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ign Dink Tri¢u *, Ha Thi Diép, Nguyén Thi Ha
NG HQP VA TINH CHAT CUA HOP CHAT FOMAZAN

'GNG HQP VA TAO PHUC CUA
[ VAI FOMAZAN CHUA NHAN DI VONG

Yuwéc ddy, ching tdi di thong bdo vé phwong phip tdng hop vi tinh chit tao phirc cda mdt
masan chira nhén dj vdng Tiophen, furan, pyrol. Tiép theo, ching t5i da tdng hop mét day
san chira hai nhin dj véng, ngodi cdc di vong Tiophen, Pyrol, furan, cdn cé dj vdag pyridin
|, oxadiasel v3 1, 3, 4 tiadiasol. Dong th&i chiing téi ciing da nghién céu khi ning tao phéx
aing téi vé&i ion kim loai héa tri va da tong hop mét 83 phirc rdn dya trén co 8& dé:

‘ong hop céc hop chit Fomasan va phirc theo so d5 sau:
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: 2-piridin; 1, 3, 4- tiadiasol; 1, 3, 4 oxadiasol

hin #ng t3ng hgp c4c Fomasan dwge thyc hign & nhigt 4§ 0 - 5°C trong dung méi etanol.
'ham 1A chit rdn c¢é6 miu bén, tan t8t trong bensen, metanol, khong tan trong nuédc. D4 tink
in phdm, stk dung phwong phép két tinh lai trong etanol holc bensen, téch blng she kf et
14t mang 1A silicagen h§ dung m&i bensen: Xiclobexan: Butanol ti l¢ 8:8:0,5. Kiém tra d§ tinh
cda sdn pham bing she ki bdn mdng véi bét eilicagen vA b¢ dung mdi trén. Céc Fomasan
i4 trj Ry tir 0,56 dén 0,84.

fiéu suit phdn dng dat 40-70% (xem bdnyg 1)

Phé t ngoai cda Fomasan so véi cde hydrason tire. 5 rug chuyén dich v8 phia séng dAi sk
50 nm cda hydrason sang 400-570nm cua Fumasan

Phd hdng ngoai cda Fomasan cing nhw cde hidrason khing d8 trung vl viwn v vNapn
ng bj lAn véi v cda nhdn thom. Tuy viy chitiy ta cong phat hign duve cac vy g &
3400 em ! vA v, & TOO-T50 con b cda véng bensen thd (diy 1)
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Bdng 1: Céc k€t qud t8ng hop Fomasan [-_ﬂ- C//N_ B ﬁ._\}x
7 WoNLR
Phin tfch N phd ti ngoai (Metanol) Ph8 HN
ki Z X R® Diém Hi¢u Ry

hidu chdy °C suit T Tk @ Mo @ WU Vs
% % (nm) (nm) (em™*) (cm

F, O H Td 178-180_. 70 0,7 470 12500 530 8670 1585 325
F; O Br Py 180-181 47 0,53 340 14800 490 9550 1640 328
Fs 8 Br Td 247-250 50 0,6 19,89 20,64 360 10300 572 9720 1620 334
Fe 8 H Td 196-198 45 0,51 350 14310 518 9890 1590 32¢
Fe S Br Py 188-190 68 0,55 18,46 18,14 310 9800 460 10080 1590 33¢
Fe NH H Td 230-231 55 0,48 358 9200 650 6690 1600 K¥ 1
F; NH Br Py 220-223 45 05 340 11320 560 6840 1580 32
Fe 8 Br Od 278-280 655 0,8 17,97 18,54 360 10640 540 7210 1600 32

Ghs chi:

—

Py = 2-piridin; Td = 2-metyl -1,3,4 Tiadiazol
Od= 2-pheny}1,3,4 oxadiasol

Sau khi t3ng hop cic fomasan ching téi 42 tién hdnh nghién céu sy tao phirc cda md
fomasan véi Ni?* trong dung dich theo so do trén véi ti 18 1:2 (Liga Ni). Sau thoi gian 10§
mau cda dung dich phirc thay d8i theo tirng loai ligan. Chiing t6i tién hanh ghi phd td ngogi
phicc vi thdy ring cdc dinh hip thu cuc dai déu chuyén dich vé phéi séug dai mét cich 16 rj
600-700nm. Diéu 46 chirng td sy hinh thanh phirc trong dung djch (xem blng 2).

Véi két qud nghién cfu hinh thanh phic dung djch & trén, ching t6i da ti€n hdnh t8uy
mat 88 phirc rin cda céc ligan tréu véi Ni*t. Sdn pham thu dwgc 1A chit rin ¢6 mkiu ben, nhie
wéng chdy (phén hdy xéc djnh) dugc tinh ch€ blng pl wong phép két tinh lai va téch cdu silic
h¢ dung mdi bensen: xiclohavan - hutanol 8:8:0,6

Bdng 2: Céc phtc dung dich nghidn céu véi Ligan [ u_
e
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m pren®
Ki Ligan Kin Thin PL3 td ngoat (Metaucl)
: Mau dung djch  gian pH e AT
higu X Z R® logi (phit) (nm)
P, H NH Py N Xauh 4 ciy 10 6-7 620 530
P, H NH Td - Xanh mre 10 6.7 650 550
Ps Br NH Py -  Xanhtim . - 650 510
Py M 8 Td - Niu dnh xanh . . 730 530
P Br O 57 T Xauh lam - - 500) 420
Pg Br O Py o Xauh tim - - B AP Y
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D tinh khi€t dwgc kiem tra blng sdc ki bin 1mdng thu dwge cac gik e Ry thip hon so vén
Fomasan. Ph3 t¥ ngoai cda phire rin ciing chuyén dich vé phia séug dhi twong ty nhe ¢ phac
g dich. Ching t3i da ti€n hinh phin tich hdm lwong Ni trong phirc va thu dwge che gid 4n
‘hgp véi tinh todn (xem bing 3).

