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ALKYLATION OF 1,2,4-TRIAZOLE DERIVATIVES
GENERAL PROCEDURE
General procedure for the synthesis of alkylated 1,2,4-triazole: 1,2,4-triazole (4.3 mmol, 300 mg), potassium carbonate (6.5 mmol, 900 mg) was added in ionic liquid  (0.5 mL) and the reaction mixture was kept in ice bath for 10 min. Thereafter butyl bromide (4.3 mmol, 594.7 mg)/ pentyl bromide (4.3 mmol, 655.5 mg) /hexyl bromide (4.3 mmol, 716.4 mg)/ octyl bromide (4.3 mmol, 831.2 mg)/ decyl bromide (4.3 mmol, 959.9 mg)/ allyl bromide (4.3 mmol, 525 mg)/ benzyl bromide (4.3 mmol, 742.3 mg) was added drop-wise to the reaction mixture and reaction mixture was irradiated to microwave for 10 min at 110oC. The reaction was monitored via TLC and after completion of reaction the reaction mixture was extracted with diethylether (3x20 mL). The combined organic layer was washed with water, brine and dried over sodium sulphate and solvent was evaporated under reduced pressure to obtained pure product in most of the cases.
SPECTRAL DATA OF DIFFERENT 1-ALKYL-1,2,4-TRIAZOLE8, 12, 24-27
1HNMR AND 13C NMR SPECTRA OF SYNTHESISED COMPOUNDS
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1H NMR and C-13 Spectra of Ionic liquids


1H NMR Spectra of 1-Hexyl-3-methylimidazolium bromide


13C NMR Spectra of 1-Hexyl-3-methylimidazolium bromide


1H NMR Spectra of 1-Butyl-3-methylimidazolium bromide


13C NMR Spectra of 1-Butyl-3-methylimidazolium bromide



1H NMR Spectra of 1- Butylpyridinium bromide


13C NMR Spectra of 1- Butylpyridinium bromide



1H NMR Spectra of 1- Hexylpyridinium bromide


13C NMR Spectra of 1- Hexylpyridinium bromide
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1-pentyl-1H-1,2,4-triazole
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1-hexyl-1H-1,2,4-triazole
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1-hexyl-1H-1,2,4-triazole
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1-octyl-1H-1,2,4-triazole
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1-decyl-1H-1,2,4-triazole
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1-decyl-1H-1,2,4-triazole
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1-benzyl-1H-1,2,4-triazole
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11 10 9 8 7 6 5 4 3 2 1 0 ppm

0.0000 0.8579 0.8757 0.8929 1.2916 1.3014 1.3055 1.3134 1.3177 1.3230 1.3465 1.3673 1.8803 1.9006 1.9177 1.9356 1.9543 2.5211 3.8403 4.1323 4.3122 4.3310 4.3495 7.3207 7.4624 7.4667 7.4710 7.6162 7.6204 7.6247

10.2011

3.20 6.36 2.12 2.15 3.14 2.12 1.00 1.00 1.03

Current Data Parameters

NAME         Jul05-2013

EXPNO               390

PROCNO                1

F2 - Acquisition Parameters

Date_          20130706

Time               4.02

INSTRUM           spect

PROBHD   5 mm PABBO BB-

PULPROG            zg30

TD                65536

SOLVENT           CDCl3

NS                   16

DS                    2

SWH           12019.230 Hz

FIDRES         0.183399 Hz

AQ            2.7263477 sec

RG                  181

DW               41.600 usec

DE                 6.00 usec

TE                295.2 K

D1           1.00000000 sec

TD0                   1

======== CHANNEL f1 ========

NUC1                 1H

P1                10.90 usec

PL1               -3.00 dB

SFO1        400.1324710 MHz

F2 - Processing parameters

SI                32768

SF          400.1299860 MHz

WDW                  EM

SSB                   0

LB                 0.30 Hz

GB                    0

PC                 1.00

RD-IL

BRUKER

AVANCE II 400 NMR

Spectrometer

SAIF

Panjab University

Chandigarh

avtar_saifpu@yahoo.co.in
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13.92 22.3525.8530.2231.05 36.76 50.11 76.8177.1277.44

121.96123.70 137.25

Current Data Parameters

NAME         Jul05-2013

EXPNO               391

PROCNO                1

F2 - Acquisition Parameters

Date_          20130706

Time               4.31

INSTRUM           spect

PROBHD   5 mm PABBO BB-

PULPROG          zgpg30

TD                65536

SOLVENT           CDCl3

NS                  512

DS                    4

SWH           29761.904 Hz

FIDRES         0.454131 Hz

AQ            1.1010548 sec

RG                 2050

DW               16.800 usec

DE                 6.00 usec

TE                295.5 K

D1           2.00000000 sec

d11          0.03000000 sec

DELTA        1.89999998 sec

TD0                   1

======== CHANNEL f1 ========

NUC1                13C

P1                 9.60 usec

PL1               -2.00 dB

SFO1        100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2         waltz16

NUC2                 1H

PCPD2             80.00 usec

PL2               -3.00 dB

PL12              14.31 dB

PL13              18.00 dB

SFO2        400.1316005 MHz

F2 - Processing parameters

SI                32768

SF          100.6127690 MHz

WDW                  EM

SSB                   0

LB                 1.00 Hz

GB                    0

PC                 1.40

RD-IL

BRUKER

AVANCE II 400 NMR

Spectrometer

SAIF

Panjab University

Chandigarh

avtar_saifpu@yahoo.co.in

N

N

C

6

H

13

Br

1-Hexyl-3-methylimidazoliumbromide
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1-Butyl-3-methylimidazoliumbromide
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1-Butyl-3-methylimidazoliumbromide
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1-Butylpyridiniumbromide
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1-Butylpyridiniumbromide
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1-Hexylpyridiniumbromide
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1-Hexylpyridiniumbromide
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1-butyl-1H-1,2,4-triazole
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1-butyl-1H-1,2,4-triazole
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1-pentyl-1H-1,2,4-triazole


