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TR B T R R R A AT AR ) BB S S A R

E M. EEM.K B EIMHER. L B, BAK
R Tl K2 LML T 285, $M 450000

# B aMESSAGT USEEERVEYNEPR=ZENEN. EESFAMSFARNE LR S
BT 5 MEAREEmASY, HegwiEd IRNMR A1 ESIMS £iF L. Bt NS AR WL E, BIENE L
HR EXENEAGT SEEERTEYSEPFREZEBMYAMNELL R 1: 1.5, RMBE N 100 C, KN E R
15 min, B R B A= E T 35 94.9%.

KR BB N & R S RIE

RESES0626.2 XEIREN:A

I EM (Benzoxazole, [ 1) R—KEBEWHRALEY , REVNARFHWEEN b KK FEILEY,
ERG . EXAMIVETREFEEN/ER. WEAERTAYRET ENEYHEL. OHEEL FIEE.
AR PR BB MG SEEEY . BT EaTLARES G5 B8 L B R e o 410 3 30 mh 2%
EYNAERFTERSL, B EE B BREL . & BEAN S AN RHETT, i Farahi M #] FH4B 5
BR(TSA) JHEH S EEBMSFEFR = CHBEBRMKFZMHT SR T HEHEMS ;Srivani A FHEH 5SS
AR B — S ARk L E R 4 4L R, Mohammadpoor-Baltork 1 1 %1 B # 4> #| A ZrOCl, « 8H,O 1 Ga
(OTD, ¥ERA e, UEEBAEF R = ZER M AR T HRIFEm AT LY ;Hojati SF L 1,3-7%-5,5-
THEZABRAEAFIAERNESERT R EYS . BRXE BT ESE S BRE RN
5 R, BLERAY IR DT R IR E AR K AR S5 Guo S M S5 7E TR M AL F 6 &4 T & 8
THEFmmFAEYT BN E K, AR N FERESEESKED.

AR, i TR R R M, sk M B A 7 X EF VLA Btk
FGURIBEISZ R OB BRI R0 R WAL K Ay
BRGEMRA . XS5FAAEESHAS. Bk, AT BB T MA L C[ D2
BB TR T AR T AR SCE M T  F B R 4R 2K B 5 R Z7s Q
BR=. B8 ER L E TN EBERNEFT R RB R R R E T4
Yy, 33t N TR SR 4 R P B L L S R P R B () SR AR AR R AT T BRI

1 MREF*

1.1 F5EA

Discover SP A B BB M & X : £ EH CEM 4 7] ; Bruker Avance 400 MHz #8 5 4% 8% 1t 35 X
(CDCL; RER, TMS HHFR) : 3 L Bruker 4% 7] ; Shimadazuir-408 BLL AN WAL (KBr FEH) : HA S E/A
#] ; Bruker Esquire 3000 %43 7 B 5 3% 1 (CH; OH A&/ {8 E Bruker A8 W& XT-4 B 8 HE AL GR

e P A )

A% B 1 :2014-05-22; 8 [0 A {8 : 2014-12-23.

ESTE - ERX B R/B¥FE S (211720555 21302042); W H HEH T B KRB F B 5T iH R ( 2011B15007; 12A15007;
14B150053) ; % 44 17 B £ 41 %7 B BA (131PCXTD605).

EEENE NA987—), B WA E FHA AR Tl KRB oAk, TENERA= WL EBR.

WEEE:RLEHQN,. B AEFL A NELEAYMEE B, TENBEXRWILERENBRILENDTIR,

E-mail: yuanjinwei@haut. edu. cn.
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BEARKIE) A RBFA[ARAA; RM#HEM TLC BREKM.

BRI A-FFR-2-FEEW 4T H-2-EEEM 4 2-EEEM 4 W E2-EERR, - R E-2-
HAEEBMMEFR=ZE: T ERAECBBBROARAA; FEE T B, WAk (THD . —F £ TR
(DMSO) \1,4- &R BE EF . ZRIEBNAMBESER . .

