HEF A ESLE S R T
kIR PR B Fl &

g 2R AL SR

m =

SRESFIP MBI & PO R E— T Ak, BEIPR, RpEZHFIIE
TR M 45 T00mm FHIHAE AT, HMILIBESRPRAIL Gk E X
2.0—1.0%, MR BREHERERERFEDIEISRE B 43—56%, 1R B
FE25—30°C, #1 1 45T HAMEE—REREAKN9 —11nl./5 5
S HE SRR A BB B PR AT IR R LR B P~ 2R eI HERRE 66 —72.9% - 7E 3
AR P B AR MR LR S P — S I BER B8

HXAEET S RARA (A ERSRGL10% ) 2L 1 2 3.2 35T B
TR, (REEFE6S°—T5°C, AWKmPssRIR/ =24 %80—82%, F M kas>y il
=154 % o

— AL A B L 2 R R 6 RS R I R — A @, 8 — R R ROEE
F%, BBREBENLEURTEEARANTEGT. SIMER &, &= #% &
—— FERRN MG ASR NS N, Fit, BB R & T B
RRBTREN LRI RN L7, AMNEFRAERE, FRARERESE
EEMRBR S, BRI R RLE I A& MM BT -+ T B B DU, kA —
FEERNMN&ESZ), BRIE, BARSAEEAYKS, Bk, BRESRN
EER A TR, 19524EA, Seipioni (V4R H T HlRE —— ZREMI3E 545 & DA 720k
MTIRRE, 5 B4 LU I AR MR L 30 S S B A T3R5 : v 5 5 B 1 5 1
H B 3 H81—000b, X/NHFIT 45 TR U T IR 45 W v T 9 1 Tl 2 R B ET A
Y o SR T SEBR ERERERN ZRE ML VR FAR S AL IR BRIk B, WFESER T8 LIY
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o o SKABSHTTIERAF AL FEE= BYl R LB,
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BURB R TR M, I S0k i V5 S 4R 1K g I B R S B SR DL AL AR PR A IL 1
Hit, ARENENRERERMARNES S SRS RmARR, BAE
BT REEERED, FEES B S RES &G LLRR N, R LRESERRATM
BEFA A A X — 2% H H A& fhe

R ANRNSE S RN ELIR DL ETERTRE. B40EREN
BRI E D — R 7E0—15°C A B ITIR P 4 —24/NI, =R—R7E68% PL T 278,
HEREERIMR, ATBOERE (ESFh—amm4 ), MELEAY
hEEHIRETE 5 % UL T ML R (RIRE LI L NG & L& iR (b ik
B, 1963 EF BT HNAMALE T B EET L TRANRRERESE SR
REEE R, RTTBI19654EF T B TE D, A, Isaceseu [k A THE & (01 3 EH
Fbiens 48 & IR AE IR P 00 70 i S 4k B2 3 AT R AL

HT DA AR FRFE, AR R A EOR R KRS A TR I 0 E S 4 & IR R
ETERES 20—30°C, BLBEFEHHSELHBBEERN 2.000TF, EARNMXH
W — WA FHAIN 1 11 WA TEREXEHEMELESE DA W
SEXNPBEXEEMT ROENE, FRIKE G AR A, Eit, dX
Al AN RN EEREREERTANKARMNIERASERBHELD L
BT

MERERTTLIE B, e — E WIRE N —A N RS FHAKEET,
BE R — T SR N R EIE66—T0% , WL BRE R RIX rh R R
AR TEEENEGRDPAMERENSY T, F—MN4E059—62)—H R ¥ UE
Flde U R 0 7 R L TR Kb o O B R PR R TG T PG, TIOM 4R ( 63—95 I &
HEAR G, BT RETE A AR 4 F 7E43—56 % T Y, W27~ B0 s
J966—T72,9% 115 1585.2%; FEERTE62.5—66.0% 40 5 14.8% o X FEH L - bhms
AR SRS FEBIR S T RN, TTREM 1:1.3 L BHER 2L T . AR
RERZREERARNEXARBEF R ALTR, RALEERD—K K 280
—310ml., BKEFERKBRD 10—20ml., TNB—fEEME, F—Riklk
FAKE BB & In15—30ml., SEEBEERE—REMN, MXHR O~ F—
MR MEN, EEZERRAE—BLERDETRILEAR TR,

