YKPAIHA

[Nz

4

MIHICTEPCTBO OCBITH
I HAYKU YKPATHU

OEPXXABHUW OENAPTAMEHT
IHTENEKTYAJbHOI
BNACHOCTI

awUA 1176239

g C2
(51) MIMK

CO7D 271/107 (2006.01)
CO07D 233/70 (2006.01)

onuc

A0 NATEHTY HA BUHAXIA

(54) CNOCIB OAEPXAHHA 2,5-A1(M-AMIHO®EHI)-1,3,4-OKCALAIA30NY

(21) 20040604277

(22) 03.06.2004

(24) 17.07.2006

(46) 17.07.2006, Bton. Ne7, 2006p.

(72) bypa Onekcangp IsaHoBM4, CyuuniHa-
CokoneHko CsitnaHa [leTpiBHa, CokoneHko €BreH
Bitaninosuy, N'epacumeHko MapuHa AHaToniiBHa

(73) OninponeTpoBcbkuin opaeHa Tpygosoro Yepso-
Horo lNpanopa [ep>xaBHWin arpapHuii yHiBepcuTeT
(56) UA 56539, 15.05.2003

Kpacosuukmii 6.M., Maukesny P.M., ManbueBa H.W.
Mpsmble gucasokpacuTenu, NPOvM3BOAHbLIE OKcagua-

3ona u Tnagmasona. XXypHan obuien xumuun. 1961, 31
Ne7, ¢.2259-2263

(57) Cnocib opepxaHHs 2,5-gi(n-amiHodeHin)-1,3,4-
oKkcafiasony y cepefoBuLLi PO3YMHHMKA, BifHOBMEH-
HaM 2,5-an(n-HiTpodpeHin)-1,3,4-okcagiazony B npu-
CYTHOCTI KaTanizaTopa, Akui Bigpi3HAETLCSA TUM, LLO
SIK BiQHOBHVK BWKOPWUCTOBYIOTb riApasvH-rigpat, sk
PO3UYMHHUK - CyMill AiOKCaH-ankinoBui CNupT, SK Ka-
Tanisatop - 5%-vin nanagin Ha akTMBOBaHOMY BYTinsi,
npouec BiAHOBMEHHSI MPOBOAATL NpU aTMocepHOMY
TUCKY | TemnepaTtypi KUMiHHA PO34MHHMKA MPOTArOM
30-60 xBUNUH.

BuHaxig BigHOCUTbCA A0 ranysi ogepxaHHs Aia-
MIHONOXIAHMX apOMaTUYHUX ABOX'AAEPHUX CMONYK,
wo Mmictatb 1,3,4-okcagia3onibHi reTepouMKnn  Mix
OeH30NbHUMK KinbUsiMU, @ came A0 cnocoby opep-
XaHHA 2,5-gi(n-amiHodeHin)-1,3,4-okcaaiasony, skun
BMKOPUCTOBYETLCA K MOHOMEpP B BUPOOHMLUTBI Tep-
MOCTIKMX MOSiMepIiB Ta KOHCTPYKLiIMHUX KOMMO3UTIB i
TEPMOCTIVKMX BOJSIOKOH Ha OCHOBI UMX nonimepis, a
TaKoX SIK MPOMIKHUIA NPOAYKT B BUPOOHULITBI GapBHM-
KiB, NiIrMeHTIB.

Binomi crnocobu oAepXKaHHs 2,5-pi(n-
amiHogeHin)-1,3,4-okcagiaszony B cepefoBuLli po3-
YMHHKKa, ae:

- AK BiAHOBHMK BMKOPUCTOBYIOTb AUCYNbdIg un
rigpocynb@ig HaTpito, K PO3YUHHUK - CIMPT YU BOAY
[KpacoBuukuii B.M., Maukesny P.M., ManbueBa H.W.
MpsiMble gucasokpacuTenun, Npou3BoAHbIE OKcaama-
3ona n Tmagunasona. lll CpaBHuUTENbHOE UccnenoBa-
HWE W30MEPHbIX AucasokpacuTenen, NPOn3BOAHbLIX
2,5-gudpeHunn-1,3,4-okcagnasona. XK. obw. xumun.
1961, 31 Ne 7, c. 2259-2263].

Heponikom BkasaHoro cnocoby € Benuka ButpaTa
BiJHOBHUKA, WO cnpusie nepebiry nobiyHMX npouecis,
3abpyaHIoe KiHLEBUI MPOAYKT, reTepOreHHiCTb npo-
LLlecy Ta HEBMCOKMI BUXig;

- 9K BiJHOBHUK BUMKOPUCTOBYIOTb BOAEHb, SK PO3-
YMHHKUK - N,N-gumeTtundopmamia, a npouec BigHOB-
NeHHs NPOBOAATb B MPUCYTHOCTI HikeneBoro kartarni-
3aTtopy B aBToknasi nig Tuckom 1,8-2,5MMa npu
Temnepatypi 150-160°C npotarom 10-30 roguH [Oe-

