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O ABSTRACT 0O

Aseries of Schiff base and their derivative (2-amino fluorene) have been synthesized by
para hydroxy acetophenone was condensed with 2-amino fluorene in DMF (dimethyl form
amide) in the presence of conc. HCI acid as catalyst to yield the Schiff bases (1). The
Schiff’s base (1) was treated with diazotised p-sulphanilic acid to give Azo Dye compound
(2), and The Schiff’s base (1) was treated with benzene diazonium salt solution to give Azo
Dye compound (3), The Schiff base (4) was prepared by para amino acetophenone was
condensed with 2-amino fluorene in DMF (dimethyl formamide) in the presence of conc.
HCI acid as catalyst. Then the reaction of Schiff base (4) with 2-hydroxy-5-methyl-1,3-
benzene dicarbox aldehyde to give Azomethine Dye compound (5).

The structures of synthesized compounds has been established on the basis of their spectral
(FT-IR, Mass, lH-NMR, 13C-NMR, elemental analysis) data. TLC confirmed the purity of
the compounds.

Keywords: Synthesis, condensation reaction Schiff bases, 2-amino fluorene, p-hydroxy
acetophenone, p-amino acetophenone, New fluorine Azo Dyes fluorene , New fluorene
Azomethine Dye.
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fluorine ring), 1.83 (S, 3H, CH3) methy Aliphas " . .
-2- ~1-Js
9.58 (S, 1H, OH) phencl, 6.92-7.91 (m, 7H, aromatic | 0% ¥ efarsmlds
ring). ciliglugiy
BC-NMR (400MHz, CDCl3, ppm)8C: 161.2(C-OH)y,, ~ —
164.8 (C=N)immes 36.27 (CH, fluorene ring), o=, N_R oH
24.4(CH3) methyl Alipha,119.8-159.9(m, C-H, aromatic ‘ R
ring). ,flxn
«*:uT,.
50,

dalal A seds Jaadl Cum (Sl ligigl Bhaall aadl) (e Ao sane (2) Syall TH — NMR Gl auay
(1.83) ppm Aol vic dplal dddy G5l & (CH,) Gslinal) 30y Cligisyd 53 (4.14) ppM dagl) 2ic
sl (OH) 8ya)ll (ysigrl 2503 (9.58) PPM Aadl) sie dalal dads 5V (CHy) Bya)ll Cligiopd agas
JAgylaall Adlal) ligigjl 3523 (6.92 =7.91) ppm Jlaall (peca 320a%0 Al

(161.2) ppmaic dd ciels Cum oSyl 4y (e haaii and aedl) (1 dc sane and™3C — NMR b L
Ay (C=N)  Gaall) ey lisyS ) 2923 (164.8) ppm aic ddy ((C-OH)ar) 8300l 0508 () 2
33 (24.4) ppm dedll vie dady Gyl dals 3 (CHy) cptinall 3y0) (508 () 2523 (36.27) ppm xie
O30S () g3 (119.8-159.9) ppm Jadll e addll (10 Ao gana 5 25V (CH3) 8ya)ll lise)
Aphall lilal) 8 (C=C) e sandl
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"H-NMR(400MHz, CDCly, ppm) 8H: 4.11 (S, 2H, CH, | ( sisa(dsizssl-2))—4:(3)o
fluorine ring), 1.81 (S, 3H, CH3) methy! Aliphas 9-58 (S, 1H, . |
OH) phenols 6.91 -7.93 (m, 7H, aromatic ring). dsid (did Jbr1)-2-d5%

3C.NMR (400MHz,CDCly,ppm)5C: 162.2(C-OH)a,, ,, Q

163.5 (C=N)imime, 36.56 (CH; fluorene ring),

24.20(CH3) methyl Alipha, 119.6-158.9(m, C-H, aromatic N=N
ring). Z
< ol

olal Al jsels Bl Cum ) iligigyd heall aeill (4o desena (3) wSyall BH — NMR il aumy
(1.81) ppm el vic dgplal Ay G5l 8 (CH,) sl 30y ligisyd 53 (4.11) pPM Al 2ic
3yl (OH) 5038l (15isnd 3525 (9.58) PPM Aadll e dpalal iy A5lay) (CHy) Baill lisig sl 2558
cAgyhal) Zalall ligig pl 295 (6.91 =7.93) ppmM Jladdl (e 320a% A

