N3o06peTeHne oTHocuTcsa K nonydeHuto N,N'-gu-2-HadpmnnapadeHmneHaaMmuHa, NpyMeEHsiEMOro B KayecTtse
ctabunmsatopa pasfnunyHOro Bnaa CUHTETUYECKUX KaydyKOB, PE3UH, MONIUNPOMUIIEHOBBIX U NMONMaMUOHbIX BOSTOKOH 1
OpymMX NOMUMEPHbIX MaTtepuarnoB OT OeNCTBUS CBeTa, Tenna, MexaHU4yecknx NOBPEXAEHUN, arpeCCUBHbIX cpea,
VNOHM3UPYIOLLIMX U3ITYy4eHMI U 0COBEHHO OT KMCropoJa 1 030Ha BO3ayxa.

N3BecTHO nonyyeHue N,N'-gu-2-HactmnnapadeHuneHgnammHa B pacnnase 2-Hadptona c
napageH1neHgMammHoM B MNPUCYTCTBUM KaTanu3aTopoB - okuan 6Gopa unm 6opHon kucnotel (MateHt CLUA
Ne4060552, kn. C07C87/64, onybn. 29.11.77), xnopuctoro onosa (MateHT AHrnun Ne1403231, kn. C07C87/64,
onybn. 20.08.75), xnopuctoro umHka (MateHT TOP Ne56796, kn. CO7C, onybn. 05.07.67), cepHOW 1 CONSIHOW KACIOT,
teHoncynbdokucnoTel (MateHT CLUA Ne1921687, onyon. 08.08.1933) npu 200 - 290°C.

MpakTnyeckoe oCylIeCTBNEHNE 3TUX CNocOoBOB CBSI3aHO C TPYOHOCTAMU BblAENEHUS LENeBOoro npogykra npu
BbIrpy3ke 1 ganeHeliwen obpaboTke pacnnasa, 3acTbiBatoLero B TBepayto Maccy npu 200°C.

BbilweonuncaHHble HeJOCTaTKN OTHOCATCA U K cnocoby no nateHTy FAP Ne29983, kn. C07C4, ony6n. 05.08.64, B
KOTOPOM B Ka4yecTBe kaTanmMsaTtopa WUCIOoMb3ylT OedMUMTHBIA  NOA4, a KOHAeHcauuk 2-Hadgtona ¢
napadeH1neHaMammHoM MNpPoBOAAT B MHEPTHOM aTvocdepe (YrNeKUcrbii ras), 4To YCMOXHSeT annapaTypHoe
odopMIeHne npoLlecca.

Hanbonee 6nu3kmm Kk npegnaraemomy siBnsetcs cnocob, no kotopomy N,N'-au-2-HadptunnapadeHuneHamamuH
nonyyatoT HarpesaHuem 1,5mornb 2-Hadrona ¢ 0,5monb napadeHuneHgmamuHa B npucyrcteumn 0,003 monewn
Tonyoncynbgokncnotsl B cpege 0,98vonb TexHuyeckoro auxnopbeHsona (NpeAcTaBnsitoLIEro COOGON 3BTEKTUKY
~70% opToauxnop6eHsona n ~30% napaauxnopbeH3ona), OTTOHKOW a3eoTpona TexHW4Yeckoro amxnopbeHsona u
BOAbl, HaumMHast co 160°C, Bbigepxkon npu kunenun (Npu 200 - 205°C), BblgeneHMeM LEeneBoro npogykta nyrem
NPUNNBaHHA ropsYen peakUMOHHOW Macchl K TeXHMYeckomy anxnopbeHsony, HarpesaHusa Ao 150°C, oxnaxaeHus m
unbTpaL MK, NPOMbLIBKOA MOJTYMEHHOIO Ocagka ropsiynM TeXHUYECKUM AMXNopOeH30/10M, OTFOHKOW pacTBOpUTENS
n3 nactel 1 cywkor npu 100 - 120°C. Beixog N,N'-gu-2-HadtunnapadeHnneHavamuHa coctasnset 89 - 90%,
Temnepatypa nnaenenvs T1.nn. ~230°C (B.M. Kucoun, E.N. KypakumH. CuHTE3 opraHMyeckux MpoaykTOB C
a3e0TpOMHOWM OTrOHKON // XvM. npom-CTb. - 1965. - Ne2. - C.24, 25).

Hepoctatkamu nsBectHoro crnocoba siBnsieTcs HeBblcokoe kadectBo N,N'-gu-2-HadtmnnapadeHuneHamamunHa
(t.nn. 230°C He ynosneTtBopsieT TpeboBaHuam TY 6 - 14 - 1054 - 74, B KOTOPbIX yKa3biBaeTCs, YTO T.NM, JOIDKHA
ObITb He MeHee 230°C), AeMUNTHOCTb KaTanuaaTopa - ToNyosicynb OKMCOTHI.

