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O ABSTRACT 0O

We have synthesized some new compounds from 2-Acetyl Fluorene\ Thiophene
2-carbaldehyde chalcone via condensation and cyclization reactions between the chalcone
and each of thiourea and urea, hydroxylamine hydrochloride and hydrazine hydrate, these
reactions afford these compounds:

3-(2-fluorenyl)-5-(2-thienyl) pyrazoline(4), 3-(2-fluorenyl)-5-(2-thienyl)
Isoxazoline(3), 4-(2-fluorenyl)-6-(2-thienyl) pyrimidinone-2 (2) and 4-(2-fluorenyl)-6-(2-
thienyl) pyrimidine-2 tione (1). Also 3-(2-fluorenyl)-5-(2-thienyl) isoxazole (5), were
prepared via bromination of chalcon and cyclization the later with hydroxylamine
hydrochloride.

Identification and determination of compounds structurs were carried out by (IR,
'H-NMR, ¥C-NMR, LC-MS) spectrum Analysis.

Key words: 2-Acetyl fluorene, Aldol condensation, chalcone, isoxazole, isoxazoline,
pyrazoline, pyrimidinone, pyrimidine-2-tione, synthesis, fluorene derivatives,
2-carbaldehyde Thiophene.
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11.3 ppm xie daye ddy 2- (sl Al 8 CH @ligign ) 295 4.52 xie 48005 Ay )5l
Glilall ligigp ) 2523 7.78 = 7.3 ppM e Jlaall 2 a8 acill (e Ao ganas NH 33030 (53550 ) 2923
i el
'HNMR(ppm,400MHz,CDCl3): 1.7 (d, 2H,—CH,, pyrimidinone — 2 ring),
3.48 (5,2H, —CH,, fluorenering),4.52 (t, 1H, —CH,, pyrimidinone ring),
113 (5,1H — NH),7.3 — 7.78 (m,12H,Ar — H)

A ~'N L - T

(2) sall TH — NMR uubliall (9580 cighal) ik (6) JS&)

3 3 2 1 3 ppm

ddla 3 CHy o) 8505 0508 ) 2525 31.6 ppm i 4 (7) J<all °C — NMR (il iy
43.5 ppmxic iy p Ml ks 8 ol 5y0) CHy 05 ) 2525 41.9 ppm ie &5 20 siavan )
s 4 (€= N) g8 25 141.5 ppm xie Ay 2-0gunapl) dda 3 (-CH) (S ) g
desanay 2-suepadl dila 3 (€ = 0) 50l 05 ) 253 168.8 ppm xie Ay 2—(ysiaarg il
Agyhaall ksl ¢y 90)S DA 3ga3 (138.5-119.3) ppmM (e Jlaall 8 28 aadll (0
YCNMR (ppm,400MHz, CDCly): 31.6(—CH,, pyrimidinone — 2 ring),
41.9(- CH,, fluorene ring),43.5 (- CH,pyrimidinone — 2 ring),
141.5(—C=N),1688(C = 0),125— 129 (4r — C).
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MS Spectrum
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106 7
104 4
103 1
102 1
101 4
100 1
99
98 A
97 1
96

o5 A ' - m/z
343 344 346

Mux; 223325

(2) Ssall SIM Lilisy (LC-MS) AL ciuk (8) Ja

:(Ca1 Np S OHig) (2) Syall &l yualinll 30000 2y giall Bpusill (g puaainl) Jalaill el
C: 12.21%, H: 4.65%, N: 8.14%, O: 4.65%, S: 9.30%.
C: 12.43%, H: 4.53%, N: 8.25%, O: 4.76%, S: tlylat dysenall pill dijllae a5
9.42%.
SV 25xi 138464 om™! die Laye palaid Llae (3) Syl (9) JSal IR Ldlas el
SV(C=5-0C) ) 253 967cm ™ die (aliaial lacy odg)lSspY) dila & v(N —0 —C)
v galaied dlacs v(Ar —CH) ) s 3043 em ™ xie jalaid dlacy gisill dils
Saill A 250 1540 em ™t die Al dbacy ol 5lS N dils S v(C =N) ) ap0 1647 em™?
Aplall lilal)l s w(C = C)
IR(cm™ 1, KBr): u(Ar— CH) = 3043,u(N — 0 — C) = 1384.64,
v(€C = N) = 1647,v(C = C)Ar = 1540,u(C — 5 — C) = 967.
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oo
Wavsnumber fcom-1)

(3) wSall (IR) jaal) cal La i (9) Jsi)

4.59 e A Ay sl Adla 3 CH, Cligigy 350 3.49 ppm ic dalaf dddy ol s 5laSs i) dala
7.3 = 7.78 ppm Jladl & afi acill (o deganas gl 3) ddls 4 CH Sligigp ) 2523 ppm
cighal) clilal) ciligig e ) 3gas
1H — NMR(PPm,400MHz, CDCl3):1.83(d, 2H, —CH,, isoxazoline ring),
3.51 (5,2H,—CH,, fluorene ring),4.59(t, 1H,CH, isoxazoline ring),
7.3 —7.78(m,12H,Ar — H).