1.2 EHBUITEMHEN

FREL 119 mg(1. 0 mmoD &P EEF B E T 10 mL M KB H , A 222 mg(l. 5 mmol) FREKR=2
Big , BB 3 59 B AR I S R 8% 1, 7E 30 W,100 CHELEEST 15 min, RMER. FRMNBAHEZRE ¥
R EHEBE 50 mL WRKER P EHBRRBRERBRPHBENG B, BB BREFEE SRS
BHIV(ZRRZES : VORMEBE =6 : 1]4 B340, 15 24 5 2 mEmk,

HEBHiswnamRFE L.

o M o
-+ + CH(OCH), — R >
= OH ; Z~o0

R=-H,-CH,,-C(CH,),,-C1,-NO,
B 2 ZIEREMERTAE D& R
1.3 BiRAAYHRE

HIEmEmk K A E A, B 29~30 C (Oill), 7%, 94.9%. IR (KBr).y(em™'); 3105, 1518(C=
N), 1482 (C-O), 1305, 1263, 1182 (Ar); 'H NMR (400 MHz, CDCl;) §: 8.09 (s, 1H, H-2), 7.79 (dd
J=6.4, 2.1 Hz, 1H), 7.57—7.55 (m, 1H), 7.36—7.34 (m, 2H); *C NMR (100 MHz, CDCl;) 3:
152.5, 149.9, 140.0, 125.6, 124.5, 120. 6, 110.9; ESI MS 120.1 [M+H]".

S-FH BLIE IR . AR M 8 44 ~45 C(m. p. 42~44 CM),5®3.91.4%. IR (KBr).v(em ');
3103, 2924 (—CHj,), 1516 (C=N), 1479 (C-O), 1302, 1265, 1178, 1068 (Ar); 'H NMR (400 MHz,
CDCly) &: 8.04 (s, 1H, H-2), 7.56 (s, 1H, H-4), 7.43 (d, J=8.3 Hz, 2H, H-6), 7.17 (d, J=8.3
Hz, 2H, H-7), 2.46 (s, 3H, CH;); ®C NMR (100 MHz, CDCl;) &. 152.6, 148.2, 140.2, 134.4,
126.7, 120. 4, 110.3, 21. 4; ESIMS 134.1 [M+H]".

ST LTI s R B AR R WA, 5% 90.5%. IR (KBr). v(em ') 3113, 2964, 2908 (—
CH;), 1518 (C=N), 1481 (C-0), 1305, 1294, 1207, 1060 (Ar); 'H NMR (400 MHz, CDCl,) 8§ 7. 98
(s, 1H, H-2), 7.72 (d, J=1.8 Hz, 1H, H-4), 7.32 (d, J=8.7 Hz, 1H, H-7), 7.26 (dd, J=8.7,
1.8 Hz, 1H, H-6), 1.22 (s, 9H, 3CH;); ®*C NMR (100 MHz, CDCl;) §: 152.6, 147.9, 147. 8, 139.9,
123.1, 116.8, 109.9, 34.7, 31.6; ESI MS 176. 3 [M+H]".

S-S FEHEM IR AR . 37.5~38 C(m. p. 36~38 CH),f*3 92.6%. IR (KBr).v(cm ).
3103, 1516 (C=N), 1458 (C-0), 1263, 1076 (Ar); '"H NMR (400 MHz, CDCl;), §: 8.84 (s, 1H, H-
2), 7.93 (d, J=1.8 Hz, 1H, H-4), 7.83 (d, J=8.7 Hz, 1H, H-7), 7.50 (dd, J=8.7, 1.8 Hz, 1H,
H-6); *C NMR (100 MHz, CDCl,) &: 156.1, 148.6, 141.4, 129.4, 126.2, 120.3, 112.9; ESI MS
154.2 [M+H]".

S-FEEL A RN . AR, 5. 128 ~129 C, ™% 78.5%. IR (KBr).v(ecm ') 3104, 3059, 1512
(C=N), 1460 (C-0), 1340 (—NO,), 1302, 1236, 1038 (Ar); 'H NMR (400 MHz, CDCl,) §: 8.71 (d,
J=2.1Hz, 1H, H-4), 8.32 (s, 1H, H-2), 8.38 (dd, J=8.9, 2.1 Hz, 1H, H-6), 7.74 (d, J=8.9
Hz, 1H, H-7); ®C NMR (100 MHz, CDCl,) §; 155.2, 153. 4, 145.5, 140.5, 121.7, 117.2, 111. 4; ESI
MS 165. 4 [M+H]*.

