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A mixture of 150 g of ethyl acetate, 23 g of tert- _
butyl alcohol and 0.5 g of phenyltriethylammonium
chioride was cooled to 0°C. While rapidly stirring the
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mixture, 39.2 g of 85%-pure 2 -amino-4-methoxy - 25 -methoxy -2,4- dmethylpentanomtnle) Y|eld was
2,4 - dimethylpentanonitrile and 180 g of a 12.5% . 89 mole %. . -
aqueous sodium hypochilorite solution were added . CLAIMS
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Example * Organic solvent organic Yield
solvent (ml) (mole %)
16 Methyl acetate 100 85.0
17 Benzene 150- 74.0
18 Methylene chioride 300 750
19 Acetonitrile 100 93.0
20 20 : 1 Mixed 150 71.0
' solvent of diethyl : '
ether and DMSO
Example 21 phase was separated from the water phase, and the
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A mixture of 150 g of ethyl acetate, 23 g of tert-
butyl alcohol and 0.5 g of phenvyitriethylammonium

chloride was cooled to 0°C. While rapidly stirring the
mixture, 39.2 g of 85%-pure 2 - amino - 4 - methoxy -
2,4 - dimethylpentanonitrile and 180 g of a 12.5%
aqueous sodium hypochlorite solution were added
15 thereto at separate feed inlets at the same time. The
rate of addition of both compounds was controlled
so as to finish in 1 hour. The reaction mixture was
stirred at 0° to 3°C for 30 minutes and then at 5°to
10°C for a further 2 hours. .

20

After the reaction was completed, the organic

25

solvent in the organic phase was removed under
reduced pressure. The resulting crystals were )
washed with water and dried to obtain 2,2’ - azobis(4

- methoxy - 2,4 - dimethylpentanonitrile). Yield was

89 mole %. .
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a{ter Az‘r’bé‘éﬁ;gsf pro u% frnrshed the (1V) to the amino conpound (1) is 1:1
t0 Zccdrdngto Efa gi I,ef'reated with at least one reducing 50 3. A
Pr O GeSAbeIWIR r@ﬂ:ei& ﬁhggx mpies.2 Wherein 115 agent: sel ected from
ni t r i 182 An aaskoirpoaitd prétubéd byiabmSesssai d net al | hypohatite is sodium.
hyp@mmmwmvoneofpl;ermadhﬁgﬁsmst hi osul fates, sulfur -dioxide, oxeli ¢ acid, 4
A D RGO E MatEs StiiGhin Dice by The BidYiale®O20T T NE preced- - f.or mal dehyde, hydr azi ne,
Ny O B e Fertedihe. 6bouion bukighe, Chedhividh savWET €1 Nt he reaction is carried-out at a}’ _
hy d PO St et ehper at ure .of . 0 to 20C. : 13. A ¥
‘process: accordr ng to Claim 12, wherein 55 5. A process according to any. of
the preceding - 120 said- r educi ng Agent is sodium bi-sulfite. C ains,
wherei n t he of ganl c quater nary anmoni um  14. A process according to any
one of the preced- corrpound is a chloride, brom de, iodide, hydroxide, ing
-Cl ai ns whereln t he am no corrpound (1) is an al koxi de or acetate of .
benzyl tri et hyI anmoni um.  a-aminonitrile conpound. benzyl trimet hyl anmoni um -
benzytri propyl am- - ~15. A process according to Caim 14, wherein the
60 nmoni um’ phenyl trimet hyl-ammoni um  phenyl - 125 a--am noni trile conmpound
i s produced by reacting triethylamoni um tet rabutyl ammoni um tetrap-
'(a) a correspondr ng ketone and anmoni um ropyl ammoni'um tetraethyl ammoni um -
tet- . L cyani de, -ramet hyl ammoni um_ tri et hyl'opr opyl amoni um {err]-
(b) a correspondr ng ketone ~amoni a and hyd- hydroxyet hyl trinet hyI anmoni um
[err]. bronmoethyl- - rogen cyanide;, or 65 trinmet hyl ammoni um 3-
phenoybenzyl triet hyI am 130 (c) arrm)nr a and a cyanohydrin obt ai ned by
C L M 'S =*

GB 2 006 204 B _ - 10 reactr ng a correspondr ng ketone and hydr ogen

- ' cyanr de, to obtain a crude amnonitrile and then dis-
tiI'_I gthe ‘crude anminonitrile at a pressure of 400 mrHg or | ess and at a
sti.l Rgtenperature of [err] to [err], 5 thereby distilling off | ow boi I'i ng¥
conmpounds. 16. Aprocessaccor di ngt oCI aim 14 or 15 wherein the a.- 4

amnonitrile s 2 - amno - 2,4-- di nethyl pentanonrtrrle or 2 - am no - 2, 4’
- dinethyl - 4- met hoxypentanonrtrrle 10 = 17. A process for producing af
azo. corrpound according . to Claim1 substantially as heretofore described
with reference to any of the Exanples. 18. An azo conpound produced by a
process according to any one of the preceding Cains. Printed for Her

Ma| esty s -Stationery Ofice by The Tweeddal e Press Ltd -Berwi ck- upon- Tweed,
1982: "Publ i shed at .The Patent Oifice, 25 Sout harrpton Bui I dr ngs London, -
WC2A 1AY; from which copr es. may- be obt ai ned '

e,