RO HBELREEPOEAANKER2.2% B1.0% X—EHE N R 2 #ZHk
HEFRK, BERRAENEATH=REAERENEN, SR —ARNESY
RN SR 3 BB N, RNERYIT BTN E 20 2—3 44,
Hit, 76EITHRIES AT #eh5 BE T LR 9—1 1ml. /43 L _F B3 BE AT o B2 ki (]
K, HHRERMBELREN, R84 L5 RERDOER. RTEK
RIEEBET, FERORIEC BB E CemiRBER2E 5 F ) F 3/ #8304
B, TBREW CHmigies ) WAREY S BARWRI2SK AR, Hit, X EER
ERNAEFEREHE LRGN,
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C.D.Hurd f1C.L. Thomas "*** #7713 it X P 8 3 T 05 SRV (E R385 5 22 oMk g
W, i HERBR AR S EH24% N, MR 3789.5% 10
FGRIE W RTI55.5% , [FINHEREARIM 4 (L& AR T R T . FEREAT
T S IR R A v I AR IR B W R R T R R A SR IR Bt U B
FEEUS M, RO RERSNE EREEH 7 10—1196 1T R,
Wk Mg TR G R O SR T 1580—8296, T4 {7 BV [ W R R A EIE 7 R IN54%, HEFR
FIFR=, Twinf, ZERFREFROET, BIER K& E % 5 £65—
T5°Crh T HE A BWTHRBIAE G AT 1L, T, WRRKRIT MG BEE & R
B, MEEBBOR IR LY e A RCE I .

£ BB N
(=) BWXAmMAFIE.

RRERLE—, & £ R K FCH MA800ml.H 492ml, /K, 200ml. H EH
#35ml. 33.8% [DAIL/KISHATAR 1 1# (LEHG
W MHBEMARE N2 ST It & R K R Sl
(EMEERE192,5%3, FER116.53%, 3540 F Lkl 1) ik
[EE i RSB b, B —IEIR /KB 20—25°C/KE 3
RPEC RS HEEN. B, SHERERR
WHENRLEGRNTIEE, HRMAERDER
FHEEX DU ER U, SRS AIREE 220
—25°CRY A KRBt — A IR S W L9 —11ml, /43 ) 3R
ERARRERN, BEFHE, BRRNMNYAELER
FHRSEEEIEN, BFE2—34 $h /5 M BEA] a7 BN {# 4
AT LU B 28 iR LU/ NEERR AN IR F UL AR SR 7E R
EHED, EHANIRh—FHESE HEM AN
PEEERREABTRNE Lo B O, 5 —7F
T, BT RE B R S0 T I 5% DS IR R A i Mk L
I3 B iL B Sem, /K E DLBEMR T TR ESE L
GuE s & R EET. BTHERMSERER R
R, MRMBEWNBERSES LA, EARE . .
WA, MAKBRORELIE 11 CTR e D
RN IEEWAREREREI E—6°C, Bk I
6] 304 4, Ikl SEEESE SR BTES /T8, SRS KPR IS HIKHHE UM LR R
BT 524, HEG AL, EORENET B 1R W rp VAL AL 50 R B8 0 73 PR 2 1
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WE, EEAMANTAMAAOmIF TR T RICE SRS, BREAHITE ZREREK
V.o

EEEBRT, 2wy P2 iy FIRMmEITR R 3K 43 280—310m], &
R, T EE—IK 100ml, Zedk A 607K R R M —AZ 2390 15—30ml, . R IER &k
JEHIE R AR RO MR B EBOKEN AR, RXEFRERTARY
FEERSARZ R SEHRNAERYRPHN 7 —9, B2 d%Ah H K k#k—
KIGHAZEPH 6 — 7. HTARMEER T AR E, FHit, REEHN # LEE
WHHARRBEFESZS T, BEREBIEXAMATRZTEE T B (B3RX
—, KE(59—621) o IT AR (LR A 45 W 4 SR B , B2 R el R R 07 REE AR,
WL FBAER KRG (MERT 40875 ) , MEREESRE 2 o TR
BB AN NS ER40ml,, PLERF IR SWO P NI AR BB ILRGW R BIRE
BJ43—56%,

