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BWEARZREHE T ZRACK R BB % 5 BAAH HPW Mo 0,/ TiO,, M A thit & 4 &%
- H . BF A E I m(Ti0,): m( H,PW Mo 0, ) =1:1, K8 A% 30 mL, 2 i1 12 h, 7&4CR A 150C, 2L
H,PW Mo 0,0/ Ti0, HHALH , # A TH S L8 BHAR TR L M HEN LA A4TT AL, R
RANRAAT THS LM ERK BAHAE RANAKEYH, RRERAN,En(TE) (L

) =LO LA BAARESRASRERENG0.8% KA 1.5 h e F 4T, TR SHEBGK
%35 51.3%.

XK@ TR MR, H,PW,Mo,0,,/Ti0, ; 11k ; BB R B
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4ERE (W) R—XEEAY, E% ATRPBERIE R &R EE" M2 —RAT ZH
EHERT . TRZ SR, CAFRNRETR HAEREY, THATESMHBAEREY .
HERNERTERETMEATHE TS —FHa . HREFERIRME, CRAEAS, B’
BT E, BB P EAR RBOBRERK, EREMETERERA. MEAREERKFHES, XME
BARREFRE LSRR TBRBEMER. Fit, PRNIT L6 R () WhER
F—EMEX. FREEAMETHER KEZ BN RS BRAN BT RZ BN ARE
NIRRT SCBRIRE —SeB S WTIR T, 4 T BRI S B (R R A AL R X 45 B (BR) R BA
REFIIMEALIE R . B RIERRER (L BT Je 2 B S B30 36 R BC R LA B JRUE 5 1YY, A T L
BB 4%, AEAE LR B S BIRL TAEE Mo iE N o DALl s R AL
MHRERBRE D, T ARSHRILERTR, i’z’%mﬁ%%?ﬁlﬁo frE@EEBm AN
H, PW, Mo 0,0/ TiO, AEALFIXT 4HRE KR ELA R 5 B AL 1 , 22 SO A AL A7) H, PW Mo 0,0/ TiO, i
L& T B RRARREHAT T U R B T B A R .

1 WEe
L1 HF s

HOE, TR, Z 2R/, 1,2 - W8, NEUILER, UK a7 ot , BHSSRER A, KB RTK A =
WK ;AR UERS 11 P B L 450 ; PHS - 2 BURREETH; PKW — I B 77 AR IR X ; Abbe 373811

}

1 7% B A . 2006—12—05
E2WHE vy 8 ARRFE 4 YT H (2005ABA0S3)
EEEN HER(1969— ), 4, BALEHEA, LRIT, EEMNIELS R IR A m R .
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Nicolet SDX Y37 M- LT AP EIEIN (K B e B A F 7™, ML) ; MERCURY - VX 300 B RE3EHz
BE{XL (CDCL, A, TMS JHRAR) o
1.2 #EARMHEREXXBRAR

TiO, W% Bl — g B/ TiCl, ¥ NH, - H,0(w(NH,) = 12% ) /K ZIE W2 WA, &0 pH
8 ~9,UITESE 4, #rE 24h S iE , FAZRIB/K RV 2K CU" B FAAE(H 0. 1 mol/L [ AgNO, K
) K IEBET 105 CTHETHBH, &5,

H,PW Mo, O,, il %% : B H 100 mL R ZEIB/K B F =5 (500 mL) §7, FREL 7. 26¢(0. 03 mol)
Na, MoO, - 2H, 0#19.9g(0.03mol ) Na, WO, - 2H,OB A = FM b , Brkm =, Bel. 79¢
(0.005mol ) Na, HPO, - 12H,0 # by I indh 2 #h ,30min 24 G FFERTE N 6 mol - L' #hFR = pH 1
LB EN 5 h, & E 60°C LA G vKiE, IR AL BRI i 30mL A LB ARG ,
AL 30mL 1: 1 FFRRZELHRYAEL, 28 TEMRYB TERLY, A3 E ~5H_
WHIBK,1d ~2d BT HIRE G A RME, XATHEBEMEMRA XRD 1 IR {EH#iE,

53 51¥% Ti0,: H,PW Mo, O,, — & i & LRI — & B MG PR 8 A TiO, , I A BB SHRBUK TP R
¥ 12h ~36 h. PNAKFETRE, ELSHPATENL3 b, Zmai H,PWMo 0,/ TiO, HlFEHEFEA m
(Ti0,): m(H,PW,Mo,0,,) H{E A, /K& B, B Biaf1a] C FiE{LIRE D, A 3CRANE % (4,8,C,
D) ZK¥(1,2,3) FIER LR L (3%) , %8 T WEEX H;PWMo0,,/Ti0, Hl &M, EXXK
AR BT E 1 K 2.

