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Process for the Preparation of 12,12-Diethoxy-1-dodecyne

Wang Xiao-hua', Liu Yang?, Ruan Jin-lan*

(1. Wuhan Institute of Technology, Wuhan 430205, China; 2. Wuchang University of Technology, Wuhan 430223, China)

Abstract: 12,12-Diethoxy-1-dodecyne is an important intermediate of the insect sex pheromone of the navel

orangeworm. The title intermediate was synthesized from 1,10-decanediol via chlorination, PCC oxidation, O-alkylation,

alkynylation. The total yield of the four synthetic steps reached 50%. The method had such advantages as cheap and ready

available raw materials, short route, and high yield.
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1 23 10- -1,1- ()
N, 2 400 mL
RY- 352.36 g 1.84 mol . 316.03
INM-ECA-400 g 1.84 mol . 299.18 g 2.02 mol
NMR TMS o GC
LCQ Advantage MAX 10 <2.0% o
° NaHCO; pH 7~8
) o 4019 g
82.7%.
2.1 10- ( ) <0.4%
20L 4L i
500.0 g 2.87 mol 1,10- .10.5 kg 9 mol/L GC 22 °
3h 9 mol/L 10.3 min
1 kg. TLC + 9.9 min,
8:1 KMnO, @, 2.4 12,12- -1- (
o 3 15L )
o NaHCO; pH N, 2L DMSO
° 231.8 g 2.27 mol . 11.3 g 755
4756 g mmol 400 g 1.51 mol
86.0%. ° DMSO 400 mL o
2.2 10- ( ) 2h 232 g,
PCC 600 g 6 mol GC <1.5% o
CrO, 1 104 mL 6 mol/L 5 min H,O
0C 474.6 g 6 mol o
10 min, <0.2% °
0C o 1h 335 ¢ 87.2%.
PCC 1085¢g 84%. GC 22 °
450 g 2.33 mol 8.2 min,
450 mL 1 004 g 4.67 mol 'HNMR CDCIl; 400 MHz 6 4.52 t J=5.60 Hz 1H .3.65
PCC 5L ° m J=7.07 Hz 4H .2.23 dt J=7.10 2.80 Hz 2H .1.98 t
GC <5.0% J=2.60 Hz 1H .1.63 m 2H .1.56 qn J=7.2 Hz 2H .1.44
o 3L m 2H .1.35 brs 10H .1.24 t J=7.00 Hz 6H .
+ 1:5 3593 ¢ (1]
80.7%. : ZL, 200980142199.9 [P].
<0.5% 2011-09-28.
o (2] , , . 1
GC SPTM-2380 30 m X 0.52 mm . 2010, 38 (9): 4636-4638.
0.20 pm 50°C 1.0 min (3] - vl . 2000,
10°C/min 250°C 1.0 min. 37(2): 75-84.
11.8 min [4] - .
10.3 min, ( 39 )



