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(54) CNOCOB NONYYEHUA AWANKUNBEH3WNLIMAHWOA
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MaobpeteHne  OTHOCUTCA K cnocoby
nonyyYeHWs auankunéeHannyuaHuaa opmMyns
(), B kotopoit R' u R? oswavawor ankun,
codepxawmnia 1-20 atomoB yrnepoga. Cnocob
3aKMOYaeTCH B TOM, YTO cOedWHEHHe chopmMynbl
{I) nogeeprakdT B3aUMOASACTBUKD C AreHTOM
ankunuposaHua copmynsl (1), B KOTOPOWR
R uwmeer ykasaHHoe Bble 3HaueHne u X
o3HaYaeT ranoreH, B NPUCYTCTBUW OCHOBAHWA W
KaKk MWMHUMYM OOHOIC CcOeduHeHus chopmynb
{IV), B KOTOpPOK R% R* 1 R® Heaasucumo apyr ot
Jpyra gBnaoTcH OAWHAKOBBIMA UMK PA3NUYHEIMU
W o3HavawT ankun ¢ 1-30 atomamu yrnepoaa
un  cpeHun. Cnocob nos3Bonger MNonyunTb
YWCTBIA LenesBol NpodyKT ¢ BLICOKAM BLIXOOOM.
9a.n. d-nbl.
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(54) METHOD FOR PREPARING DIALKYLBENZYLCYANIDE

{67) Abstract:

FIELD: organic  chemistry, chemical
technology. SUBSTANCE: invention relates to
method for preparing dialkylbenzylcyanide of
the formula

) 1 wherein
R
@—c—cE{ (I3
.
R
R ' and R? mean alkyl comprising 1-20 carbon

atoms. Methed involves  interaction  of
compound of the formula (m

(I

with

H
@)=
(IT>»
I
H

alkylation agent of the formula (llI) R'-X
(1Y wherein R' has above indicated value and
X means halcgen atom in the presence of a
base and as minimum one compound of the
formula

(IV) 23

wherein

I
R ——R CIV)

R 3, R4, R® are similar independently each of
other or different and mean alkyl with 1-30
carbon atoms or phenyl Method provides
preparing pure product. EFFECT: improved
preparing method, high yield of product. 10
cl, 1 ex
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TekcT onucaHus B hakCUMUINEHOM BUZE (CM.
rpaduyeckyto YacTs)

dopmyna uzobperteHus:

1. Cnocob nony4eHua
anankunéeHannumaHmnga chopmynsl (1)
rl
Q C—C=HN (I}
.

B KOTOPOMH R v R? - ankun, coepxaLlnia
1-20 aTOMOB yrnepoaa,
oTMYalWuiicd  TeMm, 4YTO  CoefMHEeHue

chopmynesl (11,
O C—C=—MN (IT)

NnopgepraloT  B3aUMOIJEHCTBUIO € AreHToM
ankunuposaHud coopmynsi (111)

R1-3, (IIT)

B KOTOPOWH R'" umeer yKasaHHOe Bbllle
3HayeHwve,

X - ranores,

B NPUCYTCTBUA OCHOBAHWA WU KaK MWHWMYM
OAHOrO coeguHeHna dopmynbl (IV)

RS
Rf*¥—py—R*4 (1)
B KOTOPOMH

R% R* u R® HesaBucumo mpyr or gpyra
ABMNAKTCH OAMHAKOBBIMA WM PA3NUYHBIMKA K
o3HavatoT ankun ¢ 1-30 atomamMu yrnepoga unu
cheHun.

2. Cnocob no n.1, oTNMYaloWMACA TeM, YTO
nonyyawT — coeduHeHWe  chopmynel |, B
kotopoii R1 4 R2 - ankun ¢ 1-6 aTomamu
yrnepoaa.
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3. Cnoco6 no n.1, oTNnUYaloWKMACH Tem, YTo

NonyyaloT — coeaMHeHMe  cpopMynsl |, B
kotopod R1 y R2 . ankun ¢ 1-3 aromamu
yrnepoaa.

4. Cnocob no n.1, oTnUYaLWKWACA TeM, YTO
nony4yarT ,D,VIMeTVIJ'IGeHSI/IJ‘ILI,VIaHVI,D,.

5. Cnoco6 no ogHoMmy M3 nn.1-4,
OTNMYaKLWMAcs TeM, YTC B  KadecTBe
coeqnHeHns  dopmynbl [V MenonbsyoT
coeUHeHNe K] rpynnsl, BKNHOYAOLLER
TPUMETHUNaMWUH, AUMETUNSTUMNaMUH,
TRUSTUNaMWH, TPWU-H-NPONWNaMWUH,
TPUAZONPONUNAaMUH, TPUOYTUNaMKUH,
TRPUOKTWNamMnH, TPULWKNOreKCHUnamuH,
TpW-rekcageLmnammH.

