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ALETUITMPOBAHUE 4,5-AUTMAPOKCU-1,3-
ANHUTPOUMUOA3ONIMANH-2-OHA

E.O. Janunosa, C.I. nbsacos

[pednoxeH anbmepHamueHbil criocob nonyyYeHus 4,5-0uayemokcu-1,3-0uHumpoumudasonuouH-
2-oHa ayemuriuposaHuem 4,5-0uaudpokcu-1,3-0uHumpoumudasonuduH-2-0Ha yYKCYCHbIM aH2uOpUAOM.

Knowesbie cnoesa: cuHmes, N,N’-OuHumpomouesuHa, auemurnuposaHue, 4,5-duasudpokcu-1,3-
OuHUMpPOoUMUAa30/1UudUH-2-0H, 4,5-0uauemokcu-1,3-0uHuUmpoumudasonuduUH-2-0H.

BBEOEHUE

1,3-AnHnTpo NpPon3BOAHbIE
4 ,5-npn3amMelleHHoOro  UMMaas3onuanH-2-oHa, Ta-
Kne kak 4,5-gurngpokcu-, 4,5-anauetoken- n gp.,
NPeACTaBnsaAlOT UHTEPEC B KA4yeCTBE KOMIMOHEH-
TOB BbICOKO3HEPIreTUYECKNX KOHOEHCUPOBAHHbIX
cuctem [1].

B pabore [1] npuBegeH MeTod CUH-
Te3a 4,5-gurngpokcn- n - 4,5-gruaueTtokcu-
1,3-ANHNTPpONMUAA30NNONH-2-0Ha no-
CpPeaCcTBOM HUTPOBaHUSA NCXOOHbIX
4,5-AnrngpoKkCMMMnaasonanH-2-oHa "
4,5-anrngpokcn-2-HnTpuMmHonmmaasonmanHa. B
KayecTBe HUTPYIOLLErO areHTa B MEepBOM Criyyae
NCMOmnb30Bany a3oTHYK KUCIOTY, a BO BTOPOM —
CMeCb a30THOW KUCMOTbI U YKCYCHOIO aHrMapuaa
(cxema 1).
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Cxema 1

Hepoctatkamn BbilleONUCAHHOIO MeToda
SABNSAOTCH HU3KUIA BbIXOA LeNeBblX MPOAYKTOB:
ansi 4,5-aurngpokcun-1,3-guHUTPOMMNAAa30nm1-
anH-2-oHa — 20+30 %, ans 4,5-guauetokcu-1,3-
OvHUTpoMmunaasonmani-2-oHa — 30+40 %, coot-
BETCTBEHHO; @ TaKKe UCNOoSb30BaHMNE B Ka4ecTBe
HUTPYIOLLIEr0 areHTa B3pblBOOMACHOM CMeCH
a30THOWN KUCIOTbI U YKCYCHOrO aHrapvaa.

Mo3gHee B pabote [2] ObIn  npeano-
XeH cnocob nonyyveHus 4,5-gurugpokcun-1,3-
OVHUTPOMMNOA30NIMANH-2-0Ha KoHOeHcaumnen
N,N’-OMHMTPOMOYEBMHBLI C BOAHLIM PaCTBOPOM
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rmvokcans, BbIxod npodykta coctaBun 42 %
(cxema 2).
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Cxewma 2

Mpn npoBegeHUM peakunm KoOHAEHcaLMu
no cxeme 2 B cpeae TpUAPTOPYKCYCHON KUCNOThI
4,5-gurngpokcn-1,3-guHnNTponMmnaasonngnH-2-
OH ObIn nony4yeH ¢ Bbixogom 96 % [3].

B nurtepatype paHee He coobLianocb
0 nonyyeHun  4,5-anauetokcun-1,3-gUHNTPO-
nMnaasonnanH-2-oHa HenocpeacTBEH-
HoM  0BpaboTKOM  YKCYCHbIM  @aHrMapvaoM
4,5-aurngpokcn-1,3-guHnNTponMmnaasonngnH-2-
OHa, N03TOMY Liernb AaHHOW paboThl 3akrovaeTcs
B NpoBedeHUN nccnegoBaHnsa no otpaboTtke me-
TOAa CUHTEe3a 3TOro COeANHEHNS.

