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TC)NG 'HOP MOT SO CHAT MAU AZOREZOCXIN |
g : NGUYEN TH] HUE, VU HONG QUAN :

my chilt mau azorezocxin thude loai chdl mau ma trong phan t& cé chira
nhom hidroxi & vi tri oclo d6i véi nhém azo, do dé chung o thé tham gia tao:
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Mt khéc, trong diy nay ¢0 trioxiazobenzen la mét thuBc thir hitu co kha 1y
thit [1] ma che din xufit thé X & vi tri para d8i véi nhom hidroxi & hop phitn.
diazo con it dwge nghién ctru;
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. D2 goép phiin nghién clri diy chat mau azorezoexin, truée hEt ching toi tim:
diu ki¢n thich hgp 48 didu ché benzenazorezoexin la cht mau don gidn nhét,
Phirong phép di¢n ch& thuong dung Ia diazo héa rdi sau dé ghép doi. Do bai
‘nhém hidroxi trong phan ti rezocxin ¢6 s phin b6 meta nén phan wng ghép dok
cfim 1audi diezoni véi resexin 1uon igo nén mot hdn hop gdbm monoazo, bisazo
va c6 the c6 cd triezn (trong d6 bisazo bao gom hai ddng phian 2,4 — va 4,6 —}
| v0i t¥ 18 khac nhau Uy thude vio ditu kiéa phin ng.

; Monoazobenzenrezocsin di duge didu ch¥ tir ldu [2] nhung trong cae tai

' liéud&u kbongdeé cp dén vAn d& tach sin phiim tinh khiél. Do d6 ching t16i ditcho
mith chiém vo didu cht sin phlim link hiét, Trude hét, chung toi tién hanl didu

* eb& monoazobenzenrezoexin theo tai liéu}2] bing cach diazo héa anilin, roi ghé
@oi voi rezocxin & pH = 8§, a va nhigt do O ~ 5°C. Qua k&t qua phdn tich
n;uyen 16 cho thiy him lugng nito trong sin ph?ﬁm ph’m irng cao hon theo 1y
‘thuyét. Kitm tra bing sé¢ ky gifly cling cho th¥y, ngodi sin phiim chinh mono
20, ¢on ¢o lan cac dong phan 2,4 — va 4,6 — bisazo. Qua nbi¥u l&n tinh ché, chang
t6i da thu dwge mét chit ¢6 mau d6 nhat, néng chiy & 160 — 161°C, ¢6 k&t qud
phan tich nguyén 1 nim trong ving saisd cho phép, khi chay séc ky gify chi
con mot vél voi Ry = (,59. D ting do tinh khi8t céia sin phlm, ching toi tién
banh phin rng ghép Ao} trong moi truong axit yéu pH=55 — 6,5 va trong mof
truomg pH = 55— 6,5 v&i syco mift clia ion A%+, Higu sufit phdn (ng duge dip.
ra & bang 1. ; t
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Bing 1.

Mobi truéng phén rog ghép dof

pH =8-85 | pll=55-65 pH = 5,5—6,5/A1%+

.. Hiidu suft % 50 65 i 73.6

K<Cii moi tredrng thire hin phin irag ghép d46i 12
thip 'hon, soaz do ¢d da chon loe cao hon nén
phAma (ho san mOt [&a tinh che -
43 @art dirge 49 tinh khidt cin w

axit y&u thi hidu sait tuy co
phdm (inh khist hon. Sin

th liing trong moi (rudng _wml'(,,‘ A
axit yv¥u. nhong nfued mit cia s
fon Ali3+ thi hi¢uxufit phin (rng 1 4

< - »
1gi caao hon, theo ching'téi co |

thd 182 khicé mat Al%+, nhém 7t

hidroaxi trong rezoexin bi phin 63! :

cye WA vi vy lam thpan loi |

hon (cho phin'&ng ghép d@oi. | ¥

Tir tkhue nghiém di tim dwge | 851/

1§ 1¢ rmol Al —rezoexin thich | 9 as ro k0

hop (uhit cho phdn ing ghep | L4 tmaly i

d6ilaa 1: 1 (hinh vE 1) | [rasarn._nn(] Cmol)
Hinh 1

NVgodi viée nghién etru tdng hop monoazo, ching tdi ciing ti€n hanh lbng
hop 92,4 = bis (benzenazo) ~ rezoexin (2,4°~ bis BAR) 4,8 — bis (benzenazo)
rezecaxin (4,6 — bis UAR}

On On A
L I N=NZGC:H,
HO—-  3=N=N-C.H, : f‘\/
. N=N- €, ; \/ \
l 6— Xbu (benzenazo) . rezoexin '—’\'—C,lls
(4o naw) 2,4~ bis (hanzenazo) — rezoexim .