/N I N

|? M . 7 g g 4 3 p. ! ppm

(3) wSsall TH — NMR hliaal) 55530 cihal) oyiba (10) S

& —CHy ol 5ye) 0508 ) 253 28.6 ppm xie 4 (11) Jsal) ¥C— NMR (ol sy
73.3 xie dady sl Adls A (—CHp) oolisad) 5e) 0508 ) 250 42 ppm Ay ol s5lus 51 ddla
(C=N) 0nS Y api 141.7 ppm xie 4 calgylS sl dls 4 (FCH) oS ) a8 ppm
Agyhaall lalall ¢S b ) 295 (134-124) ppm Jlasll Gaa a8 aedll (10 Ao sana
13¢ — NMR(ppm,400MHz, CDCl,):28.6(—CH,, isxazoline ring),

42 (—CH,, fluorene ring), 73.3 (- CH, isoxazoline ring), 141.7 (€ = N), 124 — 129(4r — ).
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] M appe
:' ll H
‘:' ppm
ettt b e e e i =

H 4 190 o0 ¥ [ 4 0 epn

(3) wsall BC—NMR hiliaall (g53 cpiball ciska (11) Jea

e BT a5 (317.09 ami) (3) Syall igiall AN SIM #3503 (LC-MS) AL Adllas S|
Ol dauSsrne on Lo (1:1) Loy SIS Jelis Jgean 2S5 1385 (317 aMU) &g puall 4kl ALY
(LC-MS): m/Z =317.09 (12) I8 (3) Sl elacy (o SILENG ) 6IK g

MS  Spectrum
*MSD1 SPC, time«24.636 of RAS\THAWRAD9.D API-ES, Pos, SIM, F

Max: 12406
104 4
103
102
101 4
100
Q9 4
98 1
a7
96

a5 1 m/z
316 317 318

(3) Ssall SIM Litisy (LC-MS) AL cis (12) Jsail

:(C20 N O S His) (3) Spall d3sSall pualiall 401 Ay giall cansil) (g ycial) bl gl
C: 12.62%, H: 4.73%, N: 4.42%, O: 5.05%.
C: 12.87%, H: 4.95%, N: 4.50%, O: 5.14%. tllat dysemall pill Al a5

idbacs U(NH) ) g0 3447 cm™ die dape (abaid dlac (13) dSall IR Cada el
&) as 1648.17 em™! xie jaliaid dleacy v(Ar — CH) ) a3 3025 om™! xie (aliaidl
v Galaie Alacs w(C = C) pa3ll ) asad 1558.06 et xie Lalaial dbac; v(C = N)
SV g0 1453 em™h vie alaid dlacy ghsdll dila 8 w(C—5 —C) ) as5 699.07 cm™!
V(CH,) 5yl
IR(cm™ 1, KBr): v(NH) = 3447, v(Ar — CH) = 3025,v(C = N) = 1648.17,
v(€ = C)Ar = 1558.06, v(CH,) = 1453, v(C — 5 — C) = 699.07.
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P hgars J ‘ ' . m

(4) @$all (IR) jaa¥) it L cida (13) Jell

&b CHy b0y cligisy ) as 1.66 ppm xie 358 4 (14) JS&) 'H — NMR Cub sy
3.48 ppm sie Aol Ay oalyihal) dils 8 (NH) @lisisn ) 395 2.39 ppm sie iy ¢l gl ddls
LS el Fila 3 (CH) cligigye L) 95 4 sic R0 Ay oyl dila 3 CH, ligisy ) a5
Agylaal) clilal) ciligis g ) a5a3 7.78 = 7.32 ppM Jlaall & i sanwie Led gl
H — NMR(ppm,400MHz, CDCl;): 1.66(d, 2H,CH,, pyrazoline ring),
2.39 (5,1H, NH,pyrazolinering),3.48(S,2H, - CH,,flourene ring),
4(t,1H,- CH, pyrazolinering),7.32 — 7.78 (m, 12H, Ar — H).

(4) <Ssall TH — NMR ghlial) 5530 cihal) opiba (14) i)

dia 3 (CHy) osS M as 31.7 ppm xie 4d (15) Jsall P*C— NMR Cada 3 Lad
43.48 e dplal dd; ol ddla 8 (CHy) (s I a3 41.85 ppm ie dplal s gl
{C=N) gns ) a2 141.49 ppm v &y olgihall dlls 3 (-CH) (S ) 253 ppm
Agylaall GlEa G eyS @y () 2 129 — 125 ppm Jlaall 3 a8 aedll (30 e ganay
B3CNMR(ppm, 400MHz, CDCl5): 31.7(—CH,, pyrazoline ring), 41.85(- CH,, fluorene ring),
43.48(-CH, pyrazolinering),141.49(C = N,pyrazolinering), 125 — 129(Ar — C).
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S ppm

(4) @534l BC—NMR puhiliiall cpilal) i (15) Jsa

25 (316.1 amu) (4) Syall 485al) ALY o SIM 73503 (LC-MS) AL dglhae ekl s
Antlly (sSILAYS Chaedl b IS Jpean 2S5 Lae (316 @MU) A gunall Akl ABSH daas
(LC-MS): m/z = 316.1 (16) JSa gy WS gl Gadall slhaey (1:1)

