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One Pot Snthessd 1- (2,3 - Dichlorophenyl) Piperazinium Chloride
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Abstract: 1- (2, 3 - Dichlorophenyl) piperazinium chloride is an important pharmaceutical inter medi-
ate. Diethanolamine was chlorinated without solvent to generate3 ,3' - dichlorodiethylammonium chloride
in stu, followed by addition of 2, 3 - dichloroaniline and a phase tranger catalyst to cyclolize and yield the
targeted compound 1- (2, 3- dichlorophenyl) piperazinium chloride with 48 3 % yield and 95 7 % puri-
ty. The structure of the product was cong stent with that of the expected result by IR and NMR spectros

copy. The process applied was environment benign, time - saving and operation friendly.
(2, 3- Dichlorophenyl) piperazinium chloride; one pot reaction; phase transer catalyst

Key words: 1-
5- HT , ,
(12) .
1- (2, 3- )
[6-9],
3 ,
[3] . [4] . 2 6- B BI _ 2. 3
(5] )
H ’ ’ y 1
* : 2008 - 03- 10
: (ZM F05020022)

(1981-) ,



1- (2, 3- ) -+ 33 -

/ \ 250C, /~\ 122
HN ol ——l—> Cr H,N* a '
\_IOH - 80,,- HC \ Cl B.B" - (12 74,
R /= 0. 07 mol) 55 mL ,
) e .
@” “NH,Cr ' 0. 07 mol ’ pH
-2HCI \_/ , 50 % ' pH
1 12 R: H; 4- OMe; 3- OMe; 2- OMe; 4- 6, pH , ,
OEt; 2- OEt; 4- NO2; 2- NO2; 4-d; 3-d; 2-d; 2, 3-
1 L 1
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Table2 'HNMR data of thearyl piperazinium compounds

1HNMR (CDd3) ,d H

67-73(m,5-H, Ar- H),30-34 (m, 8H, piperazinyl - H)

69 (2H, Ar- H), 68 (2H, Ar- H), 36 (s, 3H, OMe), 3 2 (s, 8H, piperazinyl - H)

69 (m, 2H, Ar- H), 68 (s, 2H, Ar- H), 36 (s, 3H, OCH3s), 32 (s, 8H, piperazinyl - H)

68-70 (m, 4H, Ar- H), 37 (s, 3H, OCH3) , 31 (s, 8H, piperazinyl - H)

67-69 (m, 4H, Ar- H),39 (q, 2H, - OCH2-), 14 (t, 3H, - CH3), 32 (s, 8H, piperazinyl - H)
68-70 (m, 4H, Ar- H),39-41 (g, 2H, - OCH2-), 13 (t, 3H, - CHs), 32 (s, 8H, piperazinyl - H)
80 (2H, Ar- H), 7.0 (2H, Ar- H), 35-3 8 (m, 4H, piperazinyl- H) , 3 1- 3 3 (m, 4H, piperazinyl - H)
7.3-7.7 (m, 4H, Ar- H), 34-36 (m, 4H, piperazinyl- H) , 31- 3 3 (m, 4H, piperazinyl - H)
7.2 (m, 2H, Ar- H), 69 (m, 2H, Ar- H), 30- 36 (s, 8H, piperazinyl - H)

10 67-73 (m, 4H, Ar- H), 30-35 (s, 8H, piperazinyl - H)

11 69-74 (m, 4H, Ar- H), 32 (s, 8H, piperazinyl - H)

12 7.0 (dd, 1H, Ar-H) ,68 (m, 1H, Ar- H) ,65 (m, 1H, Ar- H), 2 9-3 3 (s, 8H, piperazinyl - H)

3 B.B"-
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ents under the same reaction conditions '
H p- OMem- OMe p- OEt p- NOm- NOzp- O ' pH 6,
| %52 7 68 3 65 9 603 185 40.1 47.3
5 , - OMe ' '
- Okt : , 1- (4- )
-NO: -d , 73 8 %);
, 1- (4- )
, 18 5 %; 95 %
223 '
) B vB’ - ! ! !
pH
6 .
6 pH 1- (2, 3- ) [1] , . Schiff 91 .

Table 6 Yiddso 1- (2, 3- dichlorophenyl) piperazinium chlioride
with different deacid reagentsand pH

pH NazCOs K2CO3 NaOH KOH
>7 12 07 03 01
6 52 3 50. 6 340 326
5 485 467 332 306
4 43 4 40. 9 30 7 30 8
3 388 331 29 4 229
<3 27. 4 262 145 13 7
pH 6 pH 7
pH 6
pH 6
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