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AV300 ( CDCl, TMS ( POCI,)
) Bruker ; Ultima Global Spectrometer 2 4- 6 7-
(ESI ) Waters ( LDA)
1.2 3- 2 4- 6 7- (1)
1.2.1 3 4- I
1 1
1.2.2 2 4- 6 7- (3) 24- 6 7- (3)
250 mL 7.7 g(50.0 mmol) 3 4- 3
<100 mL 6.2 g (60.0 mmol)
90 °C 6 h. . ( 1) 6.0 h
TLC n(3 4- )t n( ) =1.0:1.1
50 mL 63.1% 1.2
4 mol « L™ (pH 79.5%
10) (3 x100 mL) n(3 4-
~ ):n( ) =1.0:1.2-
(o ) o ) =10:1) 3 1 3
10. 2 ¢ 79. 5%.'H NMR (3 4 Tl ) %
(300 MHz CDCL,) 6:7.38 ~7.35(m 3H) 4.06(s 1 1.0:1.1 63.1
3H) 4.01(s 3H).ESI-MS m/z:258.03 M+H *. 2 1.0:1.2 79.5
3 1.0:1.3 80. 1
1.2.3 (1) 4 1.0:1.4 77.8
100 mL 2.6 g( 10.0 mmol) 90 C 6.0 h
3.50 mL .
-78 C 7.0 mL( 14.0 mmol) ) 1.2 3
30 min -78 C
1.4 g(12.0 -
g( mmol) 3 5 7h
10 mL
90 C
1 h TLC 10 mL
79.1%
100 mL 00
(3 x100 mL) . '
, 7h 8 h
(vt ) ot )= 6h 79.5%
10: 1) 1 2.5 ¢ o
83.2%."H NMR( 300 MHz CDCl,) &:7.39 ~7.37 >h
(m 2H) 6.05~5.92(m 1H) 5.16 ~5.07( m 2H) 6 h.
4.07(s 3H) 4.03(s 3H) 3.87 ~3.84(m 2H). 2 3
ESI-MS m/z:298.04 M+H *. [ /h /%
1 80 7 55.0
2 90 7 79.1
2 3 reflux 7 77.6
4 90 8 78.3
5 90 6 79.5
2.1 3 6 90 5 66.7
2.1.1 3 POCI, ‘(3 4- )t n( ) =1.0:1.2

3 4-
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2.2 1 LDA -78 C
2.2.1 1 24- & ( SyAr)
7- LDA SyAr 1
( 5) 0.5 h 72.9%
L bal 6 1.0 h 83.2%
( 3 3 1.5h
( 3). . 1.01}1.
1.0 h 3-
3 3 1.0:1.2 /h [%
0.5 72.9
83.2% 3- 1.0 83.2
1.3 : 3 1.5 82.7
n( 3):n(3- ) =1.0:1.2. n( 3) :n(3- ) =1.0:1.2
3 1 LDA 1.2
n( 3) in(3- ) 1% 53
1.0:1.1 74.8
2 1.0:1.2 83.2 2.6 g(10.0 mmol)
1.0:1.3 82.5 3 3- 2-
1.0 h LDA 4( 2) 2.4 ¢ 77. 5% .
1.2 : '"H NMR( 300 MHz CDCL,) &:7.39 ~7.37( m 2H)
2.2.2 LDA 1 LDA 4.84 ~4.82(m 1H) 4.37(d J=0.6 Hz 1H) 4.06
24- 6 7- (s 3H) 4.02(s 3H) 3.77(s 2H) 1.89(s 3H).
3- ESI-MS m/z: 312.07 M +H *.LCMS( ES) m/z
LDA ( 312.06 M+H .
4). LDA 1.1
58.8%; LDA 1.1
1. 4
83.2%; LDA 1.5 2 4
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2.4
4 LDA 1 3- 2 4-
LDA /equivalence /% 6 7- (1)
1 1.1 58.8 1 ~
2 1.3 78.4 343-
3 1.4 83.2 )2 4- 6 7—
4 1.5 82.5 (6) 3 42.8% '"H NMR
n( 3):n(3- ) =1.0:1.2 ESI-MS . 3
1.0 h ‘ 50 mL
2.2.3 2 594 mg( 2.0 mmol) 1 10 mL
4- 6 7- 3= 4 mL( 4.0 mmol)
2 h.
30% 907 mg( 8.0 mmol)
: LDA 1 h. TLC 20 mL
2- (pH 7 (3 x30 mL)
. LDA .
-78 C 30 min
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15 mL N N- 2
204 mg( 3.0 mmol)
5 h. TLC 3
20 mL
(3 x30 mL)
~ (o( ) 2o
) =10:1) 367 mg 3
42.8%.'H NMR( 300 MHz CDCL) &:
7.29 ~7.25(m 2H ArH) 3.97(s 3H —OCH,)
3.93(s 3H —OCH,) 3.70 ~ 3. 66 (m 2H
—OCH,—) 3.08 ~3.02(m 2H Ar-CH,—) 1.83 ~ 5
1.76 (m 2H CH,—CH,—CH,) 0. 84 (s 9H
t-BuSi) 0. 01 (s 6H 2CH,SiJ. ESI-MS m/z:
312.07 M+H *. 6
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The Study on the Synthesis of 3-Allyl2 4-Dichloro-6 7-Dimethoxyquinoline

