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Synthesis of new allylidene amino phenol-containing Schiff bases and
metal complexes formation using trimethinium salts
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1-(Benzo[b][1,4]oxazepin-3-yl)pyridinium perchlorate 3a:
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1-((2-Hydroxyphenyl)amino)-3-((2-hydroxyphenyl)imino)propen-2-yl)-3,5-dimethylpyridinium perchlorate 3b:
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1-((2-Hydroxy-5-methylphenyl)amino)-3-((2-hydroxy-5-methylphenyl)imino) propen-2-yl)-3,5-
dimethylpyridinium perchlorate 3c:
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4-Chloro-3-((5-chloro-2-hydroxyphenyl)amino)-2-(naphthalen-1-yl)allylidene) amino)phenol 3d:
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RG 38.22

bw §3.200 usec
DE 6.50 usec
TE 297.4 K
D1 1.00000000 sec
TDC i

CHANNZL f1
200.811857¢ MHz
1H

15.00 usec
§.40000010 W

2 Processing varametars

© -
o
_—
@
(5]
S
w
N

12 1 10
©(o(o(a| =T 2|0
==t b ==
S(o|5|o|wk|o|o|ald
Rl BN EN RSP

(Exchange in D,0)

SI 65536
SF 300.8100000 MHz
WDW ZM
55B o
B 0.30 Fx
GB ¥
Bl 1.90
o
T
1 ppm



Dr. P code Wi Exch.
Dr. pour— code W1 i)-repi
I
cl N HN cl
OHHO n i J
|l | | |
I [ |
|
s A | g U .
T T T T T T T T T T T
1.0 105 10.0 9.5 9.0 85 8.0 7.5 70 6.5 ppm
(Exchange in D,0)
T e BRUKER
EICBRESSENERESERER T EE:
TOTNOOD D@D =GO OD~ @ R o B B R}
bbb bk T e 2553333
|\ ) N2
NP~
Dats irs
5
| - :LH-R”
a N HN cl SoLvENT
OH HO i
;ec

2.000 E
D11 0,03000C00 s
TG 1

CHANMEL f1
75.6462982 MHz
13C
10.00 useco
3D.C0000CD0 W meo

=== CHANNEL f2 =
5FQ2 300.8112C32 MH=z
NUZ2

LDn«Rr [z

168 8
T = T 4 T = T S I K T = T E T ¥

200 180 160 140 120 100 80 60

3-((2-Hydroxy-5-methylphenyl)amino)-2-phenylallylidene)amino)-4-methylphenol 3e:
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[ l'})// e L\‘L‘;J o | TR 1
[ N g | L
! % ¢ // 5% CHANNEL f1
75. 6462982 MHz
L 13¢
| 10.00 u
HaC N HHN CHs 30.00000C00 §
CHANNEL £2
300.8112032 MHz
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OH HO CPOPRG(? walt=16
BCED2 30.00 usec
6.40000C10 W
0,17778000 W
0.14339993 W
A et " ST TR
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4-Chloro-3-((5-chloro-2-hydroxyphenyl)amino)-2-phenylallylidene) amino) phenol 3f:
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PROCHO 1
Date_ 20190603
Time 10.06
INSTRUM spech
PROBHD: 5 mm PABRED BR-
PULPRDG g3l
D L5536
SOLVENT [MS0
HE 20
ns [
SWH BE012.420 Hx
it FIDRES 0.122266 Hz
| A A DHIAGEE mec
RG 258
N HN Cl D 62,400 usec
DE 6.50 usea
TE 295.4 K
D1 4.00000000 sec
OH HO DO 1
—————— CHANHEL f1 ========
HUCL in
F1 14,00 usec
PL1 2. dB
PLIW 11.B6I5%406 W
SFO1 400, 2236020 MHz
51 32T6E
BF 400, 2200000 MHz
WOW EM
S5B [
LB 0.30 Az
OB 1]
EC 1.40
o A
T T L T T T T T T T T T
12 11 10 6 5 4 3 2 ppm
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INSTHUM spect
FROBHD 5 mm PAEBO BR—
PULPROG 2g30
TD 65536
SOLVENT CM50
us 20
ns [3
SWH E012.920 He
FIDRES 0.122266 Hr
AQ 1. 0891966 sec
RG 256
il 62,400 usec
£y DE 6.50 usec
| TE 285.4 K
n1 4.00000000 sec
1 N HHN &l 00 1
______ CHANNEL f] ==sscee
HueL 1
Fl 14.00 usec
CH HO PL1 2.00 dB
FLIW 11.BBIS3A06 W
SFOL 400.2226020 MHz
51 IZTGE
SF 400. 2200000 MHz
WOW EM
SSB [3
LB 0.30 He
aR [3
pe 1.40
T T T T T T T
9.0 85 8.0 75 7.0 6.5 ppm
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Date 20190608
Time 16.03
INSTRUM spoct
PROBHD 5 mm PABBO BBE-
PULPROG zgpg30
™ 65536
SOLVENT DME0
Lk a1%2
ik 0
SHH 35714.285 Hz
FIDRES 0.544957 Hzx
AQ 0.9175540 sec
REG 2050
7] 14.000 usec
DE 6.50 usec
TE 294.4 K
B in 1. 00000000 sec
D11 0.03000000 sec
| ™o 1
cl N HN e N === CHANNEL f1 ====== -
HUCL 13C
Pl .00 usec
PL1 —0. %0 dB
OH HO PLIW 42.022801895 W
SR01 100.64797684 MHz
_____ === CHANNEL {2 s=s=s===
CEOPRE2 waltzl6
HUCE 1
PCEDE 90.00 usec
PL2 -2.00 4B
PL1Z 14.44 dB
PL13 17.90 dB
PL2W 11. 86355406 W
PL1ZW 0.26681873 W
FT,13H 0.12139934 W
5RO 400.221600% Mz
a1 32764
5 1006353990 MHz
WO'H EM
858 L
LB 1.00 Hz
2] [
PC 1.40
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2-(4-Bromophenyl)-3-((5-chloro-2-hydroxyphenyl)amino)allylidene)amino)-4-chlorophenol 3g:
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160813
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Cl N HHN cl CHAMNRT, f1 =======-
300.8118576 MHz
s
OH HO 15.00 usec
65.40000010 %
rE Procassing parameters
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j‘; B T - .,,l,, I.,i.i sF 300.3100000 MHz
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" -30 Hz
14 13 12 11 10 9 8 7 6 5 4 3 2 ppm 5o 0
b 'J ) )] PC 1.00
8 2 n[(ge
8 3 (3|85
- (3] ©| NN




