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Abstract

1-(3-Diethylaminophenyloxy)-2-propanol was synthesized with 3-hydroxy-N,N-diethylaniline and
1,2-propylene oxide as reactants. In the presence of alkaline catalyst, 1-(3-diethylaminopheny-
loxy)-2-propanol was synthesized. The effects of catalyst composition and preparation process on
the catalytic synthesis of 1-(3-diethylaminophenyloxy)-2-propanol were investigated. The results
showed that the Mg0-Al;0; composite oxides calcined at 300°C exhibited efficient catalytic per-
formance when the molar ratio of Mg:Al was 0.0015. The optimum reaction condition was as fol-
lows: reaction temperature 120°C, reaction time 5 h, molar ratio of the reactants being
n(3-hydroxy-N,N-diethylaniline):n(1,2-propylene oxide) = 1:1.7, and catalyst feeding ratio 1 wt%.
Under the optimum reaction condition, the yield of 1-(3-diethylaminophenyloxy)-2-propanol
reached 81.78%, the conversion rate was 93.06%, and the selectivity was 88.39%.
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PA3-BE-NN-ZZEEE S5 1,2- ARG RNY, EREELAINIERTERI-GB- 28 EEE
#)-2-HEE. 1EETR T BAFERAEH & T EMEL S R1-(3- 2K EFEE)-2-HE R MM .
HEREN, HBEEE/RHCN0.0015, £id300CREEHIRFAIMg0-AL0s B A ENMERIH =K 4L
B8, WL SERAINRETEEERN: RNEEN120C, RNNFEARSh, KPR HEn(3-2E-N,N-
ZZERR)M(L2-HER) = 1:1.7, HBAFIBEERNL wt%. ERTZ%4T, 1-G-Z28EXRE
#)-2-WEE =315 281.78%, ¥4L%F493.06%, %EFEHEH88.39%.
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1. 5|

Bt GURl TOLAC IR S, Gopbr [ AR R A VE RS B B2 Tk, AR 25 Tolk 1125 Tl AlfE Bl
MR, CAREERL, RIENETER . AR BN G T 4E S U, (B ke o e 4 (1 5 FAR SR I i o5 1
LR, e gupl s AR SR B AN R AP ROR A St [1]. HAT, T R AR R
FURZ B TVFZ R TARE B, Tk S AR 2 [2], BB A THE] 7 A iE A & T2,
N AR IR AT R 7 IRTH3] [4] [5]. AR R AREER AR AT R A RIRE, TSR
TEERRE R ML S, AEE P A O T YRR, HERMSRE R AT USSR AT M SS
I FR AR 2 = BRI IR A R B AL S B, NITTHE SR G oy T S P 4R 5 & 70, W] DASRBLH VP 2 10 5 s £
REATm. COGEEHE. MRS, Bt AEXT SR G DL RVE RS 205 R, e —REE NIRRT
Bebal k. AR “EERER QORI AR & L Z RS, (BHA AR KT VR AL T T R
W BTk A8 L E LR = ORI, MR IE A, IFH BT - AR i
WRAEE A, AR R, PRI AT 2R e R ] A A 7 R 34 S I g 3 7)o

LRI A B K A N AT A B e i il 4 ) B2 5 S A P A7 AR R Ly, AR R (AL 57 AR T
SRR AL R AR Kk SN IR A S AL S ML Claisen-Schmidt e W45 [4]-[9]. %5 T-2K
KU AN HTIRAR (1 2 A B AAE LR AL S B b o i M e AR VR RS SJEiEtEA >
MUy FHEERVERSERS AL, ALK A &) 9 AR A i) %15 2 ) = & A ALV AL A R 1-(3-
T ORI IE)-2- N RE T R o S I AR I S5 DL R PEBER PS5, JT R T i R [
BRAEALT], FFRE— 2 RGUETT 1 SN AR A X 12 5 L R R

2. SELRERSY
2.1. BFRELTIRSHI & RERIE

2.1.1. FENESAF
1% 2%: HG-10-4B ZUFE=CrEBHYY, DZG-6050 ZYHL 25846, DGG-9140A TY i #IE iR 5 X T8 48
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)

YZPR-50 Rk # W28, B GCMS-QP2010 Ultra, FT-IR {37 HAZH: 4T A8 56i84%, TG 209 F1 #4344,
18KW HEHE X BT i, k&R d s,
A AABE(AR), JLUKEHIRE(AR), 1,2- A A FE(AR), 3-F25:-N,N-— LK IZ(AR), HEE(AR).

