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Improvement on the Synthesis of Theaspirane
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Abstract: Synthesis of theaspirane from B ~ ionone reported by Naegeli was improved. Content of megastigmatriene,

a by - product was reduced from 15% to 4% , the reaction time was shortened obviously and the yield of theaspirane was en-

hanced from 75% to 84.5%.
Key words;

FARLE, NRRRE RS, MDA, {24
¥4 2,6,10,10-09 F H-1-4F - #3F[4,5]-6-%%
BEAFETEET BER ORMEESRMN
pIBREHREFRLAY . RRESTHE
ARARHBIET B WAeERAE, T
¥R T

3 B X9 :2005-11-28
LR : ZHABETRFE X WML L, /5 :2003GX12

theaspirane; B ~ionone; isopropenyl acetate; transesterification; cyclization

BRI R U R NESY . &
FEREHWENER, I %R HEE AR
FRAHE

BRRBE RS RE, AR e, &
F %+ Nakatani 25" 4R35 B L —4(-B- 5 B 22 BE5F
SALSEIME B KB R 2% R it 47 T B, RELP®
YIRS 6-T B RS B E
AALA R RAR 0 2010 1 R K ¥, T EL S B i se
W SR IR

AT DRYETER, RAE R EHF A BRI
B3R, EEFETINS Naegeli 45 M AL B4 5 22
BRRIROR, 2.5 7. B R PO IR R 20 e B AL B JE
R R T 2 RS B R AL IRML A R R
ITEHHT TS, B SRR A A X ERE
SR ESRAN 15% ZRBIERER Y 15% , BE
XX —ARITHHET T o, SO E =R a B

FERMA LTI (1966 - ) , B YEE -t DI W A HLA RAEM L.


http://www.cqvip.com

D000 http://www.cqvip.com]

2006 445 2 38 FL 112 Nacgeli 2405 & BT ¥ MO 13 -
WEZ 4% , ZRURIINCR IR T 84.5% ,
2 H#HR5R
1 HEEAZE :
! 2.1 MHMEHE - RELWC BB ER
1.1 ## ERMER

B-RFZEM (S M EMUWEMRARLA);
ZBRRREE (LR IR B2 H B ARAR) ;B
TR L EA,

1.2 SRERE

e
1.3 AFH*
1.3.1 B-¥FLWMZMEENER

I B A 20 M AR 1B
A1 L=Z0BEERMESMA 0.5 mol(9%g) B-
EHLE(98% ) 330 mL ZHEFRBEER0.5¢
xRN, BRI LR 200 1, A TLC Al
BB EEZERNYFAE B-BF ZW. RS
KR BERETIRYZEBRKE, BORO
PR B-R P 2 ZBRER.

1.3.2 WP MR

LHHATE LRFIEH B-K% =2 8B
HRANE 0.2 mol (10. 6 g) KBH, f 600 mL 95%
ZMEER, EHIREAREM 40C, Hhns KBH,
MBRERE  ARERMEIR, ERFEWR 1 h, BE
W3 ZELERA 500 mL 4850 NH,Cl ¥V, 4 B
400 mL x3 R X E,200 mL x 3 WA, K
Na,SO, T, B ERR =P, R RD XA,
1.3.3 R ER

e RIS B, A 4 g BF4EAY
KBH, , i (2.7 kPa) , F( 75 ~80) CHEH T 5L,
A TCL B e f it #8. RMGSHE , RAREYA
50 mL x4 YOKBe¥k, AHUZRRTK N S0, TRE R
80 MBI R B AR, B e 10: 1,08
#(80 ~84)°C,400 Pa 15>, B RIRLE 82 g, WK

84.5% ,GC 4347 4L B 3 94. 7% , ot WL AR, ny =
1.4846,

SCRREE RUSART LARY e ARR VA1) , R
A ROBMANRELES B-KP RN & B-KF
=R BREA S 1; Bul/EESSATRA
SH8H S LA B B A PO R B A o S T AR R B
Tl B-RT 2 MER, BB R RS -8
T EMRERIE N 6 1, 8RIR L

®x1 REZMAELERR LR
Table 1 Esterification Rate of B —ionone and Reaction Time
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Table 2 Dosage of Reductant and Reductive
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Table 3 Effect of Cyclization on the Yield of Theaspirane
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