(%)
Trheo tai Lidu [3] phin tng ghép d6i in thir hai vio rezoe xin ¢é the 1 vao i
tri 2 thoidc 6 tiy thude vao tinh ki¢m ciia moi tredng phin «ng, va s& thu duge ddng
:24—hisazo khi moi lrtbng’m’u phén éng ghép doi la dung dich Na,CO,4 loing
;=8 85, con ddng phin 4,6 — bisazo thu dwyc khi moi truevng ghép d6i
la dumg dich NaOH loang & pH = 8,5 ~ 9. Tuy nbién kéi quél chay shc ky gidy cho
théy thaisiaphlim didu el déu klmng tinb khiét, chiing lin vao nhau kbd nhigu:
Pé-taech hai d3ag phan niy duwoi daag tinh khidl, chiing (61 di dya vae tinh tan ciin
chithtro v aditrrdng kidm, Ddng phan 4,5—bisazo dwoe chiél trhdn hgp sdn
phivm phin g ahe dung dich KOH29% trong clorofoc. Bing cich nay chi sau mot
w4 (un tich Lhé sin phim dd dat dwge do tinh khiét can thidt.
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' Mat khic, ching 101 cfing ti¢a hinh Jin ch¥ cic bisazo ni§ bing phwong
phap ghép doi muBi phenyldiazoni voi rezocxin theo ty 1& mol §:3 wéri
sy O mit ciia ion Al%* va Cutt. K¢t qui cho thiy, trong didu kién phin Gng nay,
Iwgng dong phan 24 — bis BAR ting lén khé ro rét, con ddng phin 4,6 — bis
BAR con mot lugng rdt nhd, S& di nhe viy, theo chung toi c6 the 1a dong

" phan 2,4—bis BAR vira tao thanh lwong tue voi ion kim loai tao ra phirc cé
d¢ ben cao hon so voi phite clia dong phin 4.6 —bis BAR. Thil vy, qua kit quid
xag diph do ben clid phire Cu?t véi hai dong phan teén, phite Cu’t cha dong
phan 2,4~bis BAR ¢6 d¢ bén 16n hou doiig phan 4, b bis BAR:

Qua ehe két. qui thure nghiém duge trinh bay lrong béng 2 2 ching t6i di xéc-
dinb duge hiing 86 bén va thanh pbin clia 2 phie nay.

Bdng 2 \
Chat 2,4—bis BAR 4,6—bis BAR
pK, 9,13 6,89
Thanh phin phie 1538 13

K& qui vira néu {rén c6 mol ¥ nghia quan trong trong vige dinh hwéng phir:
wrng ghép doi ldn thi hai cla mudi diazoni vao phén (i rezocxin, va 6 thd tng,
dyng d& didu ché;ddng phan 2,4—bis BAR voi do tinh khiét cao.

PHAN THUC NGHIEM

Bi¥m chiy otia cac hop chill duge do trén may Boetius (CHDC Bire). Gify
sho ky FN4: hé dung m6i ding: eachon tetraciorua: metano! theo tj 18 2:1 v&
the tich. Phd hong ngoai dugc ghi trén may UR 20 (CHDC Bire). Viéc phin tich
nguyén 6 dwoe tién hinnh tai phong Phan tich hitu co thude Bo mén Hoa hite
€0, kboa Héa Trudng Dai hoc Téng hop Ha néi.

: Dnau ché 4—(benzenazo) — rezocxin
1.1, Diazo héa anilin durge thye hi¢n theo tai li¢u [3].

1.2, Bith eh6 4 (benzenazo)—rezocxin béng phiin ng ghép d0i ciia muy
diazo voi rezocxin {rong méi trudng axit y&u (pH = 5,5~ 6,5) v6i sy c6 mat elia |
ion AP, i