B ocHoBy u300peTeHua nocTaeneHa 3ajaya paspaboTkm cnocoba KoHAeHcauwm  2-Hadtona wu
napacgeHuneHgMammHa C  UCMONb30OBaHWEM  OOCTyNHOro  katanusatopa v nonydeHuem  N,N'-gm-2-
HacpmnnapadeHuneHgmammHa 6ornee BbICOKOrO KayecTsa.

ABTOpamu ycTaHOBMNEHO, YTO KOHAEHCauuM 2-HadTona ¢ napadeHuneHaMamMmmHoOM B YCrOBUSIX NPOTOTMNa - Npn
200 - 205°C B npucytcTBum TOnyoncyrnbqOKUCNOTbl B KayecTBe KaTanmMsaTopa W MOMbHOM COOTHOLLEHUM
pacTBopuTens (TexHuyeckoro anxnopbeHsona) Kk TBepabiM 3arpyxaeMbiM koMnoHeHTam 0,49 : 1, He naeTt 4o KOHUa,
T.e. LUEeneBON MNPOAYKT COAEPKMT OOrblUOe  KONMUYECTBO  MPOMEXKYTOYHOrO  MpodykTa -  MOHO-2-
HadpmnnapadeHnuneHgmammHa.

MoBbIWeHNEe TemnepaTypbl KOHAEHCALMW HEBO3MOXHO, T.K. B YKa3aHHbIX YCIOBUSIX Macca KUMNuT.

YMeHbLUEHNE KOINM4YecTBa pacTBOPUTENS MO OTHOLUEHMIO K 3arpykaembiM TBEPAbIM KOMMOHEHTaM MOXHO
MOBbLICUTL TEMMEpaTypy KOHAEHCAuMu, OOHAaKO MpW 3TOM MNPOMCXOAUT pasroXeHue TOnyoricyrnbdOKNCOTHI,
ONUTENBHOCTL peakuumn yBenuunsaeTtcsa v uenesow npodykT - N,N'-gn-2-HadtmnnapadeHnneHgnamvH nonyyatoT ¢
BbICOKUM COZepXKaHMEM MPOAYKTOB OCMOJSIEHNSI.

CornacHo n3obpeTeHnto 2-HadTon KOHAEHCMPYIOT C NnapadeHnneHanamMmmHoM B NMPUCYTCTBAM KaTanu3aTopa -
HadTanMHCYNbOKUCIOTEI-2 B Cpeae AMXIOPNpPOM3BOAHbIX OeH3ora, B3ATbIX B MOSIbHOM COOTHOLUEHMM K
3arpyxaembiM TBepAbIM kKOMNoHeHTaM kak 0,17 - 0,33 : 1 npu 230 - 235°C ¢ npeaBapuTENbHOW OTFOHKON aseoTpona
BOAbI M AnxnopnpousBoaHblx 6eH3ona npu 160°C. BeigensaioT LeneBow NpoayKT BoITMBAHMEM rOpSYeEN peakLoHHOW
Macchl B ANXNOPNpon3BoaHble 6eH3ona npu 145 - 155°C, oxnaxxaeHnem, omnbTpaLmen, NPOMbIBKON N CYLLKO.

Mpepnaraemasn B KayecTBe KaTanuaaTtopa HadranuHcynbgokucnoTa-2 obrnagaeT yCTOMUMBOW K HarpeBaHUK
cynbdorpynnomn, AocTynHas - HapabaTbiBaeTcsl OTEYECTBEHHOW MNPOMbILLIEHHOCTEI0 W3BECTHLIM crnocobom -
cynbdurpoBaHueM HadTanmHa cepHow kucnoTtown npu 160 - 163°C.

Konn4yecTtBo kaTanusaTtopa - HagTanuHCynb@oOKMUCoTbl-2 B peakumoHHon macce coctaenset 0,004 - 0,006
MOIen Ha MOfb 3arpyxaemoro napadgeHuneHgnamuHa. MeHee 0,004mornb - LeneBor NPOAYKT COAEPKMUT NPOAYKT He
MOJTHOM KOHAEHCaun - MOHo-2-HadgTnnapadeHuneHanamuH. Bonee 0,006 monel BBOAUTbL HelenecoobpasHo, T.K.
3TO He BNUSAET Ha BbIXOA 1 KAa4eCTBO LieneBoro NpoaykTa.