OKCNEPUMEHTAINNIbHAA YACTb

Peructpauumio VK-cnektpoB npoBoaunnu Ha
dypbe-cnektpomerpe «dT-801».

Cnektpbl AMP *C n'H cHumanu Ha cnekTpo-
metpe «Bruker AM-400» B pacTBope auetoHa-d,.

4,5-Ourngpokcun-1,3-oUHNTPONMMNLa30-
nManH-2-oH OblN CUHTE3MPOBaH Ha OCHOBAHWUM
nnTepaTypHbIX OaHHbIX [2].

4,5-Nlnauetokcn-1,3-guHMTpoumMmnagaso-
NINOUH-2-0H.

B Tpexropnyto konby emkoctbto 50 mn,
CHabXeHHyl0 Meluankom MU TEepMOMETPOM, Mo-
mMewator 1,96 r (19,2 MMOMb) YKCYCHOIO aHru-
apuga, oxnaxpgawT nbgoconeson ©GaHen o
MuHyc 5+0°C n pobasnswTt 1 r (4,8 mMmonb)
4,5-gurngpokcn-1,3-guHnNTponMmnaasonnguH-2-
OHa. YOupaloT oxnaxaeHue v JatT Temneparty-
pe peakuMoHHOW MacCbl CaMONPOMN3BONBHO NoA-
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HATbCs Ao 20+25°C. Nocne 4ero nepemeLuvBatoT
B TedeHne 30 muH npu 20+25°C. [Janee cogep-
XMMoe Komnbbl oxnaxgarT Ao MuHyc 5+0°C wu
npukanbieatoT 10 M oxnaxgeHHon BoAbl, 0CaaokK
OTUNLTPOBLIBAIOT, MPOMbIBAKOT CcHavana 10 mn
oxnaxgeHHon BoAbl, 3ateM 10 Mn oxnaXkgeHHo-
ro aTaHona v OCTaBNAKT CyLMTb Ha BO3gyxe A0
NOCTOSIHHOTO Beca. [lonyyatoT KpucTannnmieckuii
npogykT 6enoro ugeta. Beixog 1,251 (90%), T. nn.
=132+136°C (paan.) (T. nn. = 125+8°C (pa3n.)[1]).
NK-cnekTp, v, cm™: 1829 (C=0), 1772 (OC=0),
1613, 1290, 1255 (NNO,). Cnektp AMP 'H
(auetoH-d,), 8, m.4.: 6,97 (s, 2H, CH-CH), 2,20 (s,
6H, CH,). Cnexktp AMP '*C (auetoH-d,), 5., M.A.:
19,54 (CH,), 78,36 (CH), 139,6 (C=0),168,32
(O=C-0).

PE3YNbTATbI U UX OBCYXXOEHUE

CwuHtes 4,5-gnauetokcu-1,3-gUHNTPONMNI-
[a30nManH-2-0Ha NpPOBOAUNN  HEMOCPEeACTBEH-
HbIM OelcTBMEM M3bbITKa YKCYCHOrO aHrmgpuga
Ha 4,5-gurngpokcu-1,3-guHUTPOMMNLA30SIMANH-
2-0H (cxema 3).
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Cxema 3
Ons peakuum aueTUnMpoBaHus

4,5-gurngpokcn-1,3-guHNTponMmnaa3onnonH-2-
OHa OblNM McCnenoBaHbl YCNOBMS MPOBEAEHMS
CVHTEe3a: BrusiIHME TemnepaTypbl U BpEMEHU pe-
aKkuumM Ha BbIXO[ LieneBoro npoaykra.

B xope wccnemoBaHuss Obino  oTMede-
HO, 4TO aueTunuposaHue 4,5-gurmapokcun-1,3-
OVHUTPOMMNAA30MNMANH-2-0Ha Nerko npoTekaeT
kak npu Huskon Temnepartype (0°C), Tak n npwu
Honee Bbicokux Temneparypax (10+40°C).