LIU Bin' > TIAN Hangzhou' ZHU Zhoujing' DING Fangfang' ZUO Zhenyu®’
(1. School of Pharmacy Shaanxi Institute of International Trade and Commerce Xi“an Shaanxi 712046 China; 2. Collaborative Innova—
tion Center of Green Manufacturing Technology for Traditional Chinese Medicine in Shaanxi Province Xi‘an Shaanxi 712046 China;

3. College of Pharmacy Shanxi University of Chinese Medicine Xi‘an Shaanxi 712046 China)

Abstract: 3-Allyl2 4-dichloro6 7-dimethoxyquinoline is synthesized by an efficient and practical method from 3
4—dimethoxyaniline and malonic acid through two steps in a total yield of 66. 1% involving 2 4-dichloro-6 7-dime—
thoxyquinoline forming in the presence of POCI; then SyAr reaction of 2 4-dichloro-6 7-dimethoxyquinoline with 3 -
bromoprop- -ene in the presence of lithium diisopropylamide. The structure of the intermediate and product are con—
firmed by 'H NMR and ESI-MS. The optimal reaction conditions are investigated. Also 2 4-dichloro-6 7-dime—
thoxy 3 { 2-methylallyl) quinoline is obtained by the optimal reaction process in a yield of 77.5% . The synthetic ap-
plication of 3-allyl2 4-dichloro-6 7-dimethoxyquinoline is also investigated. 3 3 ( tert-butyldimethylsilyl) oxy)
propyl) 2 4-dichloro-6 7-dimethoxyquinoline is synthesized in a yield of 42. 8% from title compound through re-
duction oxidation and substitution reaction.

Key words: quinoline derivatives; 2 4-dichloro6 7-dimethoxyquinoline; synthesis; application
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The Study on Preparation and Optical Properties of Ultralong ZnSe Nanowires

WU Lifen YAO Weitang™
(School of National Defense Science and Technology Southwest University of Science and Technology Mianyang Sichuang 621010 China)

Abstract: Twin—related cubic ZnSe nanostructures with periodically have been produced via a facile solvothermal
approach in a mixed solution made up of cyclohexylamine ( CHA) and deionized water ( DIW) . All of the nanowires
grow along a universal direction which is perpendicular to the closest packed planes of ZnSe i.e. (111) planes in
the case of cubic ZnSe. The results demonstrate that solvothermal reaction in a mixed amine/water can access a va—
riety of complex morphologies of semiconductor materials. This approach can provide an effective strategy for tuning
semiconductor electronic and optical properties with special advantages over traditional high-temperature approach
and could be extended to access other semiconductor nanomaterials with unusual morphologies and structural speci—
ality.

Key words: ZnSe nanowires; mixed solution; optical properties



