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Several Pyridazine G lycosides Synthesized Under Phase Transfer Catalysis

Feng Junqianl, Sun Changjm2

(1 Deparmentof Crininal Science and T echnobgy, ShandongPolice Institute

Jinan 250014, China)

(2 College of Chan sty and Chan ical E ngineering Shandong University Jinan 250100 China)

Abstract Two N-glycosides 3(A C) of 6 (4-methoxyphenyl)-3( 2H)-pyrdazinone 2 and wo O-glcosdes 6(A B) of

6-( 4 hydroxyphenyl)-4, 5-d hydro-3 (2H) -pyridazinone 5 were synthesized under phase transkr catalysk& Compound

3A was treated by anmonia to give compound 4A". Their stuuctires were confim ed by elenentary analysis R, and

'HNMR.
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Fig.1 The synthesis of pyridazine glycosides

1.2 PIC 6-(4- )-3(H) -N’- 3(A C)  6[4«( -0-) ]-
4 5- -3(2H) - 6(A B)( 3A )
250mL , 30mL  30mL 1 g( 3. Immol)
, , (55 %1)C. A B [A: 2.02g(10
mmol) 2 0.56 g( 10mmol) KOH  30mL ; B4.5g(1lmmol) 1A 20mL IB
H=8~9 50mmn , (55 £1)C 3h Fro
KOH pH=28~9 , ., % KOH H,0 20mL , . CHCE
, , MgS0, , . , . 15mL
3A, 1.5 g 28% , 171~ 173C. 1 2
1.3 6-( 4- )3(H) - N’- (4A)
,  0.6g3A(0.0011mol) 50mL , N&OH ( 0
~-5C). , Q5h . , ,
50mL 0.21¢ , : 158~ 1607C, 4% .
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Table 1 Physical properties and the data of elementary analysis for compounds 3(A.C) ,4A’,6(A.B)

JUE T (HIR(E, % )

(=g s/ C 73R % TR BEARE

C H N
3A 171 ~173 28 CosHygN, 0y White cryst ~ 56.38(56.39)  5.34(5.26) 5.40(5.26)
3C 187 ~ 188 32 CyyHygN, Oy White cryst ~ 55.37(55.60) 5.03(5.02) 5.25(5.41)
4A’ 158 ~ 160 49 Ci7HyN, 0, White cryst ~ 56.12(56.04)  5.50(5.49) 7.70(7.69)
6A 170 ~172 11 CosHygN, 0y White needles 55.41 (55.38) 5.37 (5.38) 5.43 (5.38)
6B 180 ~ 182 57 Cy HyyN, 0y Creamy needles 56.40 (56.25) 5.50(5.36) 5.43(6.25)
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Table 2 Spectral data of compounds 3(A.C) ,4A’,6(A.B)

IR v/cm ™! "HNMR &(J,Hz)
comp
. 0-H €=0 Ci-H ”

7.82 ~6.94(6H,m, <O~ R C, s -H) ,6.32(1H,d,C,. - H,J,., =9.27 Hz) ,6.

1755

#h i 680 899  12~5.44(3H,m,Cy 4 4 ~H),5.26 ~5.02(2H,m,Cy — H) ,4.28 ~3.88 (1H,
m,Cy ~H),3.85(3H, s, - OCH;),2.20 ~1.87(12 H,4s,4 CH, CO - )

- 7.80 ~6.92(6H,m, <O~ % C, ; ~H),6.22(1H,d, C,  —H, J,p. =9.26 Hz) ,

3C o 902  5.48~5.24(3H,m,Cy 5 4 - H),4.38 ~4.07(1H,m, C; - H), 3.84, 3.70
(3H, 5,2 -0CH; ), 2.05 ~1.86 (9H,3s, 3CH, CO - )
7.93~7.69(6H,m, <O~ % C, s -H) ,6.84(1H,d, C, - H,J,, =8.40 Hz)

47’ 3347 1666 908  5.32~4.54(3H,m, Cy 4 -H),3.90 ~3.78(2H, m,Cs - H),3.60 ~3.20
(1H,m, Gy -H), 3.83(3H,s, - OCH,)

90, —



7.72~6.96(8H,m, <O~ % 2C, - H,2C; -H) ,5.21 (1H,d,C, - H, J,» =7.

6A iz;;; 912 32 Hz) ,4.27 ~3.89(3H,m,C,. 3 4 -H),3.05 ~2.88(2H,m,C¢ -H) ,2.67 -
2.51 (1H,m,Cs, -H),2.07 ~2. 00(12H,4s,4 CH, CO -)
o 7.72 ~6.96(8H,m, <O~ % 2C, - H, 2C; -H),5.23 (1H,d, C, —H,J; =
6B | 687 904 7.20 Hz) 4.32 ~4.13(3H,m, C, 5, —~H) ,3.66(3H,s, - OCH, ) ,3.58 ~2. 87
(1H, m, C5. -H), 2.96 ~2.66 (9H,3s, 3CH; CO -)
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3A 3C6A 6B 1(AC) 2 1(AB) 5 H=8~9
SfH>9 s pH> 12 ,
H=8~09
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3(A C) 40" 6(A B) , R THNMR . R
, 3(A C) 1750 an ' ., 1680 an
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680am” ) \ , 0-
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7.0~ 9.7H z , Jla— 2e= 7~ 10Hz Jle— 2e= 2.5~ 3.5Hz X Cl-H
: B . 3A : 47" R
. 3350 ~ OH ,
[ |
[1] Willan V Curran AdmaRoss 6phenyt4 5-dhydw3(2H)-pyridazinones| J|. JMed Chan, 1974 17(3): 273-281.
[2] Francis JM cEvoy George RA. 6-( substituted phenyl)-5-substiuted-4, 5-d hydrwr-3( 2H )-pyrdazinones| J|. JM ed Chem
1974, 17( 3), 281-286
[3] OgrtirCC Yarligan S and Dem rayak S Spectwoscopic detem natbn of acid dissocatbn constants of som e bblog cally ac
tive & phenyl— 4 5-dhydw-3(2H)-pyrdazinone dervates| J]. JChen Eng Data 2002 47 1 396-1400.
[4] Edgar A, Steck R Pauline Buundage Lynn T Fletcher PyridazinesV I Sane 6-substiuted-3( 2H )-pyrdazinones| J]. JHet
ewncycl Chen, 1974 11(5): 755-761
[5] Nishkawa Y, Yoshmob K, OkabM, et al Chan ical and biochan ical stud s on caibohydrate esters[ J]. Chan Pham
Bull 1976 2(4): 756760
[6] WhiterRL, Wolfran M L. M ethods in Cabohydrate Chemisty [M]. Nev Yok Acadan ic Press Ing 1963 221-222
[7] Dak J k Bromoacetykylose and bete triacetybmethykybside [ J]. JAm Chen Soc¢ 1915 37(3): 2745-2747.
[ 8] , s .26 -3 5 -4- [ ] , 1992 269272