Kak BmgHO M3 pucyHka 1, npu Temnepa-
Type peakuun 10+40°C 1 BpeMeHN BbIOEPXKKM
30 MuH LeneBol NpoaykT obpasyeTcs C BbIXO-
aom 87+90 %, npu 0°C Bbixog coctaensieT 60 %.
Bbino ycTaHOBNEHO, YTO yBenNuYeHUe BpPEMEHU
Bblaepxku npy 10+40°C He npuBOAMUT K yBENMYe-
HUIO BbIXOAa MpoAayKTa aueTunMpoBaHus. Takum
obpasom, 3a onTMManbHble MNapameTpbl peak-
LU aueTUnMpOBaHNUS ObINN NPUHATLI: Temnepa-
Typa peakumm — 20+25°C, Bpems BblOEPKKUM —
30 MuH.
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PucyHok 1 — 3aBncuMocCTb Bbixoaa
4,5-anauetokcn-1,3-anHNTponMmMaasonnanH-2-
OHa OT TeMnepaTypbl peakLmm
(Bpems Bblaepxkn 30 MUH).

Bcnencteue TOro, 4TO NpU aLeTUNMpPoOBaHUK
4,5-aurngpokcn-1,3-guHnTponMmnaasonnguH-2-
OHa YKCYCHbIM aHrMgpugom obpasyeTtcs maro-
NoABMXHAs peakUMOHHasi Macca M BO3HMKAoT
TPyOHOCTM Mpu ee pasbaBneHun BrMBaHUEM B
OXNaXOeHHyo BoAy, Obln NpeanpuHAT noaxon,
Mo3BOMSOWMA  MONyYnTb OGonee MNOABUXHYHO
peakuMOHHYIO Maccy MyTeM HeNnocpencTBEHHO-
ro BBeAeHMs oxnaxaeHHom Boabl npu 0+5°C.
[aHHbI nNogxon 3Ha4MTenbHO ynpoliaeT npo-
uecc BblgeneHunsa 4,5-gnauetokcn-1,3-ouHNTPO-
UMMOA30MNNaMH-2-0Ha, a TakKe No3BONAeT MUHU-
MU3MpPOBAaTb NOTEPW LIENIEBOro NpoayKTa.

3aBeplUeHne peakumMnm aueTuMnMpoBaHuUs
onpeagenann metogom WK-cnektpockonun. Kak
NnokasaHo Ha pUCYHKe 2, BBedeHWe aueTusb-
HOW rpynnbl B Monekyny 4,5-guruapokcu-1,3-
OVHUTPOMMNOA30NMANH-2-0Ha MPUBOAUT K UC-
Ye3HOBEHMIO MaKCUMyMa MOrmoLLeHNs B obractu
3400 cm', oTBevatowlero KonebaHUsSIM TMAPOK-
CWIMbHOW Tpynnbl U MOSIBIIEHWUIO MOMOChI MOrmno-
leHus B obnactn 1775 cm™, xapakTepHoln ans
auEeTUNbHON rpynnbl.

OcCHOBHble MpeumyLlecTBa [aHHOIO Me-
Toga cuHTesa  4,5-gmaueTtokcu-1,3-guHKTpo-
UMMOA30NNONH-2-0Ha, MO CPaBHEHUIO C OMNMCaH-
HbIM paHee [1], 3aknoyalTCa B CrefyoLlem:
NCKITIOYEHME CTaaun HUTPOBaHUS, rae B KadecTBe
HUTPYIOLLIETO areHTa MCMOoNb3yT CMEChb a30THOM
KMCMNOTbI C YKCYCHbIM aHMMOpuaOM; COKpalleHue
BpeMeHu npouecca — ¢ 2 4 go 30 MuH; yBenuye-
Hue Bbixogda uenesoro npoaykta ¢ 30+40 % go
90%.
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PucyHok 2 — IK-cnekTpbl coeanHerun: 1 — 4,5-aurnapokcu-1,3-0uHUTponMmnaasonuanH-2-0H;
2 — 4,5-anaugetokcn-1,3-anHNTponMmaasonnagnH-2-oHa

3AKITKOYEHUE
Takum oOpasom, B pesynbrate npoBe-
OEeHHoro uccrnegoBaHust Obin paspabotaH Me-
To[q, CUHTEe3a 4,5-anauetokcn-1,3-auHNTPO-
UMNOasoNuanH-2-oHa nNyTeM aueTUNMpoBaHUSA
4.5-aurngpokcn-1,3-guHNTpONMNAa30nnNgnH-2-
OHa YKCYCHbIM aHrMapuaom ¢ Beixogom 90%.
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