6. Cnoco® no ogHomy w43 nn.1-5,
OTNUYaKLWWACA TEM, UTO B KAYECTBE OCHOBAHWUA
WCNOMNB3YHT TMOPOCOKACE HATPWs, TMAPOOKUCH
Kanus, rugpooKUce NUTKSA, 0CODEHHO MMOPOOKUACH
HaTpus.

7. Cnoco6 no ogHomy M3 nn.1-6,
OTNUYaKLWWACA TeM, YTO B KaYeCTBe areHta
ankunNUpoBaHKA UCMOMbLAYIOT ankunranoreHuasl
¢ 1-6 atcMamK yrnepofa B ankKWMNbHOR 4YacTy,
HanpumMep ankunxnopug, ankunépomng,
ankunTopua Un - ankunuogug, B YacTHOCTK
METUMXNOPKUL, 3TUXNOPUE UK NPONUIXIOPKHA.

8. Cnoco6 no ogHoMmy K3 nni-7,
OTNHYAOWMACH TeM, 4TO Ha 1 MOML COEAUHEH WA
cdopMynel Il ucnoneaywT 2,1-24 MOMNb, B
JacTHocTk  2,15-2,25 monb,  ankunupylowero
areHta dopmynel 11l 1 2,5-4 Mok, B YacTHOCTK
2.8 - 3,2 MOINb, OCHOBaHWSA.

9. Cnoco6 no ogHoMy M3 nn.1-8,
oTnuMyawwmnics T1em, uyto Ha 100 wmac.%

coeqnHeHns copmynsl Il Menonesywt 0,5-5
Mac.%, B 4YacTHocTH 1-2 mac.%, coefuHeHWs
chopmynel IV,

10. Cnoco6 no ogHomy w3 nn.i1-9,
OTNINYAKLWMWACH TEM. YTO Peakunio NPOBOAAT NpM
20 - 100°C, npegnodTuTenscHo 30 - 40°C.

Mpwoputer no nn.1-10 ycraHoBneH oOT
17.12.1997, npuopuret or 22.01.1998 oTKnoHeH
C y4eToMm oTBeTa 3aasuTens ot 17.04.2003.
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Nz0bpeTeHne OTHOCUTCA K TexHonoruM npoussoAcTea BeHsunuuawmpos, Sonee

KOHKPETHO, K CI'IOCOGV nony4veHus guankunbeHsunuanruaa.

N3BecTeH cnocob nonyyeHus o,c-guMeTunbeHannuMaHuga nyTem BlauMoaencTBuA
feH3unuMaHnaa ¢ areHToM METUNMPOBaHMS B NPWCYTCTBUW TpUankunamuHa Wnu

AumeTunkapboHata (cm. 3asBky EP 0 671 379, onybn. 13.09.1895 r.).
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HenoctaTkoM w3BecTHOro crnocoBa sSBNAETCA HW3KMA BbIXOA UENEeBOro MpoaykTa,

cocTasnsaoLnin 28 %.

Kpome Toro, uaBecTeH criocob nonyuverws guankunbeHaununaHnna nytem B3an-
MoZercTerus BeHsMnuMaHupa ¢ areHToM ankunMpoBaHWsl B NPUCYTCTBAM CUMbHbIX
OCHOBAHWIA, TAKUX, Kaxk, Hanpumep, rMaApwa HATpUA, aMug HaTpua WNK ankoronsat
HaTpwa (cm. Smith u ap. J. Org. Chem. 36 (1971) cTp. 2132-2137; Trivedi v gp., J.
Med. Chem., EN, 38, 22, (1993), ctp. 3300-3307). HepocraTkamMu W3BECTHOrG
crnocoba sIBNSATCA NoBbieHHoe 06pa3oBakue NpoayKTos, NpeacTaBnALNX coboi
npocTole achupbl, obpa3osaHue W BbiAeneHwe BoAOpCAA U aMmuaka BMmecTe ¢
areHTOM ankunuposanus. Kpome aToro, nony4eHne CUnbHbIX OCHOBEHWA CBSI3aHO G

BonbLUMMW pacxogamu, 06yCHOBHEHHbIMM BCE pacTyLymmMu Tpe6OBaHMﬂMM K 3aute

OKpYyXatLlen cpeabl.