%2 EXRBL()ERS5HT

B R
ERRE W H/ %
. A B c D
*1 EFiRe Ly(3 ) B FEFKE 1 A B, C, D, 83.7
— 2 A, B, C, D, 81.4
3 3 A B C D 79. 8
KRHS " A B c D, 79.5
B c D 5 A, B, C, D, 84.0
- 6 A4, B, C, D, 83.3
1 1: 0.5 20 12 150 7 A, B, C, D, 80.1
8 4, B, C D, 81.1
2 1: 1 30 24 250 9 A, B, = D, 82.4
k, 244.9 2433 248.1 250.1
3 1: 2 40 36 350 k, 246.8 246.5 243.3 244.8
_ k, 243.6 245.5 243.9 240.4
* A: m(TiO,): m(H,PW,Mo,0,); B:7KHH K, 81.6  81.1 82.7 83.4
82.3 82.2 81.1 81.6
B(mL);C: RBAfE/h;D: FEAEE/T Ilé 8.2 81.8 8.3  80.1
R 1.1 1.1 1.6 3.3

% A; m(TiO;): m(H,PW Mo 0,); B: KIW & (mL);C: B
WAt iEl/h;D: FELIRAL/C

X H,PW Mo 0,,/TiO, k& BIFC /A 1,2 - P9 ZBR4E M R4 BN, 3R ET RN AR N (3R E
B):n(1,2-H_B) =1: 1.4 EAFARIRVIRERER 1.4.% 3 Cht 10 mL, N [ 50
min, ¥ FRIEXLBMRAZE T, FCE 1,2 - W EFEHERAWERT X 84.0%.

B 2 WA, AR E P LS GR B R R B, HRNBRF R D> € > A=B, H
REB AW AT, BRI MR & & A,B,C,D,. H AT UG B H,PW Mo,0,,/TiO, By & AL
5 Bl Ti0,: HyPW,MogO,, =10 1 B LWFREUE M8 TiO, , B A B 30mL B4 SR K I W IR 5
12 h. /NKETE , EL 3P AN 150 CHELL3 h.

1.3 #UERTEZ _ERBNIRESRE

£ 100mL =FRPIE—EHBREMATE, 2 —8, # kA —c 2 NEeR, & LRET .2
AKASFOE RS A, NP EI F K, ZILF KA Ik, B8 B KR . WEVUREIHE, RKA
MRS FZE IR K ek, B LKk MgSO, THf5, 478 ERE, B EME S, BREHREN
128°C A B S, BI5 6 % 01 LA RFW WA &, WETT bR, R E ik, '
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2 HR5VE

2.1 EUAFRRIE

LHMEIER SRR TiO, - x H,0 ¥ IR $RAEMR ek 1401em ™!, H,PW Mo, O,, - xH,0 %
W 7 B 4 5067 F 1072em ™', 978em ™, 879em ™", 792em ™', 599cm ™', 518 em”!, T 4 4k
H,PW Mo, 0,,/ TiO, MM (7 B 451k 1420cm ™' ,1072cm ™' ,978cm ™' ,885¢m ™' ,798 em ™', 7E4118
HIE4LF H,PW Mo, 0,/ TiO, 1, B4 PWMo,0,,°~ FAES T i MU AN AE MR i , L7 F 1401 em ™' &b
RIE Ti - 0 - Ti IR RIIEITRE T 1420 cm ' 4, HEREEXCHRES , IFAREBE FOREER,
HEBEBM LR TR T Keggin NIRRT,
22 ARTEBZ_EBHEBRNFEHNREL

EEETEMRENO0.20 mol WEA T, KR MMEMAR FEFEMYRMNE LA BLFHE
B, WKFIE C MR E D, AR AMEE(A,B,C,D) =/KF(1,2,3) MIEERE L (3°),
ERTHREXNERT B _FEREEREW, ERAHNE3 fik 4.