MS Spectrum
SMSD1 SPC, time=24,616 of RAS\THAWRA10.0 API-£S, Pos, SIM, F

105
104
103
102
101
100
=
98
a7
96

95 m'z
315 316 317

Mas ZFrath

(4) Syall SIM Lilisy (LC-MS) ALl Cigh (16) JSi

:(4) (C20 N2S Hig) Syall 435Sl pualiall 00l Ay il Cansil) (g pucaial) Jilaill gl
C: 12.66%, H: 5.07%, N: 8.86%, S: 10.13%.
C: 12.75%, H: 5.34%, N: 8.93%, S: 10.35%. tlylat dysemall pill Al 4
G ass 302122 emT de galaiel Alas (5) Syl (17) JSA) IR cade sy
JsuS o3 dils 3 v(C =N) spa)ll ) 2503 1646.91 cm™! die jalaiel dlac, v(4r — CH)
de Gabaiel dlacy dglall il 8 v(C=C) ) ap 1542.35 cm™! e aliaie) djlacs
3523 811 em™! vie Galiaial Llacy Js)lSy3) dils 8 v(N — 0) sye3l) ) 255 1384.64 cm™
cAsdll dils & (C-S-C)
IR(cm ™, KBr): v(Ar — CH) = 3021.22,v(C = N) = 1646.91,
v(C = C)Ar = 1542.35,v(N — 0) = 1384.64,v(C— § — C) = 811.
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J

o~ M

2000
Wavesnumber [cm-Y]

(5) @Sl (IR) jaal) cad L cigha (17) el

Ol 8305 lisisn ) as 3.23 ppm e dplal Ad (18) Uil *H — NMR (b el
ic ganay Jo3S o3 dila 3 (CH) (sisn G a5 7.02 ppm wie Zaslal &y cppslill dils 6 (CH,)
SAgyhaall clalal) cligig ) 2525 (7.89 = 7.39) ppm Jlaall A i aadll (4
14 — NMR(ppm,400MHz, CDCl,): 3.23 (S, 2H, —CH,, fluorene ring),
7.02 (5,1H, —CH,isoxazolering),7.39 — 7.88 (m,12H, Ar — H).

b Lt |

(5) el TH — NMR ushlial) 5530 opibal) cigh (18) g

dila CHy cplisall 5303 0508 GV 2525 41.97 ppm xie 4 (19) il P*C— NMR Caa iy
Al Y 55 138.25 PpM e Ay Js 3 s3l) Al (58 ) 35 103.75 ppm xie Ay cyp5kl
Js)eS 3l dila b (C— 0) s ) 55 149.54 ppm e 4y J53lSyi) ddla b (€ = N)
Agylaall GlElal fe)S @y (J) s 141 — 124 ppm Jlaal) 3 a8 aedll (30 e ganay
13¢ — NMR(ppm, 400MHz, CDCl5):41.965(—CH,, flourene ring),
103.74 (—CH,,isoxazolering),138.24(C = N, isoxazolering),
149.53 (C — 0, isoxazolering), 124 — 141 (Ar — C).
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ppm
(5) «Ssall B - NMR ouhlisal) ggail) bl cinha (19) Jedd)
25 (315.07 amu) (5) Syall agjal) A< of SIM #3500 (LC-MS) A< ddlas cjelal
Sy sl e el JaS s on GBS Jpan 35 Lee (315 @MU) Agunall Gkl ALK dila
(20) JSa) sy LS Jo3luS g5 Sudiall slaey (1:1) Apailly oSN asag 5
(LC-MS): m/z = 315.07

MS  Spectrum
*MSD1 SPC, time«24 636 of RAS\THAWRAI8.D APLES, Pos, SIM, §

105 as "
104 4
103 A
102
101
100 1
99
98 9
97 1
96
95

m/z

314 3156

(5) Syall SIM Lilisy (LC-MS) ALl Cigh (20) JSi

:(C20 N OS Hy3) (5) Spall d3sSall yuaalindl 400 Aysiall cnsil) (g ocial) bl gl
C: 12.69%, H: 4.13%, N: 4.44%, S: 10.16%, O: 5.08%.
C: 12.85%, H: 4.34%, N: 4.38%, S: 10.35%, O: 5.23%. :ljai dysunall pill disllas a5

tGluagilly claliiiuy)

alatiall e GBI e 3aaa A old Cillie ded Czia—1

.(LC-MS 5 3C-NMR 5 "H-NMR ; IR) Zdldas) daiiadl) clSyall L3 Cuadi=2

dalagy Calgilall Adlas alodlaSenl) ddlay JoiluSei) ddla o geiad driadl GlSdll-3
Al Claliass 3auS] Claliaes gl claladS dyga Alledy aiad ) sibasaynl) dilay o siae
[33] duilha s lalians ke ilabiass

LS all o3l Ay gaal) Alladll (o 2 Cagas (sl Al e L (5int dniad) US4
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