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Introduction

It is known the fluoroalkanes are extremely
steady against restoration [1]. Under the fluoroal-
kanes restoration process the replacement of fluo-
rine atoms with the hydrogen atoms it is required
very harsh conditions and it is observed the low
yield of products [2].
Results and discussion

In the present work was investigated the
process of the reduction of N-bis(2-fluoroethyl)-
3,4-methylenedioxybenzamide (1) by reductive
system LiAlH, — AICl;:

o

I
o —N(CH,CH,F), o CH;—N(CH,CH,),
H,C. H,C.
o LiAlH, — AICI, o

THF, 2h, 15-20°C

1 2

The solution of 1 (7.9 g, 0.04 mole) in 100
ml of THF was slowly added (during 50 min) into
the reductive system which contained of LiAlH,4
(1.75 g, 0.046 mole) and AICI; (5.3 g, 0.04 mole)
in 160 ml THF. The reactive system was cooled by
a water bath with the ice. Further the reactive mix-
ture was hashed during 2 hour. Then the reactive
mixture was quenched by adding THF-H,O. The
solvent was removed in vacuo at 40-45°C and
then the rest was diluted by 200 ml of a 40 %
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aqueous solution NaOH. Then the reactive mix-
ture was extracted with benzene and the organic
extracts were dried with MgSQO,. After evaporation
of the solvents in vacuo the rest was dissolved in
ether and in the solution the gaseous HCL was
blowed. Evaporation of ether in vacuuo followed
by crystallization gave 5.0g ( 85.6 %) colourless
crystal hydrochloride salt of anine 2. The tempera-
ture of melting of 2 is 201-205°C (methanol -
ether). The received compound was identified as
hydrochloride salt of anine 2 based on element
analysis, IR, 'H and °C NMR - spectra.
Conclusions

Thus it was established at reduction of the
amide 1 containing in the alkyl assistants C-F
bonds by the system of LiAlH4- AICI; together
with reduction amide 1 carbonyl groups the hy-
drogenolis of C-F bonds proceeds also.
Russian Fund for Fundamental Research has sup-
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BOCCTAHOBJIEHHE N-BUC(2-@TOPITII)-3,4-METHJIEHINOKCH-
BEH3AMMUJIA CUCTEMOM LiAlH,-AlICl;
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BBenenne

N3BecTHO, 9TO (hTOpATKAHBI YpE3BBIUANHO
YCTOWYUBEI K BOCCTaHOBIeHHUO [1]. B Tex cimyda-
sIX, Koraa (PTop 3aMeNraeTcs BOJIOPOJIOM, TpeOyeT-
Csl OYCHP JKECTKHE YCIOBUS U MPOLECC MPOTEKAET C
HU3KUM BBIXOJOM MPOIYyKTOB [2].
Pe3ynbTaThl H 00cyKIeHHE

Hawmu Obu1o n3y4eHo BocctaHoBleHHe N-
ouc(2-hropaTiin)-3,4-MeTHICHINOKCHOCH3- aMuaa
1 BOCCTaHOBUTEILHON CUCTEMOM
L1A1H4 -A1C13:

(0]

I
o —N(CH,CH,F), o CH;—N(CH,CH,),
H,C. HC :©/
o LiAlH, - AICI, o

TI®, 24, 15-20°C

1 2

PactBop 7.9 r (0.04 mosis1) 1 B 100 mn
TI'® memiento, B Teuenue 50 MuH, 700aBIAICI B
OXJIKICHHYIO BOASHOM OaHel co IbaaM BOCCTa-
HOBUTEIBHYIO CUCTEMY, conepkairyio 1.75 T (
0.046 mous) LiAlH4 u 5.3 r ( 0.04 mons) AICI; B
160 mn TI'®. Hanee peakUMOHHYIO CMECh Iepe-
MEIINBAJIOCh, 0€3 JOMOIHUTENFHOTO OXIaKICHNS,
B TeUeHHUE 24. 3aTeM Npu NepeMeIInBaHUuY PU-
nuBaiu cmech TT'D-H,0. PacTtBopurens ynansinu
B BakyyMe ripu 40-45° C, a ocTaToK pa30aBisiiiu
200 M 40 % Bomuoro pactBopa NaOH. 3atem
OEH30JI0M IKCTPArupOBaII PEAKIIMOHHYIO CMECh U
CYIIHITN OPTaHIIECKYH0 BRITSDKKY MgSOy. Iocite
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OTTOHKH PacTBOPHUTEINS B BAKYYME, OCTaTOK pac-
TBOPSUTH B 3()Hpe U B pacTBOP MPOIYyCKAIH ra3
HCIL. Otronka B Bakyyme d3¢upa MIpHUBEIH K TONIY-
yeranto 5.0 T (85.6%) OeclBETHOrO KpUCTAILIHYE-
CKOT0 CONTHOKUCIoro amuHa 2. T.m. 201-205°C
(metanon - a¢up). [lonydyeHHoe coenuHeHe ObI-
70 UACHTU(GUITUPOBAHO B BUE COJITHOKUCIION
COJIM 2 HAa OCHOBAHMH >JIEMEHTHOro aHaimm3a , K-
, 'Hu "C SIMP - criekTpos.

BrIBOabI

Taxum 00pa3oM OBLTO yCTaHOBIIEHO,
YTO IIPpU BOCCTaHOBIEHUH cucteMoil LiAlIH, -
AlCl; amuna 1, B alIKMIIBHBIX 3aMECTUTEIIIX
Kotoporo coaepxarca cBs3u C-F, Hapsny ¢
BOCCTAHOBJICHHEM KapOOHHMILHOU TPYIIIIBI
aMu/Jia IPOTEKAET TAKXKE U TUIPOrE€HOIINU3 CBSI-
3eit C-F. PaGora BbInoaHEeHa pu PUHAHCOBOI
noanepxke [IpaButensctBa MOCKOBCKO# 00-
nactu u POOU, npoekt 01-03-97006
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