4 EXRBL()EREN

H %
LR S W/ %
#£3 EXR 3 MEE . J . 0
% I@( ) ‘E sﬁ*:p é ﬁ] g] gl gl gg'?
B x 3 A B, C D, 60. 3
K 4 A, B, C, D, 49.1
A B c D 5 A B, C, D, 61.2
6 A B C D 54.7
1 11 L4 0.6 8 30 7 A B, C, D 4.8
A B C D 68. 1
2 1: 1.5 0.8 10 60 3 A B, c D 11 4
K 191.3  159.8 188.7 138.5
3 116 LO 12 90 K, 1650 1944 125.6 1646
K 1243  126.4 166.3 171.5
* An(TE): n(Z 8B LR AR k. 6.8 533 629  46.2
. - D, R k 55.0 64.8 419  54.9
(%):C: AR E LA B/mLs D: ALY L S L B R 03
8] /min R 2.4 2.7 210 13.0

x A n(TE): n(Z2BE) ; BARLFR/% ;C. HANFE
SR /mL; D [ 8] min

3R 2 51, A AT A BT RN MR E , K RK/NRF R B >4 >C > D,
B PRI AT A, AR LR B BA, B, C D, IRENE BN R & Rn( TE) :n(Z /) =1¢
L4 AEFI BN R MR SRR 0. 8% , /K FIA S Ae i B K 8mL, [ N B 8] 90min, =& W
11k 51.3%.
2.3 iy

H, PW Mo O,,/TiO, L &M TEEZ _BHEBNEMYIETERE TRAIBH#TH . HEE
H ' FEBURETE BB I & F , 2 T 32 SRR & 8 3, A A 6 S RS 7E HY (R T 2 AR
TEEZ MR, i, WA EER R AL T PWMo,0,,° " 5 FHIBRIE B T B E M T3,
MTTRRAR T BB FTE AL BERTBCS .
2.4 ROWEE

BARHBTEL _MEBRYN EFBELAIEEEE v em ™ (IR, BAER) :1146,1123,1057,
1023 F01946 , 5 3CHR[ O ) 338 1 T BE 2 — FEARRE AR 5 VLD AL IS 8B A — 3, 'H NMR( CDCl,, 300
MHz): 4.60 ~4.62 (m,1H,CH), 3.83 ~3.95 (m,4H,0CH,CH,0), 1.63 ~1.88(m,2H,CH,) ,1.25
~1.36 (m,2H,CH,),0.96 (t,3H,CH,) . M IR #1'H NMR $ B HiA=P 0 T _FEAERE NS
o PPYIETTEER n]) 9 1. 4189, 53CHRIED (n)) 2 1. 4182) BEAAREF, =5 o o B B WA
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3 &Hr

FABBEHET AR BBEHER SRR H,PW Mo 0,/ TiO,, AT AYE B
BHRMH: FRERLE m(Ti0,): m(H;PWMoOy) =101, K H I8 30 mL, BREEHFIE] 12 h, iE4LIREE
150°C.

LA H;PWMog0,/TiO, &R T B Z _MAEBKEERM N n(TE) n(L M) =1: 1.4 {1k
FIFRB AR B YE SR H 0.8% , K RF St KB R SmL, SIS HFE] 1.5 h. ERFMAT, =ik
A5 51.3% . H;PWMog 0,0/ TiO, BEALFIXT & T B —MA MR A AL YEB'E% TR
BB R B RN A SR, BE RIF RN RATR
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Catalytic synthesis of butyraldehyde glycol acetal with
H, PW, Mo, O, /TiO,
BAI Ai-min, WANG Zuo-te, YANG Shui-jin

( Department of Chemistry and Environmental Engineering,
Hubei Normal University , Huangshi 435002 , China)

Abstract: A new environmental friendly catalyst, H,PW,Mo,0,,/TiO, was prepared. The optimum conditions have been
found, that is, mass ratio of m(TiO, ) : m( H;PW Mos0,,) is 1/1.0, volume of water is 30mL ,the soaked time is 12 h,and
activated temperature is 150 C. H,PW Mos0,,/TiO, was used as catalyst in catalytic synthesis of butyraldehyde glycol ace-
tal. Effects of n (benzaldehyde): n(glycol) , catalyst dosage and reaction time on yield were investigated. Optimal conditions
were: n( butyraldehyde): n(glycol) =1.0: 1.4; mass fraction of catalyst to reactants, 0.8% ; reaction time, 1.5 h and cyclo-
hexane as water — stripped reagent, 8 mL. Under these conditions, yield of butyraldehyde glycol acetal was 51.3% .

Key words: butyraldehyde glycol acetal ; H,PW MogO,,; TiO,; catalysis; acetalation
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