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Scheme | \vnlhem route of the title compound

Brucker FT-NMR Avanced00 BIH 83 k{3, TMS A N 4R, DMSO-d, A I, (K #4080k 85% B9 H,
PO, HHMR  XRC-2 &Y B 53048 & 10 %8 1, I8 B 1T K £ 8 IF ; Carlo-Frba-1106 BICE WL (ER) ; K P
B TR, =SB ik

BMMR[4)FE BEFRO0. I mol , B TEO0.2 mol RS, BTRABREIT BEABHSE HREY
B FME FE R ROR 2 19 250 mL =M. #0. 1 mol KOH ¥ T 90 mL X7k Z 8%, hfE /R iR HEE A
ZHOW, A B E 50 C UL LB KBS R, 1R 50 ~60 TR 3 h, % #45r OB, 45100 mL
HEKERMAR N EE (KBE 10 h, Y ik, HIEBEREREOR, T8, BHaRE 151
2,2-"FHE-1,3- R R(4)14.4 g, R 80% -

0.1 mol 1-XE22-“HHEII3-FN BET 30 mL | 2- AP  MABEAE RS HER
WIRF GRAF TR HCL TR B = HUE D 45 0.1 mol = SUEBSIAET 20 mL 1 2-Z 8 25, ek

2006-01-13 W& 20060706 # |1l
WIREREA . AER. B . BIHF: E-mail:baosheng_sun@ sina. com; §F Al KIS PP bl 5578 RN A M B0 A 1%



Tl A% - KRS 5 T HEA- B2/ ,3,2-ZEBM AT CRENE R AR 115

TREBEMARN P, BHNFEEFERO~ -5C , XMW 3 h; 725 ~30 CHALKZEEO. 1 mol Fl
10 mL 1,2-Z8 25 MiR- SV, 7E 0.5 h WA, FHEE 80 ‘CRN 2 h, BBRIE RIS MR B &, AR %
HEMMRAGHARE K, T8 5,5- " HHAFH2-ER-1,3,2- ARSI UBREEE(2)19.2 g, 7~
£ 85%

F LAY 2¢0. 05 mol) A EE(0. 05 mol) 1= (0. 05 mol) IRA A BIHBE 1 BEHEFN B 3 75 Bk
FENS0 mL =S, 7EN, AP T,EEFHEF] 80 °C , BN 3 h, A A, BEBRERBARBEE
REGE A/ CBRBEES S, THREBHEBK - REPRS 5S- P4 FH2-8/K-1,3,2- 24
BRI T LE(1)9. 96 g, K 60% .

HR5i1ie

PEBEANAARETE, 7 TR, =SBy RE, ERMY RN AET, 208 3 KM, F
FWHEEGHT B4n~4, #id'H NMR P NMR FoCE M5t 6] =9y 1 B ARb &4 Bl AT T 454
FAE . piE =416 A4 2, mp 197 ~199 °C ,'H NMR (DMSO-d, ) ,5:0.90(s,3H,CH,),1.04(s,3H,CH,),
3.62 ~4.04(m,2H,CH,),7.22 ~7.43 (m,5H, Ph—H) ,6.89 (d, 1H,' J,,, =663 Hz, PH);” P NMR
(DMSO0-dq) ,8:3.2, - 1.5, C,,H,;0,P JTE A HE(HTHIE)/ % :C 58.76(58.41) ,H 6.77(6.68)

BP9k 549 1, mp 234 ~236 °C,'H NMR ( DMSO-d, ) ,8:0.65(s,3H,CH,) ,1.03(s,3H,CH,),
5.22(d,1H,?J,, =11.6 Hz,PhCH) ,5. 17(d,1H,*J,, =10 Hz,PhCH) ,3. 85 ~4.34(m,2H,CH, ) ,7. 22 ~
7.53(m,10H, Ph—H ) ;*' P NMR ( DMSO-d, ) 5:13.8,13.7, C,H, O,P TESE (T EME)/% . C
65.36(65.05) ,H 6.47(6.37),

Hid'H NMR Xt R4 1 BI45 ¥ RAETT LLE 1 (Scheme 2) , I FLAY S FHEREEHERN
WIHEZSTTHR , & R | 5 fr 2 ME B EME RS £ H NMR 35E 0.65 #1.03 /35|28 2 4
B, FHRE6 H—CH, LM 2 ™ H BREREMN, Rt LZEBNEERDY, HEKEY
3.8~4.4 N2 HEHEE, 5EFHERIF L 4 fLAFSN T AH—CH £ B8 2 A H FZ B EEF
MR BB FEAU LB R TR AR ER, SERIKE 5. 17 ~5. 22 b Bl 2 MR E I B
SIREERTHNHR Jy =11.6 Hz #1110 Hz, B P NMR 4471850, i F B2 R BRI 7S BISF 1 %
me, (ISR ERTE S B ANEE A BREE BRI PR T 2 Mo iR Bk, 3t F 5,5- 4R -2 H AR -
1,3,2- "B 23N U BB ER L & 1 2 SRR BN FH AT AN IV (Scheme 2) , 1L HiEE” P NMR |k
SIAITE 3.2 F0 - 1.5 Ab R 2 AN, [FIRE K TR RRER MRS R AR RN S, SRR B T 2 FhB Lk i Ak A B
L= LA, 50 P NMR 3% E E 4 RI7E 13.8 F113. 7 &b 3R 2 i,

T2 LRI, B SE ZFER = SRR R AR R B =4 5,5- “H B4R 51,3 2- A BRI

/OH O u @
H gy H 3 H
:P H “© @ anyy -
oS — Ao — w e
Y 0
H cn
H ¢y H  cH, v )

3

1
t l PhCHO
PhCHO
CH, 0
0 e
O O \ ~ v
/o\\P// 7 \ O/’@%cm
Y :
6 5

Scheme 2 Configuration of compound 1
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Table 1 Influene of temperature on the yield of compound 3

/¢ 0~ -5 5~10 15~20 25~30 35 ~40 45 ~50
Yield % 91 80 64 60 55 50
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Table 2 Influene of alcoholysis on the yield of compound 2

Reactant Compound (2) state Yield % Reactant Compound (2) state Yield/ %
water viscous liquid 80 propanol solid 70
mehanol solid 75 butanol viscous liquid 65
ethanol solid 85
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Synthesis and characterization of 2-( 1-Phenyl-1-
hydroxy ) methyl-5 ,5-dimethyl-4-phenyl-
1,3,2-dioxaphosphorinane 2-oxide

ZHANG Xiang-Zhu"", Wu Ming-Shu’, SUN Bao-Sheng’
( "School of Environmental Engineering , Tianjin University , Tanjin 300072 ;
" Department of Chemical engineering ,Anyang Institute of Technology ,Anyang)

Abstract The novel title compound was synthesized with benzaldehyde, isobutyraldehyde, phosphorus tr-
chloride as raw materials. The total yield was 40. 8% . The structure was confirmed by 'H NMR, *'P NMR
and elemental analysis.
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