a) Hoa tan AlCI,.0H,0 (0,025 mol) va rezoexin (0,026 mol) vio 20 ml nuée vi
lam lanh dung dieh d€n (—5°C. Cho nhanh dung dich mu®i diazoni 42 dwge ditu
€ché 1 0,625 wol auilin. I\h.ﬁ) hén bep phéin ng (reng 1 givr & 0 — 5°C. Trong .
qué trich pbén rg phiii kifm tra méi trudng, néu ciin thiét phai thém dung dieh
NaOH 59, 82 gitv clo moi rudrg lubn cé pli=55~6.5. Kki ph{-n\mg két thic
axit hoa bdng HCI 1:1 d€n (H=C—1. Locifly sin phim va rira nhitu lin bing
HC1 10% Jarb, riia hai lan bing nuéc lanb, Loc, sfy kho. Hi¢u snfit: 3, 95.(73 % p
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b) Tinh ¢h# sin phdm. Héa tan sdn phim the vao dung dich NaOH 5%, loo,
axit hoa dich los biing axil clohidric foing. Loc 1iy sin ph3m, ép kho, rdi hoa
tan vio etanol va loe qua phiu loo thudng. Phaloing nudeloc biag nubc eft.
k&1 tiha tach ra & dang hong. Loc, siy kho & 70-9°C. Sin phdm wong chiy &,
160—161°C; R, =0,59.

Puan tich hguyén té. % %H %N
Tim thiy: 6742 5,07 13,08
v Tinh 2 67,29 4,67 13,08

2. Didu ché 24 —bis (benzenazo) — rezoexin
2.1. Diazo héf anjlin duge thye hign theo tailidu [3].
2.2. Ghép 46i voi rezocxin.

a) Hoa tan rezoexin (0,02 mol) vao 49 ml dung dich Nu,C(), 20%, lam lanh
‘dunig dich dén 6—5°C, rdi cho nhanh vao dung dich mudi diazoni. Khufy lién
tuc hdn hop phdin fteg & 0-5°C trong: I gio, va gifk pH= »—6 Loe, rira sdn ph!n
bEmg nuwéc lanh, sy kho & 80—-100°C. Higu suit 1 T (74%

b) Tinh ché sin phiim. Hoa tan sin phim thd vao dung d;ch kiém59%. Loe,
14y phiin khong tan. Rira bing dung dich ki®m 3 1in, sau d6 rira bing axit clohf-
dric jodng va cudi cing bing nirde iank. Ep kho rdi hoa tan vao slorofoe néng.
Lot, cho bay hoi bot nuée loc, thém etanol cho dén khi ¢6 k&t tha mau do thch

“wa. Loc thu két tha, rira biing etunol, sdy kho & 80—1009C, duge cic tinh th® hinh

kinn, ¢6 didm chiy 220 —221°C R;=0,69. Bet
Phan tich nguyén (6 %C %H %N
Tim thdy = : 68,50 5.0 18.20
Tink ¥ 67,86 14 17,61

3. Diéu che 4.6 — bis (benzenanz

o) — rezoexin

Hoa tan rezoexin (0,02 mol) va ml dung dfeh XaOH 10% va lam lanh dén
. Rot dung dich mu&i diazoni vao vi kbudy lién tus trong’l gior & 0-=5°C,
va giflt cho moi tredng e6. pH=85-9. Khi phiin ttng k&l lh\ie‘ axit hoa dung dich
blimg axit HCI 5% d8n pH=5-6. Loc iy két tia va rira bing nuéc lanh, sy
&kh® & 80— 100°C. Higu suit 4,45¢ (70%). Sau khi tinh ché, sin phlim 14 cde tinh
4h® hinh kim, mau 45 nau, didm néng chiy 209- 211°C : R,=0,85.

Phin tieh nguyén (8 %C % H %N
Tiny thdy | ¢ 67,21 4,20 17,4 A
Tln_h : 167.86 4,40 17,61
KET LUAN ¢

B3 tdng hop mono —va bis — henzenazorezocxin tinh khiét trong méi lmdrng
ghép doi vei pH=8—-8,5; pH=55—65 vi pH=85-65 khi c6 mit A3t theoty
1¢ mol 1: 1. Qua hi¢u sufit va két qud phén tich sin phdim, chiing toi thiy & moy
‘trirdmg axit yéu fuy hiéu sut gidm, song sin phiim tinh khiét hon. Trong mo
trir yag axit yéa voi sw c6 mit cda ABT v ty 13 mo! 1:1, hidw sudl cao hon
Jkhii khong co AP+,
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CAO THE HA, NGO THI THUAN 5
ABOUT RESEARCH ON THE PREPARATION OF THE NICKEL RANAY

A review on the methods of making alloy calalysts, partienlerly NiR, was-

ver dn thi paperil e pewder melalivgy method way suggested for the pre
paration of the Ni-alalloy catalyst. The research on (he calalytic activity in hy-

drogenalion rescltion and phase struclure by x—rey nethed showed thal the'

catalyst prepared by above mentioned metkod is similar to Nissin (a!nlyslr.
Dia chi tic gik Khoa bow DHTH Ha Noi
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