Bdng 8: Céc phirc rkn téng hop vé&i Ligan u__l //N & NH‘@"X
R 4
= \N:_: N - Rs
{ Ligan Kim Dim Phén tich Ni  Phd t& ngoai (Metanol,
s ~ Mau chdy R, %
w X Z R® loai (°0) T Dink. Mg, b AL P
(nm) (nm)

., H NH Py Nt . Den 313-315 0,55 9,64 926 536 8.700 620 6.500
y H NH Td Ni** Tim den 350(p. hiy) 0,4 865 8690 4120 15.600 650 6.100
, Br NH Py Ni®* Nauden 333335 05 7,21 742 440 9.300 670 4.800
, H 8 Td Ni** Xanhden 297-300 0,45 7,94 835 530 13.400 730 9.400

PHAN THUC NGHIEM

Didin néng chly céc hop chit dwge do trén mdy Boetics (CHDC Dirc). Phd L ngodi do trén
¢ UNICAM SP8 400 cda Nhjt-Anh. Phé hong ngoai do trén miy A 200 cda Nhjt. Phin tich
yén t& thuwce hién tai phong phan tich vien dau khf Viét Nam va klioa Héa DHTE HA néi.

1. Phuong phap chung tong hop céc fomazan

Hoda tan 0,01 mol amin thom vio 2-3 ml HCI dic, lam lanh xudng 0-5°C. Héa tan 0,015 mol
VO3 vao 5ml HyO ¢Bi viva khudy vira ahd t tir /40 dung dich mudi amin & trén & nhigt 46
'(:. Nhd dung djch mudi diat  iwin d6 vao dung dich 0,01 mol hidrazon hda trong 30ml etanol
uéi 5°C, voi khudy thém 2h & nhiét d6 phdng. Loc ket tda, vde bing etanol lgnh. K&t tiuh lgi
1g bensen ho¥c alcol, chay sdc ky cit silicagen hé dung méi beusen: xiclohexan : butanol ti i
i: 0,8

2. Diéu ché phic dung djch

Con 0,001 mol formasan hda tan trong 100ml etanol & blak djnh wic. Thu dwye dunyg dich
c§ nong 46 107 *M. Can 1,3 mgNiCl; hda tan trong 100ml etanol & biuh djnb méc dwyc dung
1 (2) c6 ndng 4d 107 *M.

Liy 8 ml dung djch (1) vA 4ml dung djch (2) cho vao ¢ 26ml, khuly nhg. MBu dung djch
y ddi tiy theo mdi loai ligan.

3. Tong hop phirc rdn
Cho vao ¢8¢ 10ml dung dich Formasan 0,002M vao 10 ml dunyg dich NiCl; 0,001M. khudy
, lién tyc & nhigt 43 phong dén khi bay hét dung mdi (alcol) Thu dwge chit rbu Két tioh g
1g bensen. Chay sfc ky bdn mdng xudt hién véi phire (véi chit mang silicagen vi h§ dung mdi
sen, xiclohexn, butanol (88 08), chigy sdc ky cit silicagen vh hg durtng méi bréa dé Lk phic,
Chi phd v ngoai, phan tloh bl begug Niken
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Nguyen Dinh Tvieu, Ha Thi Diep, Nguyen Thi Ha

SYNTHESIS AND PROPERTIES OF FORMAZANES

IX-SYNTHESIS AND FORMATION OF COMPLEXES
OF SOME FORMAZANES CONTAINNING HETEROCYCLIC.

Some formasanes containing heterocyclices: Furane, Pyrrole, Thiophene, Pyridine, Oxadiasole
thiadiasole were prepared by the couple of arylhydrazone with diazoniume salte i) methanol at with
UV-Spectra of these compounds were studied.

B$ mén HHC -DHTH Ha Ngi Nhin ngdy 1-12-109
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Nguyén Thi Hué, Ddng Vdn Thing

TONG HOP VA NGHIEN CU'U TINH CHAT

MOT SO DAN XUAT CUA CHAT MAU
4-(2-HIDROXIPHENYLAZ0) REZOCXIN CO NHOM

THE- COOCH, CO DINH TRONG NHAN REZOCXIN |
VA CAC NIHOM THE KIJAC NHAU TRONG NHAN PHENO]

Trong mét cdng trinh trwée diy (1] ching 16i da téng hgp vi aghibu cdu tiuk chils cdd
din xuit thé mou lan & vj urf para A3i vé nhém nidroxi cda hyp phln diaso cda chlt mlv
Lidioxiphenylago) tevocxin, Trong cdng t'uh tiép theo d6 (2], chdug t8i dd xét dah buday
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