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Experimental

General

The diverse anilines, dimedone, 9-fluorenone, cyanoacetohydrazide, aromatic aldehydes, piperidine, triethylamine, acetic acid, and other chemicals and solvents were obtained from Merck and Aldrich and were used without further purification. Melting points were measured with an electrothermal 9100 apparatus. Infrared (IR) spectra were obtained on a Bruker Tensor 27 spectrometer. Mass spectra were determined with an Agilent 5975C VL MSD with Triple-Axis Detector operating at an ionization potential of 70 eV. NMR spectra were recorded with a Bruker DRX-300 Avance instrument (300 MHz for 1H and 125 MHz for 13C) with CDCl3 and DMSO as solvent. Chemical shifts are given in ppm ((), and coupling constants (J) are reported in hertz (Hz).

General procedure for the synthesis of product 6
Initially, a mixture of 9-fluorenone 3 (1 mmol, 0.180 g), cyanoacetohydrazide 4 (1 mmol, 0.099 g), acetic acid (3 mL) and 10 mL EtOH in a 50 mL flask was stirred for 3 hours at 80 oC (monitored by TLC) and the precipitates were filtered and washed with ethanol and water to give compound 8. Also, a mixture of aniline 1 (1 mmol) and dimedone 2 (1 mmol, 0.140 g) were melted at 80 oC for 15 min. Then ethanol/water (1:1, 10 mL), compound 8 (1 mmol, 0.261 g), aromatic aldehyde 5 (1 mmol), and one drop piperidine were added, and the solution was stirred for the time given in Table 1. Upon completion as monitored by TLC (ethyl acetate/n-hexane, 1:1), the reaction mixture was allowed to cool to room temperature, and the precipitates were filtered and washed with ethanol/water (1:1) to provide product 6 in good yields (up to 80%).
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Figure 1. Structure of all products 6.
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1H NMR of 6a
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13C NMR of 6a
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IR of 6a
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1H NMR of 6b
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13C NMR of 6b
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IR of 6b
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Mass of 6b
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1H NMR of 6c
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13C NMR of 6c
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IR of 6c
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Mass of 6c
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1H NMR of 6d
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13C NMR of 6d
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IR of 6d
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Mass of 6d
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1H NMR of 6e
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13C NMR of 6e
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IR of 6e
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MS of 6e
[image: image22.png]BRUKER

NMODNOWLNTNON® © POTOTITWVOTDOITON «= N
T MONDOMYET MO T - DOMOVOINOOIOONNOT ©O© W
o3I W) ST 0909 69 ¥ AT N Lt O 0NN TSR N160,40.9,:9:100, 9
NNNNNNNNNNNNO "] mmooooooaNNdNNN -0 o
v | TSN e
NAME M.Parhizkari
EXPNO 43
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170208
Time 9.12
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg
TD 16384
SOLVENT DMSO
NS 16
DS 0
SWH 6172.839 Hz
FIDRES 0.376760 Hz
AQ 1.3271540 sec
RG 362
DW 81.000 usec
DE 6.00 usec
TE 300.0K
D1 2.00000000 sec
====—==—= CHANNEL fl =
NUCI 1H
Pl 9.00 usec
PLI 3.00 dB
SFO1 299.8729987 MHz
F2 - Processing parameters
SI 32768
SF 299.8700023 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Je A
T T T T T T I T
1 10 8 7 6 4 3 2 1 0 ppm
o 0 < o|o(o< o <t ©(w|o N o=
o ~ |~ (T o ~ ¥ (<t~ (=N
Qe e S|a =N N < L B ] i b
- - NOW|v|~ L = N | N[




1H NMR of 6f
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13C NMR of 6f
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1H NMR of 6g
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13C NMR of 6g
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1H NMR of 6h
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13C NMR of 6i
[image: image28.png]Mo s7C 210
e e 20
PR SRR — 10
piberhiorry
et 10
oty
Bt -
: e
Fpiiy 100
4 own e 0
ey w0
7 fotomie oo ™
120
rmar 2 110
i 2 10
e oo
ety 1000
s 1033
et meesmas n
Piemiseiestoiin Lo
ek
P
Lo
»
»
1
o
1

Bo a0 zo A s w0 40 W0 5o He o m oo % @ M @ » 0 % B H O b
==




13C NMR of 6i
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