3afaveil M30OpeTeHUA FABMAETCA pa3paboTka 3KOHOMUMECKU BhITOAHOra cnocoba

['ICJJ'Iy'-leHIAFI ,uwankmnﬁeHawnumaHM,qa, obecneunBaroLLEro BbiCOKME BbIXOL WU HYUCTOTY

LEeneBoro nNpoaykra.

MocTaBnexHas 3afadva peluaeTcst npeanaraeMeiM cnocofoM nonyyYeHust awanxun-

Bensunuuanuaa copmyns (1)

B KOTOPOW

R’ 1 R? o3HaualoT ankvn, copepxalumii 1 — 20 atoMoB yrnepona,
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MyTem B3aUMOJIEACTBUA C coefnHernem opmyne (1),

() )—C—C=N (1

C areHTOM ankunuposaHusa dopmynsl (1)
R'-X (Hn
B KOTOPOW ,
R' MMeeT yKkasaHHOe BbILLE 3HAYEHWE U X 03HaYaeT ranoreH,
B NPYCYTCTBUN OCHOBAHUA W, Kak MUHUMYM, OLHOM0 coeanHeHns hopmynel (1V)
RS
R*—R—R* (IV)
B KOTOPOW
R®, R* u R® HezaBUCUMO [pyr OT Apyra SBNAKOTCS CAVHAKOBBIMW UIW Pa3fny-

HbIMW 1 03HayaloT ankun ¢ 1 — 30 atomamu yrnepoaa uny gexHun.

MpennodTHTENLHO NonydaloT coeanHenua dopmyns (1), rae R' 1 R? osHavalor

anxun ¢ 1 - 6 aTomamu yrnepoaa.

OcoberHo NPeanouTUTENBHE NonyYeHne auMeTunbeHsununarsvaa.

Mpepnaraembiil cnocod OCYLLECTBNSAIT Tak, YTO CHavana 3arpyXakT OCHOBaHWe
n coegmHenve cdopmyn [V npyu NepeMewwvBanni U NOTOM nyTeMm npubaBneHus
coeguHenus copmynel [, NpeaBapuTensHo PacTBOPEHHOIO NpK HeobxoAUMoCTH

B OpraHW4eckoM pacTBopuTEne, M areHTa ankKWnMpoBaHna OCYLUeCTBNAIOT

peaKumMio MNONyHeHNs coeauHeHns hopmynbl l.

27219165 C2

RU



G91L6L1LZ2C NA

[ARS)

Ha 1 monby coegwHerus dopmynel || npegnodtTuTenbHO WMCNOMb3yOT oT 2,1 Monb
no 2,4 monb, B 4actHoct, oT 2,15 monk go 2,25 monb, areHTa ankunyupoBaHus
cdopmynsl Il 1 oT 2,5 Monb A0 4 MOMb, B YAacTHOCTK, OT 2,8 Monb A0 3,2 MOnk,

OCHOBaHWA.

Ha 100 maccoBbiX npougHToB (Macc.%) coeauHeHns cdopmynbt || npegnoyvTTensHO
nenonsayioT ot 0,5 mace.% ao 5 macc.%, B 4acTHOCTH, oT 1 macc.% Ao 2 macc.%,

coenrHerna gopmynel V.

TemMnepaTypy peaxkunn nNogaepXusakT aT 20°C oo 100°C, npeanoyTUTensHO OT

30°C po 40°C. Bpemsa peakuuu cocTasnseT B uenom oT 2 ao 10 vacos.

MpeAnoYTUTENbHBIMU areHTaMn ankunUpoBaHUs ABMSIOTCA  ankunranoreHnasl ¢
1 - 6 aToMamu yrnepoga B ankunbHOW 4YacTu, Hanpumep, ankunxnopua, ankun-
Bpomug, ankundTopun Unu ankunuoawna, B 0CoDEHHOCTW, MeTunxnopug, 3Tun-

Xnopua Unu Nponunxnopua.

