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FEFA AL A W AR T S R R X BN 5 MR, PR A A5 R G IRV H NMR FIJC R i S 25 SR R . Y
JFURHEE R EE S 2.1 ¢ 2.0 ¢ 2.0, ZEE RN 4~5 mL,0.2 mmol By Cu-MCM-41 437 i 45 # 4k 5 if , 72 2 0] 35 76 % ~
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1 SCIGERS

1.1 EFEKH

1-24 -3 P - bk me AR -5 < o v R 98 CR D Ak 27 A BR A W)L 5 7 B < Bl SR 9 CRED AL B R A 7] L 05
Bl : GaPprI /R0 g ik 4k A= VBB AT BRA B, S BEFNPI R < B 32 352 95 R B0 b2 A BR A =L i I 2 8 1k
2P 2l B A BT 2 TR D A I RN O A B A T AT 2 alifb.

1.2 S5 RIEMNSR

Vario EL JGZ X (f&[H Elementar 23 7) ; IR PRESTIGE-21 £7 #h e 64X (KBr JE ) CH A 15 HE 4y
A)) ;Bruker 500 MHz #% #% 3£ 2 /X (F# + Bruker Biospin 2~ &)) Y B 3L ik kg (TMS) 2y N #5157 I CDCl;.
WRS-2A BUALECTF 3 S CEEER R A FD.

1.3 ZRSFEPpISEMELEDHIER

1620 mL [B B AP F IBE R B 2.1 ¢ 2.0 = 2.0 AR U A 1-2 JE-3- F Ji-nit, ms ok il -5 ( 0.365 8 g,
2.1 mmol), F5FHFEE (2 mmol) , 5 FH M (2 mmoD) PL & 2~4 mL Jo/K LB IR ARG A Ak
) Cu-MCM-41 430 (0.50 g,0.2 mmol) , 4k 2 5 i P A K i 1 60 [ 4R 42 18 (0.5~5 h) 38 i AR 2 B
W CTLC) Widas 0y 2 F ML ) 24 08 /0 o i ik 43 00K 95 00 Bk 4, F T R VN RS 5 3 9 o 45 iy o 19
P €8 (e B0 K €8 IR 1A At AL TR A U T 0 00, T 0 o i 6 o o A [ e, OF T CHL CLL 36,120 CHf
B £ 7). n] 85 A
1.4 oS mRIE

3-FH BE-1-FR-4-[ %k (A-GU R & 55 ] H - 1TH-nk -5 (AHD -] (2a) : 72 % 87 %, 1 {4 [# f&. m. p.
163.8~165.6 C;'H NMR(CDCl;,500 MHz) §:7.78(d.J =5.6 Hz,2H,ArH),7.26~7.31(m,4H, ArH),
7.16~7.23(m,6H,ArH),7.02(m,2H, ArH),4.83(t, ] =4.8 Hz, IH,NCH),2.16(d,J =6.4 Hz,1H,
COCH),1.27(s,3H,CH;); IR(KBr) v(em ') :3 353(N—H),1 599(C=0). & B fH . Cp Hyy N, OCL: C
70.86,H 5.17,N 10.78; sr#rah R ,C 70.56, H 5.21,N 10.95.

3-H -1 2R - A-[ORBE (- R R 2 30 W3- TH-mE k-5 CAFD -l (2¢) : 7= % 76 6, ¥ 3% @ [ 1. m. p.
161.4~164.7 C;'H NMR(CDCl, ,500 MHz) §:7.82(d,J =5.6 Hz,2H,ArH),7.19(d,J =6.8 Hz,2H,
ArH),7.25~7.32(m,4H,ArH),7.16 ~7.24(m,4H, ArH),7.01 (m,2H, ArH),4.83(t, ] =4.8 Hz,1H,
NCH),2.16(d,J =6.4 Hz,1H,COCH),1.27(s,3H,CH;); IR(KBr) v(em '):3 354(N—H),1 600(C=
O) &I . Cos Hy N, O5 :C 68,99, H 5.03,N 13.99; 43#r4s % .C 68.896,H 5.16,N 14.15.