ERYZKEZpH6—T G, £ 30m, m Hg AT, WEH50—T70°CifiiK
SRIG TR ITIREZR 6 (b T2 08 M e R B B /8936 °C, i I b sl F Sl
REKZEHHERE ) » K & 102—112°C/Tm, m, Hg, 8%, B X N B W= &k
180—1907%%, 7= H66—72.9% (EH=8E), HEN35°C, L/KEL MG
XA H R4S SN 39—39.5°C (HkEAm. p. 39—40°C ) U0, R RDE
EXAE, BERBY (EEE TR I ) J955—657E,

LR & b & E LR IR B I 2 2 B W E T BX3ml, /LR & 4 T250ml. =
AR, MAL00ml, EBACK KT, KER 0. ANHCL FRERHEEE, UHE
FelETE R,

AR EESWHREBEERTINERENERHSEN T: A8 K S ) K
5.0ml, VIR G T 50ml, FEB AP, MANFEHEL
T &R rh DR IR B O T R 4 SR TR B vh A0 Sml FF
SRR 0. IN HCI AR WA INETIEL R BEM
NESBKMBEZE, BRI IENRBEE ST
Z AR AW ENN T EL L TR M E,

(Z) A EX AW EREREE.

R R, EhMb{REIME 85k
Fsb, K A—HER TR, S i, F oy b5
%, T hiREt,

PR AE K RBR Y (XA 2t 1 RS
B0 ) RV 11 3.2 34 F LA R ok
AR 4587 50 ° CIR /K M RIEL 4 WO SF M, UK B MK AR S IR MU
RRh, HEEEN. MAEBKARINEEE°CUT, MBELEREMRE

E BEXREER K
B E
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30°CHR 5 T i R IEL R 145 BV AR BORE SRR R In #E I 258 1R T IR N B Mg,
R N T IR NS RO M 0 1R B (R R BT, 308 B 3k B 35—40° CR 8 o] LAY, B — i £
HENEEHIERNM BN L, SERMREFERE LA E60C, WRIEFA
AR EINRE A 2 S5 FFE 95—120°CTRIR R A hiE S kiR
. Jyit, DFCLEENSHK PSR R g fE65—T5°Crh 31T, EHEMNATH
AEEETHRERGASES  CUKRENRAF EEANE, REBHKRENR
Fhi ok PRAE R 2 51 A ARR 5 0 A5 AR T 68 6 5 A5t 3 404 m TR R

IRESEER i B RETEK FTHFHORL o BURE 2B IR 7E RS HIR H i B 0 Wk R B BR S &
i, BNERELEANH, F12N $hER SR 5e¥ 354 0 b R LUR ZE T8 o0
LR e — Lo DU Z BT e B AR AU B KT S R R I A, JRM N N k3R IS FE 12
N#hER s pERE rh FRZE pH 3 — 4 MMM AR AT H, ERFREDREERRE 4 B1E
16°CRATF 72 FI A TG IR < 5 I L7 R UK K el — kR (R B i SE T 36 7E 80°C
BT BRI RIS AT H80—82% , X FEFT{F VR P % B H AR &
J141—2°C (bt 141°C 083 ) FHERUF @, FAKESH BAHRERIBEAR
BAE, XHATRELRTHH&HEEBAT,

.05 5 T W SRR BB R 54 %

AR /5 R IR 5 R, MRS B LR EFR2.0—1.00%, TSR s
FENHRIGRIERN43—56%, RETE25—30°C, B 15 5 F LA pER: —N
IR G WEIL 9—11ml, /55 {3 BE V5 By N T IS8 T Bk 17 R 1 TUDHBge S P 7= 2 Tt 4%
FEB6~T2.9%, TEHPAERHFRETEMRILESR O W—EREZERELN, JIMNAEA4
T2 ENE, EHARES SRR BRI BRI, FHEEmE
RRZE—RN, TMHNKBHRET, HAFEERWER, £ EE08, 34
WIS ERIRI RE AR D, BT SRS Tk e 7 RS BR B LB T LR 0 X — 2 B, %
T H R KR SR BRI A TH R K ( EmpmERammmss 1), BIER
AN EFRERRENS 2 —, XA B SHESE N,




& R 1 P B AT S ISR F 5 o P A By ) 4 51

5 % x ®

{17 A.Scipioni, Chimica e industria (Milan), 34, 78—81 (1952); C. A., 46, 7813
(1952).