Ecnu areHT ankunvpoBaHWA, kak B cryyae MeTunxnopuaa (xnopmeraH), sIBNAeTCs
razoo6pasHbiM, TO MOXHO Takke pabotaTe npu W3OLITOYHOM AaBneHwu A0 9
Gap. Mpy peakumMi ankunUpoBaHUs C NOMOLLBIO Akankuncynbdara obpasyotlyocs
MpU peakuun METUNCEPHYIO KUCNOTY CBASLIBAIOT NPK HEOOXOAUMOCTN nyTeM nanb-
Heflluero npubaeneHWs TUOPOOKUCK Llenodwroro Metanna. [locne nportexaHus

peakuny BbIAENAIT coeauHeHne hopMynbi I. [lnAa 370ro peakuWuoHHYID CMEeCh
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CMELLMBaIOT ¢ BOAOW 1 obpasytolMecss npu 3Tom dasel pazgensoT. CoeauHeHune
chopMynbl | 3aTEM MOSy4YaloT U3 opraHudeckod dasel. Ecnn HeobxodMmMo, MOXHO
opraHuyeckylo hasy NnoaBepratb OYUCTKE, Kak, Hanpumep, NeperoHKe npu NoHU-

KEHHOM SaBNeHUW Wnu Kpuctannusauin n3 pacTBopuTens.

npe,ﬂﬂOHTMTEJ‘IbeIMM OCHOBaHUAMKM SBNAOTCA TUOPOCKUCK LENROYHbIX METan-
nos, HaNpUmMep, TMAPOOKACE HATPKA, TMOPOOKUCh KanuaA, rmapooknch NMMTUA, OCO-

BeHHO NPeanoYTUTENBHA MMAPOOKUCH HATPUS.

MpeanoyTuTensHbIMK coeanHernamMn dopmynbl [V ABNAIOTCA TPUMETUNAMUH, OM-
METUM3TUMNAMWUH, TPUITUNAMUH, TPU-H-NPONUIIAMUH, TPpUU3oNponunamud, Tpuby-
TUNAMUH, TPMOKTUNAMMH, TPULMKITOreKCUNIaMUH, TPUrekcaaeUmunamMme, andedun-

METUIAMMH, AubeH3nnMeTunamuH, TpubeHaunamMud n TpudeHunammH.

Mpepnaraemelil cnocod UNTIOCTPUPYETCA CneayowM NpUMepom.

Mpumep
MonyveHue gumeTunbeHsvnuuaHugza
B peaktop sarpyxatT 1416 r 33%-Horo pacteopa €4Koro HaTpa u 4251 (10,62
Morib) eakoro HaTpa. K atoMmy pacTeopy npubasnsioT 6 1 (0,017 mone) TpUOKTUN-
aMuKa, 3aTeM B 9TOM cMecu npoeoanT peakuuio 400 r (3,38 monb) BeHannLmanu-
aa v 380 r (7,52 mornk) METUNXNOpUAZ Npu Temneparype ot 20°C po 40°C v nop,
naenexvem. Mocne Toro, kak AaBneHue BHYTPY peakTopa nagaeT A0 BeNUHUHb!
meHee 0,5 Gap, ocTaTouHoe AasneHue cbpacbisatoT. Tlocne sT1oro npnbasnsioT

2000 Mn BoAb!, DBICTPO NEPEMELLMBALOT, OCTABNSAIOT CMECk ANA OTCTaNBaHNA 1
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3aTeM pasgenstoT dasbl. OpraHuyeckyto hasy neperoHaioT B Bakyyme. [lonyqator
485,5 r yucToro AuMeTunbeHaunumaHuaa ¢ conepxanmnem 6onee 99% (onpepenexo
¢ NOMOLLBK rasosol xpomatorpadum /TX/). 310 cocTaBnaet 88% oT Teopuu,
CYNTAA Ha 3arpyxeHHbi? Gensunumanun. CoaepxaHne MoHOMeTUNOBH3UNYMaraa u
npopearMpoeLlero  GeHavnuMaHuaa  COoOTBETCTBEHHO cocTasnaeT Hwke 0,1%.

CoaepkaHue NPOLYKTOB OMBIMEHUS, Hanpumep, (EHUMYKCYCHOW KWCNOTbI, Huxe

rpaHuilbl onpeneneHus.

I'X: KONOHHA ANA pa3aeneHuvs HP1, anuvHa 25 m

Temnepatypa B ONOKe BNPbLICKUBAHWS! 250°C

HauyanbHas Temneparypa: 50°C

CropocTb Harpesa: 10°C/ mnH

KoHeuHas TemnepaTtypa: 250°C

[as-HocuTenNb: renvii unu asor

PaspelleHue: 1:100

HetexTop: - NnNameHHO-MOHU3AUMOHHbIIU
OETEKTOR

BrpbicknBaemoe KONMM4ecTBo! 3 mxn(5%-Hbln pacTeop B
Tonyone)

Bpemsa yaepxUMBaHUA: BeHaunumnaHng npuMepHo 6,9 MuH

MoHoMeTunBeH3unnuaHng npumepHo 7,5 MuH

AuMeTunGeHsnnyuadug npumepHe 8,0 muH
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