3-FP BE-1-FR -4-[ 4-FF 28 B (IR 81 36 | P JE-1H-nik me-5 CAHD-i (2e) . 72 5 87 %, 11 {4 [ {&. m. p.
197.5~198.2 C;'H NMR(CDCl; ,500 MHz) §:7.79(d,J =6.2 Hz,2H,ArH),7.36(d,J =6.6 Hz,2H,
ArH),7.24~7.28(m,7H,ArH) ,7.23~7.26(m,3H, ArH) ,4.75(t, ] =6.4 Hz,1H,NCH),2.48(d,J =4.5
Hz,1H,COCH),2.54(s,3H,CH;),1.28(s,3H,CH;); IR(KBr) v(cm '):3 458(N—H),1 605(C=0).3}
BB E . Co Hyy N, O:C 78.02,H 6.27,N 11,385 43474558 ,C 79.89,H 6.41,N 11.45.

3-FH BE-1-FR J-4-[ 4-F SR 2 (3-FF 2R (3 T R k-1 H-mE k-5 (A HD - (20) .« 7= 5% 89 %0, 1 {4 [# K. m. p.
202.9~204.1 C;'H NMR(CDCl,,500 MHz) 6:7.81(d,J =6.2 Hz,2H,ArH),7.37(d, ] =6.6 Hz,2H,
ArH),7.24~7.28(m,6H,ArH),7.22~7.25(m,3H, ArH).4.74(t, ] =6.4 Hz,1H.,NCH),2.47(d, ] =
4.4 Hz,1H,COCH),2.53(s,6H,CH;),1.31(s,3H.CH3);IR(KBr) v(cm '):3 459(N—H),1 607(C=0).
PP . Cos Hys N3 O:C 78.30,H 6.57.N 10.96; 23 #r4h%.C 78.24,H 6.61,N 11.05.

3-F JE-1-FE - 4-[ (4-H A R 30 (-G R & 50 T -1 H-me -5 (A FD -l (2h) - 77 5 87 %, (A €, [ K. m. p.
118.5~120.4 C;'H NMR(CDCl;,500 MHz) §:7.70(d,J =7.5 Hz,2H,ArH),7.37(m,2H,ArH),7.23~
7.28(m,5H,ArH),7.18(m,2H,ArH),6.81(m,2H,ArH),4.75(t, ] =6.8 Hz, 1H,NCH),3.75(s, 3H,
CH,0),2.51(d, ] =4.6 Hz,1H,COCH),1.27 (s, 3H, CH;); IR(KBr) v(cm '):3 452(N—H),1 612
(C=0). HEMIBMHE,.C, Hyy N, O,CL:C 68.65,H 5.28,N 10.01; Jp#rgh ., C 68.46,H 5.32,N 10.22.
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3-F L1203 -A4-[ (- H AR R I (AR 3L 2 55 T 351 H-nie -5 CAHD - (2j) « 7 5% 80 %6, 152 o 60 [ 14k
m. p. 123.8~124.6 C;'H NMR(CDCl;,500 MHz) §:7.94(m,4H,ArH),7.48(t,J =5.8 Hz.2H,ArH),
7.23~7.28(m,5H,ArH),6.84(m,2H,ArH),4.74(t,] =6.4 Hz,1H,NCH),3.75(s,3H,CH30),2.56(d,
J=4.6 Hz,1H,COCH),1.25(s,3H,CH3); IR(KBr) v(em '):3 458(N—H),1 614(C=0) i+ & it (H .
Co HuN, O, :C 66.97,H 5.15,N 13.02; 4r #7455 ,C 66.88, H 5.31,N 13.27.

3-H 1R BE-4-[ (4-FU0R B0 3G L 2050 T H -1 H-nik -5 CAHD -l (2n) - 7= 38 81 %0, [ & [# {&. m.
p. 199.0~200.6 C;'H NMR(CDCIL,,500 MHz) §:7.69(d,J =7.5 Hz,2H,ArH),7.26 ~7.37(m,6H,
ArH).7.23(m,2H, ArH),7.14(m,3H, ArH),4.87(t, ] =5.8 Hz, 1H,NCH),2.32(d,J =4.6 Hz.1H,
COCH),1.28(s,3H,CH3) ;IR(KBr) y(em '):3 459(N—H),1 599(C=0). & ip M, C, Hy N, O C
78.15,H 5.42,N 11.90; 4pHrés4.C 78.07.H 5.51,N 11.98.

