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NGHIEN CU'U TONG HQP MOQT SO PIFOMAZAN CHUA DI VONG
Newvén Dinh Trigu. Tran Thi Thanh Van, Ddng Ba Diing, Dang Thi Tuyét Anh

Khoa Hoa, Ifjru'()“ng Dai hoce Khoa hoe Tw nhién, Pai hoc Qmi'c gia Ha Néi

SUMMARY

Some  derivatives  of - formazanes  containing  heterocvelic were  synthesised by the
condensation of hydrazones with digzonium salts of diamine at (-3°C. There were 4
diformazanes have been synthesized. Their structure were identified by IR-, UV and mass
.\'[’)L’L'”'().\'('(J‘/1_1"

Frong cac ¢ong trinh trude ddy [1-4]. chang 181 da théng bio vé tong hop day céc
hop chit chia nhin di vong furan. thiophen, indol. quinelin. pirol ... Hop chét fomazan
duge img dung nhiéu trong san xudt thudc nhudém. anh mau. trong y hoc dugc hoc, sinh
hoc. dac bi¢t tinh chat quan trong cua cac hop chdt nay 1a kha ning tao phic mau voi cac
ion kim logi va n6 duge su dung nhu 1a mt thude thu trong hoa hoc phén tich d¢ phat hién
ra luomg vét cac jon kim loai nhu: Cu®*, Co2+ Ni*', Zn*" .. [5-8]. Dé phuc vu cho muc dich
nay. bén canh viée tong hgp fomazan, ching téi da nghién ctru tdng hop mot sé difomazan
chira di vong. Vi¢e nghién ciu sy tao phire cua cac difomazan nay voi cac ion kim loai
chiing 161 s& ¢ong bd o cic cong rinh sau.

Phuomg phap chung dé tong hop cac difomazan duoce thue hién theo so do phan (mg
sa:

Het—CHO + Ar—NHNH; ——» Het—CH=N—NH-—Ar
Hidrazon

N=N - Ar—N=N

X'INTN-Ar-NzNJ'X -

I Het—CH= N--NH— Ar > Het—C, L Het
“N-HN-Ar Ar-HN-N

bifomazan

¢ ddv: Het: 2-thuenyvl, 2-pirolyl, 2-pinidinyl: Ar: Coltds-. CoH -Bre

Khi cho cde hidrazon phan dng vai mudi diazoni cua cac diamin (benzidin) &
0-3"C. pll 6-8.5 nhan duoce 4 difomazan ¢o mau tir do ndu. ndu dén den. den tim. ¢é diém
chay xae dinh. Cae difomazan tong hop duge chay sac ki ¢t do diém chay. xac dinh ciu
tao bang phuong phap phd hong ngoai. tu ngoai phd khdi lugng.,

Sau Khi cho chay sac ki cot va Kiém tra bang sac ki ban mong silicagel trén hé dung
mdot butanol-benzen van t 1€ thich hgp thu duge san pham tinh khiét ¢o gia tri Ry tir 0,453
dén 0.7,

Trén phd hong ngogl cua cie tomazan xuat hi¢n cac tin hi¢u dac trung cua lién két
C NON-TLN N SG song dae trung cua lién két € N vao khoang 1590-1598 em ', cace pic
nay co cuong do lon. chin rong. S6 song dae trung cho dao ddng cua lién két C-N trong
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cac nhom -N=N-C va N-NH-C (,0 hai dai hdp thu. dai 1130-1230 ¢m thuorm_ bi lan vai
cac dai khac, dai 1240-1330 cm™ ¢6 cuong do manh va kha dic trung cho phd hong ngoai |
cua cac difomazan. T

Phd tir ngoai cua cac difomazan cho hép thu dac trung Apay O ving 517-546 nm,
chuyén dich tr 150-170 nm vé phia song dai so v&i gid tri Ay, cua cace hidrazon tuong (g
(bang 3).

Bang 1. Két qua téng hop cac difomazan

Het C/ b
et— —
N //C Het
N-NH-Ar Ar—IHN-N
Ki hiéu Ar Mau sac Biém chay (°C) Higu suat (%)
Fl 2-Pirolyl CMs- | Nauden | 200200 | T4
F2 2-Thienyl  CHs- Dul T T -
I3 2-Piridiny|  CyHs- e Nau L 2"0 "71 i 50
_F4 | _2-Thienyl | m-Br-CH- | Pentim [ = 119-120 60

Pho khéi fuong 1a cdng cu hitu higu dé nghién clu ciu tao céc difomazan. Iop chat
difomazan chua di 16 nito, hé vong thom va di vong ¢6 kha nang cho cac 10n phan tur va
ion manh rét dac trung. Su hinh thanh cac ion manh dac trung 1a do su bé gdy cac lién két
trong nhém chie fomazan -C=N-/-NH-, -C-/-N=N-/-C-. Chiing 151 dd ghi phé khd luong
clia cdc difomazan tong hop duge va da dua ra so dd phin manh cta ching (xem So dé
phan manh).

PHAN THU'C NGHIEM

Diém chay cua cac san phim dugc do bang phuong phap mao quan. Phd hdng ngoai
duge do trén may AVATAR 760-FTIR cua hing NICOLET. Phé tit ngoai do trén may
UVCP39 hing SHIMAZU. Ph khéi lugng duoce do trén may HP.4989B. Cac hidrazon duge
tdng hop theo cac tai licu da biét, ¢o diém chay va phd hong ngoai, tir ngoai phit hop [8].

Phwong phap diéu ché difomazan

Nho ter tir 2. 10~ mol hidrazon trong 5ml etanol vao dung dich mudi diazoni cua benzidin.
chinh pH vé 7.5-8.5. Han hop phan ung duge khudy, gitr pH ¢ 7.5-8.5 va nhiét do 5-10°C
trong 2 gidy r01 ¢ nhiét dé phong trong 2 gid nira. Sau phan mg, thu san phim thé, rira bang
nuoc (10ml) r01 béng etanol 4-5ml. San pham duoce két tinh lai nhiéu lan trong etanol hoic
benzen, chay sac ki ¢t dé thu san pham tinh khiét voi chat hap phu silicagen. dung moi
rira gidi 1a hé benzen: butanol i [¢ 6:1. Dd tinh khiét cua san phdm duoc kiém tra bang sic
ki l6p mong, duge do diém chay. xéc dinh ciu tric bang phd hong ngoai, tir ngoai va phd
khéi luong.
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So d6 phan manh cua bis-[1-p-phenyl-3-(2'-thienyl)-5-phenyl-fomazan]
Bang 2. Pho IR cla difomazan (cm™)
Ki
|'|I¢LI Het Ar VN Hydifomasan ”V'\.I Veon Ve Cthenzen? 8-'('I-I(In:n/c-n}
tpral)
Fi 2-Pirolyl r(fﬁll_g- 3336 3208 1508 i53> ]49) 8§27
F2 2-Thienyl Colls- 3314 1597 l 51() 834
F3 2 Puldlmi Cols- 3232 1643 1571 149" 820
F4 —Ilmn\l m-BrC,H,- 3301 1587 1595 1495 758. 690
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Bang 3. Phé UV cla difomazan

Kihiew | Het [ Ar [, nm) |
L T Plrolyl 1 CyHs- ) 522
L 2 Thienyl CoHs- ' _546_
F}___2 Plrldmyl 7” W((,Il - s
~F4 | 2-Thienyl | m- Br_C';,_ﬁ;— 500 B 7
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