5.8 g § § &8 gz gg8 3
g G g 8 = & 23 gEE g BRU
T 1T V
| ||
b
SCOLVENT
i L‘ N2
i - e el gt M»-w-l"J gt N-M’Mnu‘ Pl gl st o
A T R [ S B TR ) L R BT 5 T | LT | ? { e
150 145 14 135 ppm 124 ppm 120 115 110
TR T e
| |I \ \1\' f/ '”‘“‘l'/"f/
| s
1l N HN ol
OH HO “
I, .
T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0

2-(4-Chlorophenyl)-3-((5-chloro-2-hydroxyphenyl)amino)allylidene)amino)-4-chlorophenol 3h:
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Date_
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pis]
SOLVENT
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X
&

2,08

75.6387

Khalij Fars UM
30z7
1
20181225
10.16
spec
5 mm PARBO BR—
zg30
65536
DMS0
20
[}
BO1Z. 820

0.122266
4. 0891966
90.5

1
CHANMEL f£1
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PROCHO 1
Date_ 20181229
o1 Time 10,16
INSTRIM spest
PROBHD 5 mm PABBO BR—
PULPROG 230
65536
SOLVENT [MS0
Hs 20
ns (]
SWH BO1Z.920 Hx
FIDRES 0.122266 Hz
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2-(4-Chlorophenyl)-3-((2-hydroxyphenyl)amino)allylidene)amino)phenol 3i:
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Spectral data of trimethinium salt 1c-1f:

N - (3- (dimethylamino) -2- (naphthalen-1-yl) allylidine) - N-methyl metamine

perchlorate 1c:
SORp

g ClO
. 2 4
N~ /IV‘M@

Me!

1c
Yellow powder; Yield (70%); m.p. 206-208 °C; 'H NMR (DMSO-dg, 400 MHz) & (ppm):
2.15 (s, 6H, NMe?>?), 3.25 (s, 6H, NMe'-!"), 7.48 (dd, J= 0.8, 6.8 Hz, 1H), 7.57-7.70 (m,
3H), 7.80 (d, J= 8 Hz, 2H), 7.96 (s, 2H), 8.06 (t, J= 6.6 Hz, 2H). 3C NMR (DMSO-d;, 100
MHz) 6 (ppm): 49.0, 102.3, 125.7, 126.1, 127.2, 128.1, 129.1, 129.9, 130.3, 130.9, 133.2,
134.1, 164.3.
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Sample Code:308 (Saamani)
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N - (3- (dimethylamino) -2- (phenylallylidine) - N-methyl metamine perchlorate
1d:

White powder; Yield (75%); m.p. 200-202 °C; 'H NMR (DMSO-dj, 400 MHz) 6
(ppm): 2.43 (s, 6H), 3.25 (s, 6H), 7.31-7.33 (m, 2H), 7.45 (t, J=3 Hz, 3H), 7.72 (s,
2H). BC NMR (DMSO-ds, 100 MHz) 6 (ppm): 49.0, 105.5, 128.9, 129.2, 132.6,
133.0, 163.3.
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N-(2-(4-bromophenyl)-3-(dimethylamino) -allylidene)-N-methylmethanaminium
perchlorate le:

White powder; Yield (85%); m.p. 148-150 °C; 'H NMR (DMSO-d;, 300 MHz) &
(ppm): 2.47 (s, 6H), 3.26 (s, 6H), 7.29 (d, J= 8.1 Hz, 2H), 7.64 (d, J= 8.4 Hz, 2H),
7.72 (s, 2H). BC NMR (DMSO-ds, 75 MHz) & (ppm): 49.1, 104.0, 122.6, 131.7,
132.4, 134.7, 163.3.
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N-(2-(4-chlorophenyl)-3-(dimethylamino) -allylidene)-N-methylmethanaminium
perchlorate 1f:

White powder; Yield (80%); m.p. 89-91 °C; 'H NMR (DMSO-ds, 300 MHz) 6
(ppm): 2.46 (s, 6H), 3.16 (s, 6H), 7.36 (d, J= 8.1 Hz, 2H), 7.49 (d, J= 8.4 Hz, 2H),
7.71 (s, 2H). BC NMR (DMSO-ds, 75 MHz) & (ppm): 50.0, 105.0, 121.3, 129.3,
132.1, 134.6, 163.5.
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