2.1.2. BfrEATIRHIE

F BEIR L2 MgO:AlLO; = 1:0.0015 43 il AR U R AL BE A JLIK & IR AR, 18T 50 ml 58517k,
PRI A L e VA AR, OB =200, JRONREAT, 7E 40 CIEIRIM R B 12 he BUH IR NS I
AR, S ERRIIEDE, BT ESHUEA S 80CHIT 6 h.

I AT IR AR L B T 5 ah b AT B s, B THIRFE 8 5°Cimin, MR THE 300°C, FAE 300°C
THIRERE 3h, HIRAH, RIHI43 MgO-AlL,0 B A E M.

2.1.3. BFrELTIRSRIE

K FH 26 B3 S 45 IR BRI 4 A PR =) P 3 57 M AR e 20 A6 R SO H AR Ak 77 P 1) B RE FA AL 2 B gt 4T
WI5E -

KH HA Rigaku 2 ] (1) 18KW H 58 X FHATHHM(XRD) X B bR A5 IR AT € o

SR P 7 ] i b AN 248 1) 38 BR 2 1 1) TG 209 FL A T A(TG-DTG) %t H A AL I HEAT FF i () #A e M
GINTe BT A ARG, FHEIEZN 10°C/min, FHEZE 600°C.

KH g & X o 5 A AR TH RS AT AL .

2.2.1-3-ZZRaEXRE)-2-RENERK

221 REJRIE

1,2- IR P JGE RN 334 26 -N N - 2 5 SR A [T A i P AL 0 (0 1 T R 2R TR 3R e e i 2B i 1-(3-— 4
FIERAIE)-2- AR, R £ EARE 1-(3-— Q& IE R A IE)-2- N4k A 1,2- 3R 5 A e e B2 15 2 iy /b i
TN REORER R, DARR 1, 2-BR S B 1R B ER 7 SO AR U 2-(3- L R B R ) 1- T

W

H;C

OH
y cat.

C—cCH, +t @ ™ hc—6-c-o
\(/ /—N J)H

222 1-G-ZZEEEXEE)-2-AENER

FRFRREL 6.6 g (0.04 mol) 3-FRHE-NN-— 252K e TR MR M9, FEIA 0.1 g il %4 (1 1)
MgO-AlLO, AL 7, SR J5 FHVEST 8T X 4.2 ml (0.03 mol) i 1,2-FR 4 A 1t 3T 2218 hn N B K s b 58
W

) K FA R B3 R — B TR RS R B, LB ISR AN, SRR R K s B2 B T E R
Hlesah, ZBWTHEZE 120°C, fHEXM 5h. KNSR E, ZBHANERE, BKRRMNERH . 5k
ST LA HhE, AR 25 SR 2 ) MgO-AlLO, [ Bl AG TR, 5 2453 B 1 7= 4 S C0AG € (kG B
. LL GC-MS X =4 AT & & W .
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3. &R5118
3.1. {ELFIRRIE

3.1.1. IR FAE

¥ LA EBEER (Mg/AD EE /R EE n(Mg):n(Al) = 0.0015, #xkeii 522 300°C 1) MgO-Al,O [l {4 1 571 £
KBr JE A, R 4500 cm'~500 cm™, F#AE 32 Rk, BEIM IR Lk EWE 1 fiR. BE 1
A L, 3698.87 cmt Ab A R i MR i 0 , L S T3 B O FR FE R Mg-OH T AL-OH FRIER 47 418 50 iU ; 3446.24
om Ak 10 B IR ST 6T B ) 4 A B B HL0 K O-H RSN s 1641.16 AT 1382.74 cm AL
WSS, 28T Mg-OH A1 AI-OH (925 iR sh W Icis; 500 cm ' 42472 & T & @ ALE %, O-M-0
FRARFAE IR W I8 [10] -

