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TONG HOP MOT SO DAN XUAT
BENZOYL HIDRAZON CUA 2,4-DIHYDROXIAXETOPHENON

Dén Tou soan 3-3-2008
PHAM VAN NHIEU', VU MINH TAN?, NGUYEN MINH THAO!, O THUY LINH'
'Khoa Hod hoc, Trudng Dai hoc Khoa hoc Tw nhién, DHQG Ha Noi
‘Khou Céng nghé Hoda, Tritong Pai hoc Cong nghiép Ha Néi

SUMMARY

Some 2 d-dilydroxyacetophenone benzoyl hydrazone derivatives have heen prepared by the
condensation of 2 4- dihydroxyacetophenone with hydrazides of substituted benzoic acids. The
structure of these products has been determined by IR, "H-NMR and MS spectroscopy.

Cong trinh [1 - 3] cho biét vé kha nang tc ch€ an mon kim loai cia mét s6 din xuét
hidrazon, cling nhu mdi tuvong quan gilra cdu tnic phan tir v&i kha ning e ché an mon kim loai cha
ching. Dé nghién ctu sau hon vé loai hop chit nay chiing t6i tién hanh tong ho‘p mot s6 din xudt
benzoyl hidrazon clia 2,4-dihidroxiaxetophenon di tit 1,3-dihidroxibenzen va cic axit benzoic chita
nhém thé & cdc vi tri o-, m-,va para theo so d6 dudi day:
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Trong do: R = o-,m-,p-CH,; 0-,m-,p-OH; 0-NO,.
Hop phén (I) duge tong hop tir 1,3-benzendiol phin ing v6i CH;COOH, xuc tic ZnCl,:
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Céc hop phan hidrazit (II, ;) duoe tong hop tir cdc axit benzoic thé twong tng théng qua este
trung gian roi ngung tu este véi hidrazin hidrat 85% [4, 5].

COOH COOCH, CONHNH,,
+CH,OH HZNNHz.H2085%
(H,S0,) - CH,OH
R

Ciu tao clia cdc hidrazon thu duoc (I1I, ;) duoc xdc dinh chinh xdc ciu tric théng qua phd
héng ngoal, phé cong hudng tir proton vit phé khéi luong.

Trén phd héng ngoai cua 2,4-dihidroxtaxetophenon benzoyl hidrazon déu thdy xuat hién cic
vach dic trung cho dao dong hoa tri cua nhém -OH & 3024 - 3261 em’’, clia nhém -NH & 3234 -
3449 cm™', nhém CO & 1628 - 1660 cm™ va lién két C=N & 1592 - 1618 cm™. Ngodi ra trén phé
ciing xu4t hién dao dong hod tri cha cdc nhém khic trong phan tir cu thé & bang 1.

Being [ Dir kién phé IR cua cdc hidrazon (1-7)

Hiéu Pho héng ngoai, cm’™!
Chat R " C

suiit, % Vou Ve Veeo Veen
] p-CH, 147 - 148 794 3024 - 3216 3261 1647 1601
2 0-CH, 145 - 146 74 .4 3010 - 3060 3232 1650 1620
3 m-CH, 130 - 132 87,0 3062 - 3146 3234 1660 1602
4 p-OH 203 -294 78,6 3449 - 3227 3356 1636 1604
5 o-OH 168 - 169 74,3 3112 -3325 3261 1647 1606
6 m-OH 174 - 175 7.4 3297 - 3418 3282 1628 1592
7 m-NQ, 179 - 180 81,0 3096 - 3426 3203 1641 J 1618

Trén phé cong hudng tir proton duge do véi dung moi DMSO déu thay xudt hién tin hiéu cia
cdc proton cia nhém NH & 13,35 - 13,59 ppm, cita nhém OH® & 11,05 - 13,56 ppm, clia nhém OH*
49,83 - 10,11, cia nhém CH, & 2,39 - 2,50 ppm va cidc proton con lai trong vong thom, cu thé ghi &
bang 2.

Bdng 2: Dit kién phd 'H-NMR cla cic hidrazon (111, ;)

Chuyén dich hod hoc cua

Chat Céng thice ciu tao
proton{ppm)
NH: 13,55(1H), OH" 11,05 (1H),
ou® OH": 9,86(1H), C;: 6,27 (1H), Cy:
) 6,36 (1H), C,: 7.84 (1H), CH,":

7
! G==N—NH—C 8
3 tI:H o -
b 3 .
OH © : cHd

3,36 (3H), C,: 7.45 (1H), C:
7,35(1H), C,: 7,33 (1H), C,: 7,74
(1H), CH.*: 2,40 3H)
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Chit

Céng thire cau tao

Chuyén dich hod hoc clia
proton{ppm)

CH CH, b’

C=—N—NH-— 7

b o 3 C|2H3a' |C|) 4 6

NH: 13,52 (1H), OH" 11,18 (1H),
OH": 9,83 (1H), C: 7,40 (1H), C;:
7,39 (1H), C;: 7,50 (1H), CH,":
2,40 (3H), C,: 7,43 (1H), C,: 6,34
(1H), C,: 7.41 (1H), C;: 6,27 (1H),
CH,": 2,34 (3H)

]