3-F 3E-1- 8 F-4-[ (-G 30) (R IE R FE 50 JH JE-1TH-nib me-5 (AHD -l (20) - 7= % 79 %, JK £ [ .
m. p. 100.8~102.1 C;'H NMR(CDCl;,500 MHz) §:10.84(s,1H,OH),7.84(d,J =7.2 Hz,2H, ArH),
7.78(d,J =6.4 Hz,2H,ArH),7.25~7.32(m,6H, ArH),7.23(m,1H,ArH),7.14(m, 2H, ArH) ,4.87 (t,
J=6.5Hz,1H,NCH),2.27(d, J =4.6 Hz,1H,COCH),1.26 (s, 3H,CH;); IR(KBr) v(cm '):3 457
(N—H),1 598(C=0). &g, Co HyyN; O, : C 72.35,H 5.06,N 10.55; 43 #7455 .C 72.28,H 5.11,N
10.64.

2 FHRS5WiE

2.1 BFEZm

AR5 5 B e R C— N g K pa AR5 18 B B 5 it C— C SR ZEAE 5 B 0T . DMF DL K e A4 5%
TR HAT C—C 8K C—N #A A 128 33 B 5Lt ms bk -5 | 5 B Jiie 15 A B — 41 49 v [ b 5
B C—C BN C— N B B A 26 00 110 3 % 90 B 9 LR AN 3R 1. 12 -3 F -tk mae mpk il -5 L 458
R e A0 A P R A RS2 I X Y R AT . 4 SR R B, T CHLCL R HL O PR 7 S AS & A o R B 2
& 1-2F JE-3- 1 -k ik ok -5 R % T CHLCL F1 HL O, {45 3 20 43 J58 RHAR X AH & 4F 1. A0 52 . F HY
(MeOH) . Z,iE(EtOH) .DMF #1 CH, CN {EV R , 2 1 G845 7 F) b 3E 47, 7= 240 31 S8 84 % .87 % .77 % Al
56 %0. 244K , F1 DMF Hl CH; CN /R 5, f 4R v] LA SRR % 26 AR ™= ) J5 2 43 5 $ i A 6 52 2% o L83 1
BERE AR MeOH Hl EtOH 5% P Rl E %5 70 » MeOH % A A5 35 38 K % 4% EtOH 1E K 1l 2 %1 S5 o 1 #2
R .

®1 BAMERSEEp-EEMELSYHZME"

w2 MeOH EtOH DMF CH;CN CH:Cl, H,O

PR YD 84 87 77 56 - -

1) R X @R AR 5 2) FEHRT N 2~4 mL; 3) X773 B ] 4 0.5 h.

2.2 EAFRRIE

G JE B A MCM-A1 KL 73 1 0 0f B A 5% 45 8 15 14 w8 S L 1 135 P ol ok i 22 000 . 4 ISk [17. 18]
B A A 4 s 2 2 B MCM-41 553 0 o 9 X 128 -3~ F -k W Bk -5 L 55 4 TR R 07 A e =21 70 — B ik &
IR 2 A B LA S W AT TR AN 2 s LA 12 -3 F -t i O -5, 4- S8 e A 48 T I
RS BSE XA 7R o S AT 0 DA R 2% 1 R SO A K A2 42 J& Zn Fe Cu  ALRI Tb B T8 7519 7>
¥t #R e S i SN e AR L T LA R Cu AR Th B2 5 70 10 ™ R B B 5 e B B 24k 7 10 . &8 Al
BT RS RIE R I HA A 5 B0k MCM-41 K& 5310 1) B 22 53X BEVF 2 52 i A AL 7 R i DR 3R
4 Bt R B R Y AR T A L S2 FCANAR R  HESE F AE R E R Y B < TR Cu B 1 TR AR
A AT 3 dHroe i C—C A C— N H#EAY 5 Al
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K2 BUANEHERSEER p-SEMELEWHZ M

fEfL 72 Jc Zn-MCM-41 Fe-MCM-41 Cu-MCM-41 AlI-MCM-41 Th-MCM-41

FRE/ WY — 43 51 87 81 83

1) REAN RS R M O s 2) AR ATy 0.2 mmols 3) 5% 7™ 3, M [A] 0.5 h.