3.1.2. XRD F={F

24 MgO-ALO; Atk XRD JHRLE B 2 Fras, ATLAEE], 300°C. 2B T
MgO-AlLO; AR ALK XRD i B 45 B 5 (157 7 & 74 i MgO il ALO; I IEfT %, i 26 =
38.10° Al 62.28°4FERTH T JE T MgO, 26 = 18.82°F1 50.78 45 4EATAT ISV )E T AlL,Os, 260 = 58.92°%fF
TERTSTIENDAJE T MgALO,, LA AHSCRFIERT S U6 S Wt 1) 51X MgO-AlLO5 [l TR E A M) R A7 1E
MgO. Al,O; Fl MgAl,O,, iiF52 7 HEHAH ME ALO; AEEE[10] [11]. Mskyi, iEEIIEL PR, #74%
SRIER, ATHPENETEARIN A, RPMEEKA TR, 4R .

3.1.3. TG-DTG FRIE

KR m B MgO-AlLO; AR A A I #AE A M s R an ] 3 Fow, AR 2 2 23 RSP RRE
AMkE MgO-Al,O AT EA L) 4 mg, MHAZFZAF: N U, MER 25°CTHR 2 600°C, FHRH R
4 10°C/min. I 3 AIAT, MgO-ALO, BHATRE Y E IR K HE . SB— IR E G BLUR AETETHEVI,
DTG 4 nI A4S tH B B 2k s JF AN 2, FEIX AN B 3 2252 B T2k 25 MgO-AlLO; [ElM A8 A AL W) K 1H |
VIERWL B K-G0 B B B R 4G oK [12].
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Figure 1. IR of MgO-Al,0;
& 1. MgO-Al,0; E & FWHIRILIIMEIEE
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Figure 2. XRD patterns of MgO-Al,03
A 2. MgO-AlLO; B & S L4 XRD
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Figure 3. TG-DTG patterns of MgO-Al,03
3. RETERIBIEE MgO-ALO; E & E X TG-DTG

TESE ZARE B, MIEELE 260°C~400°C i P9 MgO-ALO; B &AM L T 285 IR B R,
PEIR KR EI R R, B R REIAF|L) 27%, DTG #hLEn] LA & SR HIX A4 81 B HARBE kg . itk
i 2 ZE R MgO-Al,Os [ A I 2 T 2 RI-OH,  tAMER —L co2- Fl NO; 7 fif I AR TH i
% MERER ST, TG ML X Fi.

BATAT L5 5], MgO-AlLO; AT A4 300°C R BRe 2 5, K& TR LSBT
FUZEK, PSR 1533550, RGEAS, SR EA T, IE N E 201 MgO-AlO, [Hl 1A i {1k 71,

—4E R 5 XRD M) 4[13].
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3.1.4. SEM FR{E

N1 5 MgO-AlLOz AT RIS, RHEAFIZEAT T SEM RAE, BARKIES
Vel 4 FIT7i o F T SROSEIN TA] i FEE A FE AR 7 i i 5518 2 LR AR AE , 141 4 0y 300°C #k B MgO-Al,04
BT AR, FOESRE RN TS, RUTHKAEIIRI R, 28095, e,
MR+ KIERIRIZEM, BT XM RS S5 f R i 2 A R s iR 2

32. RMFHHER

3.2.1. BEXN KK

ASE R 100°C. 110°C. 120°C. 130°CHI 140°Cix 5 AN %82 I N il B 0] P2 R I sm, T
SN RNTE] 5 h, SONAIEER LG n (AR FE-N N-— Z 326 1%):n GREAKE) = 1:1.5, H MgO-Al,0,
V] A R A A 75 FH e B R S AR 21 1%, g5 R 4 Frow . Horr, P A R E 0 1-(3-— o &
AR IE)-2-NEE, PO B R BRI 2-(3- . LR HE R IE)-1- N