(162.2) ppmaic i ciels Cum o Spall Aty (g Dpsdt JJand aal) (ga de gens an?®C — NMR s U
idy  (C=N) o) 53 lis€ ) 35a3 (163.5) ppm i &ddy ((C-OH)ar) Byl 30 (o) e
355 (24.20) PPM el die Ay pyill dila b (CHy) coulisall 5305 (158 G 2555 (36.56) ppm i
038 ) a5 (119.6-158.9) ppM Jladll aia paill (0 dgana 5 251 (CH3) gya)l iy
Agyhall lEla) b (C=C) de sanal

sl by G glil) giial-2) ciud el (ha ety Bayan Aoty ol yiaa g 3T ddaal judaat — Y babial-2
(Oshd sl

Jelii e (Osd sl il DU fousldl Jin=2) e lex (4) GO pn it Gl piaas
CHal Bl ) Caa el G IS el (e (5) SOl ipslh s 531§ la puan o eIl
LallS 3 (53, 1= 5— S5 082 Sl aa (4)

c S5l e SUs 539555 Jsilially Jai LeiST e ladly Jasi ¥ 8pumnall LSl apen

(5¢4) lsyall (RI) sea¥) ciaile daiY) cildai-1

pabaia) cllac cliidl (5,4) spanall cand Gl (IR) ea) it Lo dlidany ikl Jlaill el
oSl 8ya) Bhaal) Galiaia¥) cilibias s Gyl giaa=2 V1 (el 32500 (-NH) Zisa¥) 8yal Baadl)
A B galiaid Gllac Hseliy 5 sl sl Bl 8 (FCOCH3) i de sana ) 32301 (C=0)
S Ala) aos el Gl Jay Jeldl) dign e Ju ) (CEN-) gpal¥) 8p0) paliaial cililas
oo LS Aaim g aaie (A Galiaial cilila

IR (KBr, cm™):(3461, 3362)[ v (NH)], o) O (sisad) (Siiusth —2))—4 :(4) Sl

3038.78[v (C-H)Ar], 2998.75[v (CH;)Aliphal,
2983.33[v (CHy)methylene Alipha fluorine ring ] '
, 1634.74[(C=N)imine], 1552.77 [v (C=C)Ar]. N=C
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L) 5030l 253 (3461, 3362 cm ) (yiadl) vie palisial ilas (4) S$5all (IR) Cisla elal 58
sie Al Galaiel Llat s cigylanll (C-H) 3300 35x5 (3038.78cm ™) el vie Laliaial Libat s (NH,)
2525 (2983.33 cm™!) vie Al Galaid Lt ((CH3) sl Jiisd) 5ye)) 2525 (2998.75cm ™)
5yl 2523 (1634.74 cm™') dedll xie alisial Lilaty ¢ cpslill dala 3 (CHy) 4alady) i) 55))

Agylaall (C=C) sya3ll 25x (1552.77 cm™!) dedll tie Galiaial dlat s «(~C=N)paly!
oabiaial Glliat sl (5) sumad) (e 531 Sl (IR) peaY) cind L Adldany il Jlaill el
el Syl JC&s Jeldll Gigan Jo Ju lae (-HC=N-) i 53 830 (abiaial cililas 4 33
pabaial cllas sedas (~CHO) amal¥) 5030 5 (OH) JausSspuell 503 Spaall aliaiad) cllas
At cWlase 8 saaie g Al Jaliaiel cililas ) 48l (C=N-) Lal) o)l (abaie cllas a

tome st LS Loan ) Gl paes L s

IR (KBr, cm™): (3436.24)[v (OH)], (S (el (Soiisstd —2))—4)-3 :(B)S sl
3047.81[v (C-H)Ar], 2967.75 [ (CH3) Aliph], | .~ -~ L s d
2977.73[v (CH2)methylene Alipha fluorine ring ] i O "’“SJJM el ad
2792.56 [v (C-H)Aldehydic], 1706 [v (C=0)

Aldehydic], 1636.38 [v (HC=N)], '
1552.41 [v (C=C)Ar], 1265.62 [v (C-0)]. N CO Q
(a)

CH,
(b)

