M*).

2.3.5 N- (3e)

124 ~126 °C /133 Pa 89.0% GC
ny 1.508 14.

IR(»,,, ecm™'):2 981 2 933 2 860 2 799
(C—H) 1468 1 442( CH,) 1 382 1 366( CMe,)
1154 1119 1040( C—N) ; 8, :2.274 ~2.218( 6H
m , CH, 2,CH,) 2.143(1H m , CH) 1.869 ~
1.753(6H m ,CH , CH , CH, . CH , CH) 1.509
(6H m ,CH, 2,CH,) 1.357(3H m ,CH _CH,)
1.087(3H s , CH,) 0.926(3H s (CH;) 0.784
(1H d J=9.2 Hz ,CH); 5.:58.497(C,,) 54.656
(2 C,) 46.658( C,) 41.402( C,) 39.883(C,)
38.572( C,) 34.856( C,,) 33.617(C,) 28.116
(Cy) 26.408( C,) 25.908(2C,) 24.442(C)

b. p.:
95. 1%

23.193( Cg) 22.474( C,); MS( m/z % RT): 98
(100) 235(2.12 M*).

2.3.6 N- (3f) b.p.:
133 ~ 134 C /133 Pa 92.3% GC 95.3%

ny 1.508 18.

IR( v,,, cm '):2 980 2 936 2 902 2 860
2806( C—H) 1 467 1 447( CH,) 1 383 1 366
(CMe,) 1 134 1 119 1 071 ( C—N); &, : 2.458
(4H m 2_CH,) 2.344(2H m ,,CH,) 2.260(1H
m ,CH) 1.897 ~1.789(6H m ,CH ,CH ,,CH,
s CH ,CH) 1.488(2H m ,CH,) 1.411(1H m
,,CH) 1.125(3H s ,CH;) 0.963(3H s ,CH,)
0.963(4H t J, =J,=7.2 Hz 2, CH,) 0.826( 1H
d J=9.2 Hz , CH); §.:51.522( C,,) 46.847
(2C,) 46.679(C,) 41.442(C5) 39.642( C,)
38.641( C;) 34.836(C,) 33.621(C,) 28.167
(Cy) 26.466 ( C,) 23.253( Cg) 22.563( C;)
11.606 ( 2C5) ; MS ( m/z % RT): 100 ( 100) 237
(1.37 M™).
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The Synthesis and Structural Analysis of Hydronopyl

Tertiary Amine Compounds

CHEN Jinzhu' XIAO Zhuanquan® XU Lifeng’ WANG Zongde’ HAN Zhaojiu®
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Abstract: Cis-hydronopyl chloride was synthesized by cis-hydronopol and thionyl chloride. Then six kinds of cis—

hydronopyl tertiary amine compounds were synthesized from the reaction of hydronopyl chloride with dimethylamine

diethylamin diisopropylamin dipropylamine dibutylamine hexahydropyridine and morpholine respectively. The GC

content of the products were over 95% and their structures were characterized and analyzed by IR NMR and MS

methods.
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