B kadectBe pacTBOpMTENA nNpeanaraeTcs MCMNoSb30BaTb TEXHUMYECKMIA AUXTOPOEH30n MM nonuxnopuabl
OeH3ona (dunbTpaT) - 0TX04 NpousBoacTBa xnopbeHsona, cooTeeTcTBYIOLMI TpeboBaHuam TY 6 - 01 - 1040 - 75,
Bec.%:

Cymma nsomepoB

anxnopbeHsona 90,0
B TOM 4ucne

1,4-guxnopbeHsona He 6onee 50,0
1,3-guxnopbeHsona He 6onee 6,0
OpraHuyeckue npumecu He 6onee 8,0
Bnara He 6onee 2,0

Mpeaensl MOMbLHOTO COOTHOLUEHWS pacTBOpPUTENS K TBEPAbIM 3arpyxaemblM KOMMNoHeHTam coctaenseT 0,17 -
0,33 : 1 cootBeTcTBEHHO. [lpepraraemoe KOMMYECTBO pPaCTBOPUTENsl MO3BOMSAET MOOOEPKMBATL KUMEHUEe
peakunoHHon Maccsl npu 230 - 235°C ¥ npu ycnoBuu UCNOMbL3OBaHWS B KayecTBe kaTanusatopa
HadTanMHCYNbMOKUCIOTbI-2 NOAYMUTb  BblcOKOkayecTBeHHbI  N,N'-gn-2-Hadtunnapadenmnengmamund.  [pu
yMeHblleHun pacTtBoputens MmeHee 0,17 momnen Ha MOIb 3arpyxaeMmbliX TBEpAbIX KOMMOHEHTOB TemnepaTtypa
KUNEHNS peakuMOHHOW Macchl MOBbLILAETCH, YTO NPUBOAUT K YXYALUEHWIO KavyecTBa LieneBoro Nnpoaykta, KoTopbli
COLEPXUT NPOAYKTl OCMONEHMSI.



Mpu yBenuueHun - Gonee 0,33 mona Ha 1 MoMb 3arpyxaeMblX TBEPAbIX KOMMNOHEHTOB TeMnepaTypa KUneHus
PEaKUMOHHOM  MacCbl  yMeHblUaeTcss - 9TO  MPUBOAMT K HanmuMuuio  MONynpoAaykta -  MOHO-2-
HadptmnnapadeHuneHanaMmmHa B LenesoM NpPoayKTe.

Otnuumem oOT npoToTMna $BMseTCss TO, YTO KOHAEHCaUMO NPOBOAST MPU  MOJIbHOM COOTHOLUEHWMU
OnxnopnpousBoaHbIX GeH3ona K 3arpyxaembiM TBepAbiM komnoHweHTam 0,17 - 0,33 : 1 npu 230 - 235°C, a B
KayecTBe KaTanmsaTtopa MCnonb3yloT Had TanMHCYNb(OKUCOTY-2.

MprmeHeHWe npeanaraeMoro n3obpeTeHus pellaeT NOCTaBNEHHYIO 3aJayy NOMy4eHNsl BbICOKOKAYeCTBEHHOMO C
T.nn. 231,5°C (no npototuny 230°C) N,N'-gu-2-HacdtmnnapadeHuneHgnammHa KoHaeHcaumen 2-Hadprona u
napadeH1neHaMaMmmHa ¢ UCrnonb30BaHNeM AOCTYMHOIO kaTtanuaaTtopa - HadTanMHCynbgoKNCcnoThbI-2.

MonyyeHHbin N,N'-gn-2-HadpmnnapadeHmneHamaMmH  (ToBapHoe HavMmeHoBaHue pauwadeeH HH) wucnbitan ¢
NONOXUTENbHBIMW pe3yrbTaTamMmu B KA4YeCTBe cTabunuaatopa noymaTuneHa.

Hwke npuBogdaTca ceegeHusl, NoaTBEPXKAAOLLME BO3MOKHOCTb OCYLLECTBIEHUSA N300peTeEHNS.

Mpumep 1. B konby 3arpyxatot 93,71 (0,65r/mMonb) 2-Hadprona, 271 (0,25r/Mornb) napadeHuneHanammuua, 0,275r
(0,0132r/monb) HadTanuHcynbgokuconTtsl-2 n 31,5r (0,214r/monb) nonuxnopungpos 6eH3ona cnegyloLwero cocrasa,
BeC.%:

1,2-Ounxnop6eH3on 60,0
1,4-Ouxnop6eH3on 321
1,3-Anxnop6eH3on 3,15
OpraHuyeckune npumecm 2,95
Bopa 1,8

MOJIIPHOE COOTHOLUEHNE PAaCTBOPUTENS K 3arpykaembiM TBepAbiM KOMMOHeHTam cocTtaengaeTt 0,24 : 1.