KnapauiiHMi naTeHT Ha BuHaxig 56539A, YkpaiHa,
MK’ C07D271/107, ony6n. 15.05.2003, Bion. Ne5].
Heponikamu uboro cnocoby € BMKOpPUCTaHHA NigBu-
LLIEHOro TUCKY BOAHIO, WO noTpebye BUKOPUCTAHHS
aBTOKINABYy Ta OTPYEHHS HikeneBoro karanisaTopy
NPOMDKHUMM NMPOAYKTaMy BIOHOBMEHHS, WO He Aae
MOXITMBOCTI JOCAITM BUXOAY YMCTOro NpoaykTy Oinb-
we 78%. Len cnoci6 € Hanbinbw 6nmn3bkum 3a gocs-
rHYyTUM pe3ynbTaToM, MPOTOTWUM, A0 TEXHIYHOro pi-
LLEHHS, WO 3asBNAETbCS.

B ocHoBy BMHaxofy noctaBneHa 3agaya yaocKo-
HaneHHs cnocoby oTpumaHHst 2,5-ai(n-amiHodbeHin)-
1,3,4-okcagiasony BiIHOBNEHHAM 2,5-gn(n-
HiTpodeHin)-1,3,4-okcagia3ony y PO3YMHHUKY Ta B
NPUCYTHOCTI KaTarnisaTopa LUASXOM 3MiHW TeXHONori-
YHMX NapameTpiB Npouecy Tak, Wwob NiaBuLWLmnTY BUXIS
Linb0BOro NPOAYKTY, CNPOCTUTM TEeXHOMOriYHe odop-
MIEHHS MpoLecy 3a paxyHOK BWKOPUCTaHHA aTMoC-
bepHoro TUCKy i 6inbLl edhekTMBHOrO KaTanizaTopy.

[MocTtaBneHa 3agaya BUPILLYETLCA 3aBOAKN TOMY,
o B cnocobi ogepxaHHs 2,5-ai(n-amiHodenin)-1,3,4-
oKkcafiasony y cepefoBuLLi PO3YMHHMKA, BiAHOBMEH-
HaM 2,5-gn(n-HiTpodpeHin)-1,3,4-okcagiazony B npu-
CYTHOCTI KaTanisatopy, BIignoBigHO [0 BWHaxoay,
kaTanizatopom cnyrye 5%-vuin nanagii Ha akTMBOBa-
HOMY BYrinni, sk BiQHOBHUK BWKOPWUCTOBYIOTb rigpa-
3UH-rigpaT, a $£K PO3YMHHMK - CyMill [ioKcaH-
ankinosui cnupT, a npoLec BiAHOBMNEHHS NPOBOASATb
npy aTtmMocdepHOMy TUCKY | TemnepaTypi KuNiHHA
po34nHHMKa npoTsirom 30-60 XxBUMNWH.
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CyTHICTb 3anpomnoOHOBAHOro0 BMHAXOAY iNMOCTPY-
€TbCSl HABEAEHUMU HXKYE NpUKNagamu.

Mpuknag 1. B peakTtop 3 KpanjMHHOK iNKOLo,
3BOPOTHIM XOMNOAUIIBHUKOM, MILLArKow Ta TepMOMET-
poMm nowmiwatts 38,6r 2,5-gu(n-HitpodpeHin)-1,3,4-
oKkcagiasony  (ogepXaHoro KOHAEHcaujeto n-
HITPOGEH30MHOI KMCMOTW 3 rigpasuH-cynbdaTtom B
cepepoBuui 30%-Horo oneymy npu Temnepartypi 70-
80°C npotdarom 1 rogunwn), 125mn giokcaHy, 125mn
eTaHony Ta 5r katanizatopy (5%-Horo nanagito Ha
aKTMBOBaHOMY BYTiNni) HarpiBawTb [0 KUMiHHSA MNpu
nepemilllyBaHHi, KpanenbHe BBOAATb 765 rigpasuH-
rigpaty, Kun'atatb npotarom 60 XBUNUH Npy nepemi-
LUYBaHHi, OXONO4XKyloTb, BigdinbTpoOBYOTL KaTanida-
Top. Katanizatop npomMvBaTb YNCTUM PO3YNHHUKOM,
36epiraloTb y HbOMY 44 MOBEPTalTb Ha MOBTOPHMUN
CUHTES.

I3 inbTpaTy BUCagXyloTb Bogot  2,5-ai(n-
amiHodpeHin)-1,3,4-okcagiazon, NpoMUBalOTb BOAOH
Ta MepeKkpuUCTanisoBylTb i3 BOOHOrO AMMETUNGOp-
mMamigy yu cywatb npu 105-150°C i nepekpucTaniso-
BYIOTb i3 6eH3ony. Buxig 84%.

BynoBy crHTe30BaHOI CNOMyKM NiATBEPAXKEHO:

- naHumu IY-cnekTpockonii.