{27 G.J. Leuck and L. Cejka, Org. Synthesis, Coll. Vol. 1, 224 Ed., p. 283,

(3] P.P. Surmin, J. Gen. Chem. (USSR), 5,1642, (1935); C. A., 30, 34307 (1936).

(4] A. Hinz, G. Meyer, G. Schiicking, Ber.,76 B ,676(1943): C. A., 38, 2334g (1944).

(5] Y. Terai and T. Taunaka, Bull. Chem. Soc., Japan, 29, 822(1956); C. A., 51 ,

8004C(1957).
{61 I.1. Grandberg, A. N. Kost and D. V. Sibiryakova, Zhur. obshchei Khim., 30,

2920 (1960); C. A., 55, 16517 £(1961),

{ 7] M. F. Stadmickuk, Nauk. Zap. Chernivetsk Derzh. Univ., fer. Prisodn. Nauk.,
51,36(1961) {Ukrain); C. A.,62, 9087g (1965).

( 83 N.I. Shuikin, I.F. Bel’skii, V.M. Shostakovskii and R. A. Karakhanov, Dokl.
Akad. Nauk. SSSR., 151(6), 1350(1963); C. A., 59, 13909%(1963).

{ 9) Romonia Ministry of Petroleum and Chemieal Industry, Neth. appl. 6, 413,
767(Cl. Co7d), May, 18(1965): C. A., 63, 18032b (1965).

(10] D. A. Isacescu, 1. Gavat, C. Stoicescu, C. Vass, 1. Pctrus, Rev. Roumaine Chim.,

100 3 ), 219(1965); C. A., 63, 16284 (1965),

[11) D. A. Isacescu, I. Gavat, 1. V. Jonescu and C. Stoicescu, Rev. Roumaine Chim.,

10 (3),233(1965); C. A., 63, 162855 (1965).
[12] D. A. lsacescu and 1. Rebedea, Rev. Roumaine Chim., 10(3), 245 (1965);C.

A., 63, 16285z (1965).
(13] C. D. Hurd and C. L. Thomas, J. Am. Chem. Soc.. 55, 1646 (1933).

(143 oY, Akttt 7, 13, 217(1958).

{15] I. Heilbron, Dictionary of Organic Compounds, 4th Revised Ed. (1965), p- 1481,

(16] HKEMFFISITHESR B. 10, f/rAES:, N N 22fEgR, BbEEF-F0, b
STl BRI, 1958, #E454F.

(17] WEns R IR MEEZE1S°C Y, E500n. /K AT R —WIkR F AR, 2R The Merck
Indcx. 8" Ed. P. 475

(187 I Heilbron Dictionary of Organic Compounds, 4™ Revised Ed,(1965), P. 1480.



52 NI 19744

Continuous process for the Condensation of

turfural with Acctone—Prodution of Furylacrylic acido,

Organic Laboratory of the Department of Chemistry.

Abstract

The continous condensation of furfural with acetone is carried on in a glass
tube($45x 700 mm,) provided with a cooling jacket, a stirrer, a thermometer, and
a funnel for adjusting the liquid level, keep the concentration of sodium hydro-
xide in the catalytic mixed solution at 2,0-1,0% and that of acetone in it at 43-56%
of the initial concentration, and at the temperature range of 25°-30° ., and
feed a mixed solution of furfural aud acetone (mole-ratio 1:1) into the reaction
tube with a speed of 9 ml,/ min, Furfurylidene acetone is thus obtained as the
main reaction product with a yield of 66-72,9%, It is important to maintain an
appropriate conceniration of acetone in the catalytic mixed solution,

Then let 1 mole of furfurylidene acetone react with 3,2 moles of sodium hypo-
chlorite(available Cl content about 10%) at 65°-75°C, Furylacrylic acid is obtained
with a yield of 80-82%,Hereby the chloroform recovered is 54% of the theorctical

amount,