A 1 RIE 5 RIS H, MRV ETE 100°CH] 120°CixA EFIXAES, F=#H 1-(3-— L& HE K
SAIE)-2- PR T (A) 1 7= R B 25 LR PO T i 34 i k20 BT, B 120°C £ 140°Cax A X (A FHELH
PRI 1-(3- 2 LR BRI )-2- T RE(A) K77 38 BN IS o (R S REIR FE DA 120°C IR S = 7= 4 1)
7= RN A FR N N-— R (R A Bk B KA, BORTE 120°C R BRI AN @ e, (R HARIR 2
B R BEEA ZEAR N, R B ARSI A/B (MR T DA BT [ — i A 700 &, TR AR R SO 1
FAAC R ST A3 B = VIR B R AN K, AIB #RFE 8.5 Zia, I HULET R e (2 2 et AR
T AR IR ROSR B N 120°C.

An v
N
= )\
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Figure 4. SEM of MgO-Al,0,
4. MgO-Al,O; E& & X489 SEM &

Table 1. Effect of reacting temperature

*® 1 NElkBLEES R B EI A0

SRR FEI C 72 5 (A% AL (X)I% PR (A% AB
100 74.21 84.32 88.01 8.8/1
110 77.88 88.82 87.69 8.3/1
120 81.78 93.06 87.88 8.9/1
130 72.77 81.87 89.06 9.7/
140 63.48 7175 88.47 9311
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Figure 5. Effect of reacting temperature
B 5. FERRRE T 2T E

3.2.2. KHE* R RIS

AR FIERE 2 hy 3hy 4hy 5hAT6 hix 5 /NI [A] % 52 [ iR (AL P2 2 i e, L2 5kMF: IRV
IE 120°C, JSAEE/REE n (A5 2E-NN-— S FE 28 1Z):n (FAE R iE) = 1:1.5, MgO-Al,Og [l 145l A4, 751 H
BN NIRRT 1%, W52 45 B and 2 MK 5 fis.

MFE 2 FIPE 6 ] LABHRAGH, A 2 h EK A S h i, FERuane e, SR 4ef M 5 h s
26 hi), FeRB IR RN [E] Y 5 h B =P i 7 28 A F2 2N N- T LB 2R i (1 Ak 5k 2|
B KB, 2 B3 K R [R] 23 B N A: 72 BeAs, i DA 4% g £ S SIS 8] 24 5 he [R) B B IE R B0E v AR
EIRIE B[R] 5 h B R AS 2 f s, H S BV B 22 AR /N, BHARSLI AIB (R ESfE AT
PATE BT [R]— P A 70U T 55, SRR 8] PR SO0 A A S B e = DR B s il AR /N, A/B E B h
WA f KAl 8. 4% LATR, fefE R M AIESE N 5 h,

3.2.3. REYIEE/REL R R R 45 RN

SEOG FR R PRI S N EE R EE R n (T FR2EE-NLN- 2 2 28 1) n (R A #E) = 101, 1:1.20 1:15. 1:1.7 Ml
1:2, B 5N [R] S BE SR HE R S L= e IR s, L2260 IROBLIRFE 120°C, [ RS2 [E] A 5 h, MgO-AlLO,
V] A {4 A 75 FH e B e S ADRL I 1 1%, U7 &5 SRk 3 FRIEL 7 Fow

ML EEE A LS H, BEE n (BN N- T Z LK) 0 GREA ) Nm:, B P R a2
BN, fE n (FFRFE-N,N- T 22 00 GREFE ) = 1:1.7 i, b X774 1-(3- & FEAH)-2-H
P IR BB OB, ARERHG KB RECEOL R, 774 1-(3- & B R ) - 2- A I (1) 77 2 R PR IR AN fi o
R = P27 2 A 2 18, BEREEON 1007 S B T RAME N bE & 7%, Bt LAVt 240
DAL IE-N - ZHE R R L, IR 4 ] B, BEIR B 117 B (AL 2R 0 I
TR LA e BB I 5 JE PR EAEBE AR N 1017 B AN S, (ELAR XS SR 845 A B8 IR LU (138 8 1 22 S A K
B A/B ¥ EAE AT DL T AR R R0 28 A e 7 AR 5, OSEABE 7R b AR A0 T LM A s B e 757
YIEB R AN K