23 ERESEEP-RREMELSHHOEGH

H TS C—C AN C— N B A . L 1= - 3- T - itk g o -5 57 7o 18 R 557 7 i Sy DU L T8
K CEEAEEE R Ca-MCM-41 73 70 AE AL R 33 25 1F S A T 15 PR 3R 208 0 g Sl R b 7 ) (R
3. JFEBE. W p—CH,; . p—CH, O 1 p —CL; 5 &M 4t m —CH; . p —Cl,m —Cl, p —NO, 1 p —COOH 4§
HERREMUH 2 5 KL I REAS B 8w 1 A ST LN B2 i T o i 7M. 4. p — CHy . p — CH O
m — CH, S8 RE TG AL IR0 32 w8 AR BR A0 08 1 o (45 S B RE DA & 28 5 W 3~ 6 ML 4, p — NO, Hll p —COOH fig
AL AR IR, B AT S T P 3 S 7 7 AR BRI B A e A A il D0 TE 5 AR BR 2 RS - R T 2 A 5 W 1k
EPIIS L — B PR A R ORI 7 7 I R 5 75 1 11 B 2 A o a3 2 AR i AT 1 2 i) /N i 4 D 5K 7
FE 22 5| A B » i A0 JHL %

R3 ETSEEPIEMELAGVHER"

No R R, S RE B[] /h 7= e Y s/ C

1 H 4—Cl 0.5 Za 87 163.8~165.6
2 H 3—Cl 5 2b 85 159.2~161.7
3 H 4—NO2 1 2c 76 161.4~164.7
4 H 4—COOH 1 2d 77 158.1~161.7
5 4—CHj H 0.5 2e 87 197.5~198.2
6 4—CHj 3—CH3 0.5 2f 89 202.9~204.1
7 4—CH3 3—Cl 1 2g 83 200.8~201.2
8 4—CH30 4—Cl 0.5 2h 87 118.5~120.4
9 4—CH30 3—Cl 0.5 21 85 118.3~121.5
10 4—CH30 4—NO; 5 2j 80 123.8~124.6
11 4—CH30 4—COOH 5 2k 78 125.6~127.1
12 4—Cl H 0.5 21 85 196.7~200.3
13 4—Cl 3—CH3 0.2 2m 87 209.9~210.4
14 4—Cl 3—Cl 0.5 2n 81 199.0~200.6
15 4—Cl 4—COOH 0.5 20 79 100.8~102.1

1

~

TooK CEEAEVEF) . 2~4 mL; 2) 4 %)= 3%,
3 &

ARICHEEET 1A -3 HY - M K -5 55 A P R 07 A8 1 3 2100 S B AT Cu-MCM-41 7 1 i 4 i Ak
.3 oy —Heik G W T 2RI Z ORIk BB B AL B Y AR TR AR AE T SRS B T C— CRE I C—N
BERY A B RS C—C A C— N B A9 & R U 18 1 S8 B 2% 07 ik AT SO 26 13 A DG 7 B8 A Joi G
RS 5 U 700 e % ORI . HR AR 1T 50 S 75 e B0 050 MDA 50 8 A T Al e 45 D0 T A B 22 DR S - S I
KA GV B AR N R AR 5 0.2 mmol, e R EE R 25 CL4~5 mL JosK S EEAEEE . ROk
JFEJRBEA A 2.1 = 2.0 ¢ 2.0, S Wi R fR AE 0.5~5 ho7E B AR PR 4 WA 7= 4 7 32l 3k 77 ~89 4.

Z % x M
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Synthesis heterocyclic multi phenyl f-aminoketone compounds

Ma Xuelin', Zhao Kai*, Zhang Gaofeng'

(1.Key Laboratory of Materials and Physical Chemistry; College of Chemistry,Baotou Normal College, Baotou 014030, China;
2.College of Chemistry, Jilin University, Changchun 130012, China)

Abstract : In the presence of catalytical amount of Cu-MCM-41, a new way was designed to synthesized fifteen novel het-
erocyclic multi phenyl g-aminoketone compounds through 1-phenyl-3-methyl pyrazole-5, aromatic aldehydes and aromatic a-
mines by three components "one pot" without ligand in ethanol at 25 C. At the same time, the synthesis of C—C bond and
C—N bond was realized. The products are determined by IR, 'H NMR and elemental analysis. The results showed that the
yields reached 76 % —89% in the molar ratio(2.1 ¢ 2.0 : 2.0) of raw material, 4—5 mL ethanol and 0.2 mmol catalyst. The ex-
periment has the following characteristics; simple operation, no basic medium and ligand, low solvent requirement, mild con-
dition, high yield and selectivity.

Keywords: multi phenyl g-aminoketone compounds; three component; one pot
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