2 HER5R
2.1 BARLENEHNOBIE
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FIEmEme g IR B £ ,1515 cm ™' AR C=N BRIk, 1458 ~1482 cm™' B R U e Ky 22 3R b iy C-O
PREN Y%, 1060 ~1324 cm™ IR KI5 IR | C-H 3 R Mg, IESE T K MW AW IE . 7254
B H NMR i# F,5 8. 09 (s, TH)RHFEFHEmk 2 7 F H-2 B4k 4 %,8 7. 79 (dd, 1H)H17.57 ~7.55
(m, THDR N FEFEmER P 4 S 7 LW H i FRZIBEAAPHEF N O 8-1 8 m, ik
2B IR S35 7. 36 ~7. 34 (m, 2HD 24 H-5 fl H-6. 7£°C NMR 3 v, 7 AU IF 37 X B 3K - 18 e 2%
HWHARBTACETF. BT C2ZBNZHF N O REFLREIR N, A2 BA8 M %5 8K, Bt
5152.5 MIAB R C-2;@ it DEPT 135 B8] 41,8 149. 9 F1 140.0 R &5k, i fy C-8 1 C-9;5 125.6,124. 5,
120. 6 F1110. 9 4r B M H 8 K C-7,C-4,C-6 F1 C-5. HFRIEHIE ESI MS 120. 1 [M+H]* it —#$iF itk
4y R 5 3 e
2.2 RENE

DIARE RS P MR = B IR B A AR R e, F R E S TR TR A/ T WL .
HTEABR=ZEPLETFCEREEESWERY . BASZREZ AN ML, B, HT 0 R 8 HLE
B3 in, RS EREERPHARMNBEFHNIEFHIERFR=2HBPH C. RE—IZEBA T, BB F
&SRB EESTFHE—NHEBRRB, BE—ANZESF . BB P EEAD;; BEAD+ O KT L
FIPST e T T E AP A ERGN CREF . BRE—1NZEAF. 58T Birfb &85 g m,

OEt
H— H

O L e O e O
—— [ ——
-EtOH -EtOH
Ol -EtOH o OFEt o: J o
1

t

H H
(1) (1D

P 3 SRR R TR = LR S BB M R 38

2.3 EHBUTEYERNREMERHER

HT RS BREEYRR, SRS E AR MR B B = 880 BN R, X% 5L S 1B e E
L 49 B9 40 J 4 B bE A AT T AR AL
2.3.1 SRR

ﬁ%Uii%lﬁ%m’éﬁuEIW?&T@%&EE?E{*N THF.DMSO, & W& H 1,4- 85 HE EERM
RN 1,2- B SNBSS BELBENEFETRE. RN YBEARER S FERR =288
WIRGB A 1 1, KREHE A 15 min, ZMEER 100 C, 452 WE 4 iR, 5REH. UUPR A TE.
DMSO.1,4- 4 55 R ¥ 7 B, R 7= SRR (<C50. 0%) s Bt F§ THF FH 2 WS FIE, P A i & (4
55.0%) s MR ER4. 1Y) .1,2- "R OL AV BABF . REBF KRG OLIYWO F . RuRABRE,
BRMBI=YHE LS. BT HEHERNFIE, Elthﬁtﬂ%liﬁf“‘?fﬂ%’sﬁﬁ?ﬂéﬂﬁlir“
2.3.2 RANIRERREM

DSEEFBSFEFR-ZEHAMREMEL N1 I B [B] 5 15 min, 527 IR B 43 51 1% £ 40.60.80,
100,120 “Cxlﬁ]mfiﬂjiﬁﬁ,E%?’é%ﬂ%#?ﬁﬁﬁrﬂm%ﬁul& 5. B RFYIRNIREX Bir=Y%
kP 2 B Y B BB REN T TE 60 CRAT , 28 3508 vk i3 7= S48 il A8 . ;60~100 'CZ
&) 7= SR I INEH 8,100 CHE M PR MR BEAFHRE, R EREK, THEEHTREELE, &
BB T EACE T H T B =, WS 804 SR B AR 7= 9 5 7= R K. B, 538 100 C Bk R M
2.3.3 [ p A [E] AR e