3.2.4. AT E N KRR
S b B AL R N 0.05g, 0.1g, 0.2g, 0.3gH10.4q, FEEALFIFBRHER = Z A F20H
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Table 2. Effect of time

%= 2. FRIR RATEIX & R A= 0m
R[]/ PR (A% A2 (X)/% P (A)% A/B
2 50.62 57.54 86.90 8.7/1
3 63.43 71.76 88.39 8.8/1
4 72.30 93.06 88.06 8.7/1
5 81.78 82.10 87.88 8.9/
6 81.20 91.57 88.68 8.8/1
—a—= YA
%] /0
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Figure 6. Effect of time
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Figure 7. Effect of mole ratio
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Table 3. Effect of mole ratio

3% 3. TRIR R4 /REERT R R H9S M

[F] 32 LN N-— 2B 2 R/

PR A PR PR A R

S . (% A/B
PR b (BE R L) (%) HelE ) %)
11 58.82 66.37 88.62 9.9/1
1:1.2 65.51 74.74 87.65 8.7/1
1:15 81.78 93.06 87.88 8.9/1
1:1.7 85.38 89.34 95.56 8/1
1:2 84.17 89.97 93.55 8.4/1
Table 4. Effect of catalyst input
=4 ENTHRRLE N R A0
HEALTR) FH B (Wt%b) T A R77 5(%) AL (%) 7 A TR (%) A/B
0.5 80.15 91.34 87.75 8.1/1
1 81.78 93.06 88.39 8.9/1
2 80.62 89.45 90.13 10.9/1
3 66.96 76.91 85.93 7.711
4 58.02 86.47 67.10 8.2/1
95 —
—a—= 4
L ]  e—7rZ +
% — [ o7 IA+B)
85
L |
\
80 —
< [
S 75
o
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Figure 8. Effect of catalyst input
B 8. TRMELFIZRIE T =Rk E

T 2% RNIRE 120°C, KREHEY 5 h, n (AFEEE-NN-—Z 55 H):n (REFRK) = 1:1.5,
MgO-Al,Og [Fl A B A 175 B £ S REDRH & 1K) 1%, e 5 R dn 3 4 FE| 8 Fak.

e 4 N 7 aTRAE R, S H BT 0.2 g (2 W), P2 1-(3- - 2 & FE A L) -2- I FE(A)
(7 LA TR E 80% 7 A7 o MMEALFIMIF RN L 2 wiels, FEdi = 3 Sl T . [RS8 rp A 771

R EEE N 1 wide, BEI [ 2E-N N-— IR AL A R f

K, HEWRERAK, GEFEB=AFM, SEMELFIBREIERN 1 wid.

WEFEPEAE AL & 4 wiOelh 1R
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4, 4Eig

R HLGTTE ] il 2 MgO-AlLOs /KT A1, LAH A i B AR 28 1o iy it M be 1) 46 (X B2 45 S A ) mT A D f

], RELL 3-FFE-NN- Z IR AN 1,2-FR 5 B N RN G i 1-(3- - LBk R A k) -2- TR B 1) Je IV 3
P e AV T FIE B . MgO-ALO; B A MG K 1-(3- = L& I R k) -2- P Bd B 1) L
AN HATIBR N R SIS R R 1%, OB JRURHE RSN, N- 2 2R i 55 3R 480 T o R BE R LAy
1.7:1, JRMREEN 120°C, RMNEFEN 5 he TEULRBIZEAT T, 1-(3- LR AR A L) -2- N EE R IA )
81.78%, HAkZiLF] 93.06%, LIEIEIAF] 88.39%.
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