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Table 1 Yield and Morphology of DEAA in Different Reaction Condition

No. solvent DEAC/NaN;{(mol /mol) morphology of DEAA yield /%
1 benzene 1:1 liquid 78.0
2 benzene 1:11 liquid 79.8
3 benzene 11 liquid —

4 benzene 1I: 1.1 crystal 74. 1
5 benzene 1:1.2 crystal 76.0
6 benzene 1: 1.2 crystal 76. 6
7 benzene 1:1.2 crystal 71.3
8 benzene 1: 1.3 crystal 82.8
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Table 2 Data of Crystal DEAA IR Spectrum

wave number/cm ™! 3350 2930 2980 2850 2450 2145 1460 1405 1230

peak intensity m vs vs vs m \[] m m vs

peak assignment 2145 + 1230 ».(CHs) vu(CH:) ».(CHs) 1230%2 ».(Ns) 8.(CHs) 8.(CHz) #.(Ns)

wave number/cm ™! 1020 980 920 875 650 542 462 400 300 290
peak intensity m m m m s s m w w w
peak assignment 8(c-c) View O(CHs) 68(Ni) 8.(AL-C) ».(Al-C) &8(Ns) &(ALC) AlI-N  &(cycle)
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Table 3 Content of DEAC in DEAA

No. state DEAC /NaNi{mol/mol) DEAC(wt) /%

1 crystal 1.2 0. 036

2 liquid 1:1 0. 542

3nol liquid 1:1.2 0. 244
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Synthesis and Proof of Diethylaluminum Azide being
Lower Melting Point Crystal

ZHANG Xiao-Hang GAO Zhan-Xian
( College of Chemical Engineering, Dalian University of Technology, Dalian 116012)

Diethylaluminum azide (DEAA) is an important compound in organoaluminum azides. But the
synthesis and property of DEAA were reported a little. The DEAA is a liquid compound in literature
that was synthesed by the reaction of diethyl aluminum chloride (DEAC) and sodium azide.

The solid product as a colorless crystal was first obtained by the reaction of DEAC and sodium

azide in our work. The solid product was characterized as DEAA by IR spectrum and 'H NMR
spectrum. The yield of crystal DEAA was increased as NaN;/DEAC (mol/mol) increased. When
NaNs/DEAC =1. 3 the yield of DEAA is increased from 74% in literature to 83%. The melting
point of DEAA is 28 ~29°C that was determined with two methods in the work.
. The DEAA containing trace DEAC (about 0. 2% of DEAC) is liquid which has been full proved
by varied tests in this paper. The melting point of DEAA is - 130°C in literature because the DEAA
is not pure that may contain DEAC. The — 130°C may be eutectic point of eutectic mixture forming of
DEAA and DEAC.

2A] NMR of DEAA is determined. At & = 6. 4 there is a peak that Wi, of the peak is 834Hz.
The structure of crystal DEAA is inferred from Al NMR.
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