B IY-cnekTpi cnonykn NpucCyTHI XapakTepucTUYHI
nonocu nornuHaHHA 1,3,4-oKkcadia3onbHOro LUKy B
obnacti 980cm™ Ta v (C=N) 1500cm™; BaneHTHi (v)
Ta pedopmadiviHi (8) konmmBaHHa (aybneTtu) rpyn
NH2: v (NHz) 3300 Ta 3220cM™; & (ww)- Ay6reT 1620
Ta 1610cm™;

- BiANOBIAHICTIO TemnepaTypu NNaBAeHHSA Linbo-
BOro npoaykty 255-256°C 3 nitepaTypHUMU JaHUMW -
254-256°C. (auB. NnpoToTwnn).

Mpuknag 2. MeToanka npoBeAeHHS eKCepuMeH-
Ty aHanoriyHa Tii, sika onucaHa B npwvknagi 1. Ha
BiAMIHY Big npvknagy 1, mpouec NpoBoAsiTb y cepe-
poBuwi 113mn giokcaHy Ta 137mn nponaHony-1, go-
AaTb 63,3Mn rigpasuH-rigpaTty, Kun'ataTe NPOTAromM
30 XBWMMH 0O YOPHO-3eNeHoro 3abapBreHHst Npo3o-
poi pianHn. Buxig 79,6%. T,,=255°C.

IY-cnekTp cnonyku igeHTUYHWA HaBedeHOMY B
npuknagi 1.

Mpuknag 3. MeToanka npoBefeHHs1 ekCnepuMeH-
Ty aHanoriyHa Tin, ika onucaHa B npuknagi 2. Ha
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BiAMiHY Big4 npuknagy 2, KAM'STIHHA 3 rigpasuH-
rigpaToMm npoBoaATb NPOTAroM 45 XBUnvH, 4O inbT-
paTy He gofaloTb BOAY, a BiAraHslTb y BaKyymi BO-
OOCTPYMHOIO Hacocy TPETUHY PO34MHHMKA, OXOno-
OXYIOTb  CaMOYMHHO. 3akpucTanisoBaHuWn MNPOAYKT
npomuBatoTb 6eH3onom. Buxig 82%. Tnn = 254-255°C.

IY-cnekTp cnomyku iOEHTUYHWIA HaBedeHOMYy B
npuknagi 1.

Mpuknag 4 (npototun). B aBTokNaB 3 naTpybkom
ONst BBOOY BOAHKO Ta MaHOMETPOM MOMilLaTb
1,739monb  2,5-gu(n-HiTpodpeHin)-1,3,4-okcagiaszony
Ta 45,17vonb N,N-anmetundopmamigy, [opawTb
100r nacTu HikeneBoro kaTanisatopa Ta CTBOpPIOKOTb
BogHeM Tuck 2Mrlla. HarpiaoTb [0 Temnepartypu
155°C npu nepemiwyBaHHi npotarom 20 roguH Ao
NPUMNWHEHHA MOIMMWHaHHA BoAHK. OXonoaxyloTb,
3HWXYIOTb TUCK A0 aTMocdepHOoro, BiAdinbTPoBYOTL
KaTanisaTop, BunuBawTb inbTpaT y Boay i Bigokpe-
MIOKOTb OCaA; BigdinbTpoBaHMA 0cag PO3YNHAITL B
10%-Hin CONSAHIA KNCNOTI, KUN'ATATb 3 aKTUBOBAHUM
BYrinnsm, inbTPyOTb PO3YMH, AOAAIOTL PO3YMH ami-
aky oo pH 6inbwe 7. BigdinbTpoByOTH HOBUIA OcCap,
Ta BucywylTb. Buxig - 78mac.% Big Teop.;Tnn=255-
258°C.

I4-cnekrp: vBANBHKOIMB. _ 1500cm—L;

C=N ’

1

V(TP2) =33007Ta3220eM L v(ykra) = 980cM

nedopm.(ayéret) S(NH) = 1620-1610cm L.

TakMM YMHOM, 3anpOMNOHOBaHMI CNocib nNpu pea-
ni3auii mae HacTynHi nepesaru:

1) 3aBOSKM BUKOPUCTAHHIO B SIKOCTI KaTanisaTopy
(5%-Horo nanagito Ha akTMBOBaHOMYy Byrinni) 3abes-
neyyeTbcs BinbL BUCOKUI BUXig 2,5-pi(n-
amiHogeHin)-1,3,4-okcagiasony - 79,6-84%, y npoto-
TVNI BUXIA LiNb0BOro NpoaykTy cknagae 78%;

2) 3aBASKM BUKOPUCTAHHIO PiQKOro BiAHOBHUKA Ti-
ApasunH-rigpaTty Ta K PO34YMHHUKA CyMilli [ioKcaH-
ankinosui cnupT 3abesneyyoTbCs M'AKi YMOBM Mpo-
uecy - atMocdepHuin TUCK Ta Temnepatypa o 100°C,
BHACMiJOK 4Oro CrpoLlyeTbcs anapatypHe odopm-
NEeHHS NpoLiecy, 3HWKYETbCH EHEPrOEMHICTb.

Komm’'toTepHa Bepctka M. KntokiH

MignuchHe

Tupax 26 npum.
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