(OH) 45l 5ya3l) 353 (3436.24 cm ') dedl) die (alaial Llat (5) Syall (IR) Cila yelal a3l
sie (@Al palaial dlaty dgyhall (C-H) 530 a3 (3047.81 cm™') dadll sic jalaicl dibats
3525 (2977.73 em™') vie @Al alaid Lt «(CH3) sl Jisd) 5ye)) 2525 (2967.75cm ™)
syall 25l (1234.21 om™) el vie aliial dlat s oslill dals 3 (CHy) 4lify) Gulisall 55030
«(~CHO) 231 55031 3523 (1706 cm™') dadll xe (alaial Llats awalN) desens 8 (C-H)
e galaid Llaty ((H-C=N) G 53l 5ya)) 2523 (1636.38 cm™') dedll ve (alsicl dlats

.(C~0) a5l (1265.62 cm ™) dasill sie alisial Liliat 5 4yplaall (C=C) 53030l 2523 (1552.41 cm™) el

(5:4) clsyall (NMR) A8y (5ignl) (omubalitall g g5l cpilal) Cilidal~ 2
Aahiaal) ciligigl samie 4Les laliyl ("H-NMR) isigyll aslaliaal) g5l Gual) Calidal coypelaf
Sl ey 8330l Ayl Jiiall 5303 ilisig pll Alaasll laliyiy) aas oSSl 8 yuianal) lSsal) poenl
sl cpilal) Gkl W L(5) oSpall JSi e Ju ) (-HC=N-) e 53 8y lisis g (5¢4)
L)) el Gs0S) salall adil) Dasi WiST samie e cujelil 28 (BC-NMR) s asilaliaall
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& ((HC=N-) o 53 8505 GsSs ¢(564) cnSonl dinady) 85l dadipal) Jisall 830 015085 (C=N)
- LS Riaally gpuianall LAl maen A ASSe (5 AT aad ) Aila) (5) el S5 e J

"H-NMR (400MHz, CDCl;, ppm)SH: el B (siaad (Jiiaysth —2))—4 1(4) sl

5.48(S, 2H, NH,), 4.31(S, 2H, CH, fluorine
ring), 1.91 (S, 3H, CH3) ) methy1 Aliphas '
6.75 -7.87(m, 11H, aromatic ring). N= C
BC-NMR (400MHz, CDCl3, ppm)5C:

165.2 (C=N)imin, 36.32 (CH; fluorene ring),
18.3 (S, 3H, (CH3) methyl Aliphas
118.9-157.8(aromatic ring).

Goalal Aady Hsels Jaadls Cum Sal) ligispd Biaaall el (1e dcsans (4) «Sall 'H — NMR Cisla oy
Cligigyl a5 (4.31) PPM el vie dpalal 48 4] (NH,) 5ya3l) (53550 2523 (5.48) ppm degdll i
adds 35l (CH3) 8ye3l ilisisyal 953 (1.91) PPM dail) xie dgalal Ay (p)slal) 3 (CHy) Cliisall 330)
glaall Addal) Sligig 2525 (6.75 =7.87) ppm Jlasll ana 32325

(165.2) e iy Ciels Cum oSyl Ayy (g Dpudi JJand aadll (1o desene aad?®C — NMR ol U
(CHa) Galisall 3503 1508 () 2523 (36.32) ppm xie dad;  (C=N)  (pa¥) 50y DS ) 253 ppm
adill (e dcsana 5 45wl (CH3) pa)ll sl g 18.3) ppm el vic Ay cp)slall ddla &
Agyhall Glilall 4 (C=C) deganall s ) 2523 (118.9-157.8) ppm Jadl (o

"H-NMR (400MHz, CDCl;, ppm)SH: 8.94 (S5 (sisad (sinpsth —2))—4)-3 :(5)S Ll
(S,1H,HC=N), 10.19 (S,1H, CHO),9.15 (S, 1H, OH), | . o L.
4.13(S, 2H, CH, fluorine ring), 1.81 (S, 3H, CHy(a)), | % ™5 (mSassb=2-diba shaay) Jid

2.36 (S,3H,CHj;(b)), 7.28 - 7.90 (m, 13H, aromatic aaaali
ring).