MoporpeBatoT peakumoHHyto maccy go 130°C, BkMwyaloT pasmellMBaHMe U NpoAoskatoT HarpesaHue. [pu
160°C oTroHsatoT aseoTpon nonuxnopuaoB 6eHsona n Boawbl (19,3r azeotpona, 56,5% nonuxnopuaos 6eH3ona u
43,5% Bogabl), a No goctvxeHun TemnepaTtypbl kuneHus (230°C) peakUmMOHHYIO Maccy BblaepkunsatoT B TedeHne 10
Yyacos.

KoHTpornb KOHUA KOHAeHcauuMuM BedyT MEeTOAOM  TOHKOCMOWHOW  xpomatorpadwmu. [lpu  oTcytcTBuM
napadeHuneHgMammHa Ha xpomaTorpamme B obnactm Rf = 0,27 n npoaykTa He NMOSHOM KOHOEHCALuM - MOHO-2-
HadpmnnapadeHunedgnamuna ¢ Ry = 0,60 koHAeHCcaUMIo 3aKaHYMBaloT.

lFopsiuylo peakUMOHHYIO Maccy BblnuBaloT B konby ¢ 487,51 nonuxnopugos 6eH3ona, nogorpesatoT Ao 145°C,
BbIAEPXKMBAIOT MpW 3TON TemnepaTtype 2 4yaca, camooxnaxaalT o 65°C, 3atem oxnaxzaarT Ha BoagHoW GaHe oo
22°C. Mony4eHHy0 cycrneH3no ubTPYIOT, ODKUMatoT, NpoMbiBatoT 126r nonvxnopuaos 6eH3ona, NogorpeTbix 4o
100°C. Macty BHocat B 300r Boapbl, Npu pasvelmBaHun nogorpesatoT Ao 97°C, nopg Croi cycneHaun 4epes
6ap6oTep nogaldT BOASHOW Nap M OTIOHAKT as3eoTpon nonuxopuaoB GeH3ona ¢ Bofow B TeuyeHwe 1,54 - go
OTCyTCTBUS normxiiopuaoB 6eH3ona B moroHe. CycneH3uio uMbTPYOT, OTKUMatT, ocagok cywat npu 100°C.
Monyyatot 77,15r N,N'-gn-2-HadbtmnnapadeHuneHgnamuna ¢ BeixogoM 85,7%, cumtaa Ha napadeHuneHamammH,
T.nn.231,5°C.

Mpumep 2. MNpoBoaAT B ycnoBusix npumepa 1 ¢ ToM NULb pasHULER, YTo HadTanuHCynbdoKucnoTy-2 6epyTt B
konnyectee 0,22r (0,001r/monb), nonuxnopuabl 6eH3ona - B konmyectse 22r (0,15r/monb) crnepytolero cocraea,
BeC.%:

1,2-Anxnop6eH3on 60,0
1,4-Onxnop6eHson 31,9
1,3-Ouxnop6enH3on 3,7
OpraHuyeckue npumecu 24
Boaa 2,0

(MOrbHOE COOTHOLLEHWE PACTBOPUTENS K 3arpyKaembiM TBEpAbIM KOMMOHeHTam coctasnseT 0,17 : 1), KoHaeHcaumo
npoBoadaT npu 235°C B TeyeHune 114, a BblgeneHne Lenesoro npoaykta npoeoaat npu 155°C.

Monyyatot 771 N,N'-an-2-HadptunnapadeHnneHamammHa ¢ soeixogom 85,5%, 1.nn. 231,5°C.

Mpumep 3. MNpoBogAT B ycrnoBuaXx npumepa 1 ¢ TOW NUWb pasHULEN, YTo HadrannHcynbgokncnoTty 6epyT B
konnyectee 0,33r (0,00158r/Monb), nonuxnopuasl 6eH3ona - B konuuectse 44r (0,3r/Monb) crieQytoLero cocraea,
BeC.%:

1,2-Anxnop6eH3on 60,0
1,4-Onxnop6eH3on 31,95
1,3-Ouxnop6enH3on 3,12
OpraHuyeckue npumecu 2,98
Boaa 1,95

(MOrbHOE COOTHOLLEHNE PaCTBOPUTENA K 3arpykaembiM TBEPAbIM KOMNOHeHTaMm coctaenseT 0,33 : 1).

Monyyatot 77,151 N,N'-an-2-HacptunnapadeHnneHgmammHa ¢ seixogom 85,7%, T.nn. 231,5°C.

Mpumep 4. MpoBogsAT B ycnosusix npuMepa 1 ¢ TO NULb pasHULIEA, YTO B KayeCTBe pacTBOpPMTENs BMECTO
nonuxnopuaos 6eH3ona UCNonb3ylT TeEXHUYeCKUn auxnopbeHson.

Monyyatot 81r N,N'-gn-2-HacpunnapadeHunesgmamuHa ¢ BeixogoM 90%, NOPOLLOK CBETNO-Ceporo LBeTa C
T.nn.231,5°C.