5

NH: 13,53 (1H), OH* 11,09 (1H),
OH®: 9,83 (1H), C;: 6,27 (1H), C:
6,34 (1H), Cy: 7,44 (1H), CH,":
3,31 (3H), C,: 7,42 (1H), C;: 7,71
(1H), Ci: 7,41 (1H), C,: 7,73 (1H),
CH,": 2,40 (3H)

"
! CH,

1 (l_‘,:N—NH——ﬁ

o
3 CHy 4 6
bOH o]
2
a

" c=—N—NH—C 6

| Le |
bOH 2/ 3 CHy g ¢ 5 3

NH: 13,59 (1H), OH" 10,87 (1H),
OH": 9,80 (1H), OH": 10,11 (1H),
C,: 6,26 (1H), C,: 6,33 (1H), Cy:
7.44 (1H), CH: 2,52 (3H), C;;:
7,82 (1H), Cs: 6,88 (1H),C,: 6,86
(1H), C,: 7,80 (1H)

OH € OH

C=——=N—NH—C 4
3 CH3C‘ |C|) 7
OH

NH: 13,3531 (1H), OH": 11,4072
{1H),0H": 9,8737 (1H), OH"
11,7269 (1H), C,: 6,3020 (1H), C,:
6,3638 (1H), C,: 7,4792 (1H),
CH,*: 2,5060 (3H), C,: 7,0429
(1H), Cs: 7,4268 (1H), C,: 6,9986
(1H), C;: 7,9871(1H)

o
—
3]
3

OH
4

Oﬂ
o oy

C=—=N—NH—2C

JEL
6

o
3 Chy
OH

o
[
o

NH: 13,52 (1H), OH* 11,05 (1H),
OH®: 9,75 (1H), OH%: 9,84 (1H),
C,: 6,27 (1H), Cy: 6,34 (1H), Cy:
7.45 (1H), CHy": 2,51 (3H), C,:
7,28 (1H), Cs: 6,99 (1H), C,: 7,32
(1), C,: 7,33 (1H)

OH

4 NO,
C=—=N—NH—C
e [

6

&

NH: 13,41 (1H), OH™ 11,48 (1H),
OH": 9,92 (1H), C,: 6,29 (1H), C,:
6,35 (1H), C;: 7,48 (1H), CH.*":
2,50 (3H), C,: 8,72 (1H), C,: 8,37
(1H), Cs: 7,84 (1H), C,: 8,45 (lH)J
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Trén phé khéi luong clia cdc hidrazon thiy xudt hién cdc pic ¢d s6 khoi tng véi ion phan tr
mi s& khéi nay tring véi phan tr khéi ctta phin t, ciing nhu cdc pic ¢6 s6 khéi ing véi cic ion
manh tuong tng. Cdc dit kién pho khéi duge trinh biy ¢ bang 3.

Bdng 3: Dii kién pho khéi luong clia mot s6 hidrazon

OH
R
=N NH C t ™~
CH, H =
OH
Chat R M m/z

3 CH, 284 284(M™), 267, 148, 119,91, 65
6 OH 286 286(M™), 269, 150, 121,93, 65
7 NO, 315 315(M*), 29&, 179, 150, 123, 63

Tit bang trén ¢6 thé din ra so do phan manh chung cua cic hidrazon nhu sau:

AN—NH— *N N R
| -OH(17) E

cH, 17 -
C-CH,

=0 (119
\© _ -CO@8) U NHED Pk
e

M —17-119{|V! -1386)

OH

Dén day, tuy thuée R ma tich ra cic nhém  ¢6ng hudng tir proton vad pho khéi lugng da
khiac nhau nhung déu tao thanh ion manh chimg minh ciu tao ding din coa cdc hidrazon

xiclopentan: chiing 161 16ng hop dugc.
O Pho héng ngoai duge ghi trén mdy
(26) (R=CH,) Absorbance, pho céng hudng tir proton duge ghi
R o H — 55 trén mdy Bruker 500 trong dung moéi DMSO
—CO 28) (R=CH thuge phong phin tich cfu tric thude Vien Khoa
=CH) hoc vi Cong nghé Viét Nam. Pho khdi luong
NO, SCNO e (59) 65 dugc ghi trén mdy AutoSpec Premier thuoc
(MY -193) phong Thi nghiém Hod Vit liéu, Khoa Hod hoc,
. (R=MN0O,) Truong Pai hoe Khoua hoc Ty nhién- PHQGHN.

Phuong phap téng hop cdc hidrazon duge

Nhu vay, cdc dit kién phé hc’mg ngoai, phé tién hanh theo tai liéu ¢é san ma chuing té di
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cong ba trude day [1].
KET LUAN

Di t6ng hop duge 7 hop chit benzoyl
hidrazon cta 2.4-dihidroxiaxetophenon tlr cic
chiat diu 1a axit benzoic the va 1,3-
dihidroxibenzen. Ciu tao cta cdc sin phim
dugc xdc dinh chinh xdc bdi phd héng ngoai,
phé cong hudng tir proton va phéd khéi lugng.
Cic chat trén c6 thé duoc sit dung lam chit e
ché chong dn mon kim loai. Kha nang tc ché
cia cdc hgp chét benzoyl hidrazon cta 2.4-
dihidroxiaxetophenon dugc cong bd & cong
trinh khac.
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