BC-NMR (400MHz, CDCl;, ppm)5C:
191.01(CHO), 165.3 (C=N)imine, *N c O Q
136.6(HC=N).,omethene> 36.25(CH,, fluorene ring),
24.5(CHs(a)), 21. 3 (CHx(b)), 119.8 -158.8(aromatic
ring) CH3

Lolal 4a sels Laadl Cun (Sl ligigyd Bl aadll (e desane (5) SHall'H — NMR Cipla sy
3525 (10.19) ppm Zadll sie Zlal iy (HC=N) (ise 53 505 Osignd 2925 (8.94) pPM dadl) vic
(OH) 4lgidll de gendll (y5igyd 255 (9.15) ppmM dell sie dplal dady ((CHO) 2wl 5505 ¢y5ig 5l
Al vie dala A Csldll (A (CHy) Caliisall 8p0) ligigyal a5ai (4.13) ppm dadll dic Lola] 4
Byl lisig ul 3ga5 (2.36) PPM Al vie Lslal Ay 2aWdY) (CHs)a 5yl lisigul a9a5 (1.81) ppm

Al Adla) Cligigl 3ga3 (7.28 = 7.90) PPM Jlaall (pania 322270 Ay 35V (CH3)p
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(191.01) xic ddd cjels am Spall Ay e Dt JJasd adill (o degense and’C — NMR i L
Ady  (CoN) cpal¥) 850y gsuS G 253 (165.3) pPM xie 4l ((CHO)) 2pa3l) s0S (M 253 pPM
50) 0s0S &) 25 (36.25) ppm e s (HC=N) e 53l 8ya) 0508 () a5 (136.6) ppm e
2o s 48l (CHy)a el (sl a5 (24.5) PPM el die Ay 05kl dila 3 (CHy) (tinal
(119.8- Jadll o paill (0 desans 5 A5EI (CH)Jo Bpa)) (1508 2555 (21 3) PPM Aadl
Aphall Glilall 4 (C=C) desanall yu< ) 2523 158.8) ppm

(5-1) Bpanall Byaal) cilisyall gpaial) Jiladlly Auilisdll Galgddi-3
(Rt iipall AES iill 5l Alanal) Zapall 3505l lenatl) da3) Al palsal) (1) Jsaall pamy
B pealiall Dygiall anailly (gatall Jlaill 235 (2) Jpaad) pmy (5-1) Bpmnall sasall LS5l
(5-1) panall 3apaall bS5l

(5-1) iyl Al (alsdd (1) Jsad

Rf Dl gl | @Sl
M.Wt. M.F. Yield (%) %ICP) (eter:hexan)
1:3)
299.37 C1H{7NO 81 113 0.61 Sl )8 1
482.5 Cy7H0N304S 87 156-157 0.74 i 2
403.49 Cy7H,1N;0 86 122 0.84 Gale 3
298.39 Co1HsN» 84 146 0.54 o 4
444, 53 C30H24N,0;, 82 137 0.63 & S 5
(5-1) @lisall g paind) Jalaal) (2) Jsaad)
Found Calculated S )
C% H% N% S% C% H% N% S%

84.25 5.72 4.68 0.00 84.30 5.69 4.71 0.00

67.21 4.18 8.71 6.64 67.11 4.14 8.74 6.63

80.37 5.25 10.41 0.00 80.40 5.30 10.21 0.00

84.53 6.08 9.39 0.00 84.49 6.06 9.37 0.00

(9, 4 E " EIS RN SR

81.06 5.44 6.30 0.00 81.03 5.37 6.29 0.00

sciluagilly clalisnay)
(571) Sl dslaiall e clilall (andd Gyslil) g2 (el Bapan il L it ]
(HC=N) Gsie 535 (N=N) 3l desane o ggind daiadll il all-2

Agdalls AV asall Aalill e QLS oda duhy pusill mai =3

LOpsll) g2 i gemall g UlhiaY) Jlae b Jenll daieg Losas a4

2231 L3 o1 (goumall g lilaia¥) Jlae b elous Aailil) A€ pall Aldinall 25)5il) ¢ Laind b daliall oaii=5
opsll) g2 cliiial Aabaall i) Jlae 8 5l ddau s cilSpeS
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dataall clSpal) Gany digsh b Lad 368

1
4

n:g@»owv

CHy —%

l

0

: 1

4

PP

1291 116.0
165.3
128-1 N=C OH l
1267 ' |
119.8 1297 120.3 CH3132-3 116.0

(1)l 'H NMR Agigsll gasill cpilall ciuks

w4 1|

—

10

-

PPM

CDCl; gasa (3)$all 'TH NMR  (igig sl gssil) cihall Ciha
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NH: 5 45

|

4 — —— ‘
5 4 3 2 1 b
PPM

CDCl; s (4) sl 'H NMR  (igig sl i) caidall ciha

(1) sSyal) yudaas Jolis Ay

retlux, 15l
OH
*,. O — COEO

-H,O Ny = -
= CH-
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