EEBREGT RMNPBEEEBRERFR=ZBENYHRMEL R 1 BT IR EE R 100 C, |2 R B
&) 43 %1 3% 8 5.15.,25.,35.45 min A& ) K B E], S5 SR AN A 6 FR. SRR .Eﬁﬁﬁﬁj‘%ﬁ?ﬁfifﬂ
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100
80

Yield/%

60+t

Yield/%

40t

20

12 3 4567 809 0

Solvents 40 60 80 100 120
1. CH,0H;2.t-BuOH;3. THF;4.DMSO;5.1,4-dioxane;

6.toluene;7.chlorobenzene;8.no solvent;9.CICH,CH,CI
B4 RRRFRIT RN E W 5 SRR RN HE

AR R B, KA 5 min 5, P2 EKEIX D 81. 6% ;515 min(91. 1%6) 5 RN = H A R & ,35 min
B 2L 7 B3k B B KA 94. 5% , 4k 52 4 0 S L INF 16T , 7 4 A 7 3R B T M. DA SURE A9 8 U 5 U, R i
# 15 min Ky &AM R LAY ],
2.3.4 SN YIRYI B R E EEXT R R R W

ERBEFNEGT, REE RN 100 C, KM E N 15 min, REYFEEEH SEFR=ZENY R
MR BTN 2 1515131 1;1: 1.5;1: 2/ 1: 3, 5 RNE 7 Fim. BRERY . KN FERPEE
ABSEFREZEAYRENBRNILIEHFERY=EZFHEE. YOEEXBRSFRTREZ2EAYHEN
BT Lon, EERFR=ZZEMNDFENENEN, R =RETAR: SHY RN R 1
215 B, RGP R 94 OV MR AN IR M= Z BN E, B =R R MA T M. B, %
BERMYMBEEERSFERR=ZEOYEWEL N1 1.5,

Reaction temperature

100 ) 100 t
95 90 |
b=
< oot <
K 2 80}
> 85}
70
80}
75 . - . . . 60 L. . - . . "
0 10 20 30 40 50 2:1 1.5:1 11 1:1.5 1:2 1.3
t/min 407
6 B [E]%F 2R B R o T RN TR L ROV sE

AP A B B 5 5 R = 2 B O ORI A » 38 e 3o R AR A B AL 48 B B B S AR B - AR R
F&MT R IRE R 100 C, BT[] 15 min, K MY (BEERE/RPR=ZZE MYRHELY 1 ¢
1.5, BARF= 4 Bem 7= T35 94. 9%

3 & #

ABAC AR B R B 5 R B = 20 0 R B R S A T R R B R & T R AR T
— R Em A Y, @ IR,"H NMR,®C NMR H ESI MS Xt B ¥5 7= #) 8 45 ¥ 3 47 7 Bk, X% % L
R TRLEE I )RR R 4 B R B B L S AT T AR AL, R B B & RS &Y, BAA B R A L iR
VR AL A A EFERAT AR S RBRT —ZFHNEHER.
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Microwave-assisted Synthesis and Structural
Characteristic of Benzoxazole Derivatives

WANG Fan, YUAN Jinwei, ZHANG Rui, MAI Wenpeng, YANG Liangru, MAO Pu, QU Lingbo

(School of Chemistry and Chemical Engineering, Henan University of Technology, Zhengzhou 450001, China)

Abstract; Under the condition of microwave radiation, a series of substituted benzoxazole derivatives were synthesized u-
sing the material of 2-aminophenol and triethyl orthoformate via the inter-and intramolecular elimination reaction. The struc-
tures of the title compounds were elucidated by IR, H NMR,?*C NMR and ESI MS. Furthermore, the reaction conditions were
optimized as follows; reaction temperature 100 C, reaction time 15 min, the molar ratio of 2-aminophenol and triethyl ortho-
formate 1 : 1.5, under solvent-free condition. Under the optimized conditions, the highest yield of target product reached

94.9%.

Keywords: microwave-assisted; benzoxazole; synthesis; structural characterization



