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Abstract. This article describes the synthesis of previously unknown N-functionalized
4-nitroso-1H-pyrazoles, including bis(4-nitroso-1H-pyrazoles). The synthesis of 3,5-dimethyl-1-
(4-nitrobenzyl)-4-nitroso-1H-pyrazole was scaled up, which showed the possibility of obtaining
target products in gram amounts. Along with N-alkylation of 4-nitroso-1H-pyrazoles, N-acylation
of 4-nitrosopyrazole was successfully carried out for the first time. The structure of the synthesized
compounds was confirmed by IR, 'H NMR, 3C NMR spectroscopy and chromato-mass spectrometry.
The use of some of the obtained compounds in adhesive compositions based on chloroprene rubbers
contributed to an increase in the confection strength of multilayer rubber, rubber-cord products and the

durability of the adhesive joint at elevated temperatures and aggressive environments.
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AnHoTanmus. Pabora nocesiieHa CHHTE3y paHee HeM3BECTHBIX N-(QyHKIIMOHAIU3UPOBAHHBIX
4-auTpo3o-1H-mmpasonos, B ToMm uncie ouc(4-autpo3o-1H-mrpasonos). [IpoBeaeHo MaciTabupoBanme
cuHTe3a 3,5-numeTu-1-(4-autpodens3uin)-4-auTpo3o-1 H-nmupasona, 94To mokasaao BO3MOKHOCTh
MOJy4YEHHUS 1eJEBBIX MMPOJYKTOB B I'paMMOBHIX KonndecTBax. Hapsany ¢ N-ankuianpoBanuem
4-auTpo30-1H-nrpa3onoB BepBbIe yaI0Ch OCYIIECTBUTh N-allUINPOBAHNUE 4-HUTPO30MHPA30IIA.
CrpoeHne CUHTE3UPOBAHHBIX COEAMHEHUN TOATBEPK AeHO MeTogamu UK-, AMP 'H-, SIMP
B3C-crekTpockonuy u XpoMaTo-Mace-CreKTpoMeTpun. [IpuMeHeHne HEKOTOPBIX MOy YEHHBIX COEMHEHUN
B KJIEEBBIX KOMIIO3UIIMAX Ha OCHOBE XJIOPOIIPEHOBBIX Kay4yKOB CITOCOOCTBOBAJIO IMOBHIIICHUIO
KOH(EKI[MOHHOW TPOYHOCTH MHOTOCIIONHBIX PE3MHOBBIX, PE3MHOKOPHBIX U3/ACIHI U IOJITOBEYHOCTH

KJICEBOI'0 COCANMHCHUS B YCIIOBUAX IMOBBIIICHHBIX TEMIIEPATYP U arpeCCUBHBIX CPEU.

KuaroueBnble ciioBa: 4-HI/ITp030HI/Ip330HBI, JAUHUTPO30COCANHCHN A, AJIKWJIIMPOBAHUEC, alUIIUPOBAHUE,

CYIIEPOCHOBHAsI Cpelia, KJIEeBbIe KOMIIO3UIIUU, MOAU(DUKATOPBI aArE3UH, CTPYKTYPUPYIOIINE areHThI.

Lutuposanue: booposa A.B., Jlepuenxo C. 1., ITonuenko T.B., Banenko T.10., Poor E.B., Cy60u I A. CunTe3 N-3aMemeHHbIX
4-HUTPO30IHPA30JIOB U UX IPHMEHEHHE B KJIeeBBIX KoMmo3unusix. JKypu. Cub. penep. yu-ta. Xumus, 2024, 17(1). C. 59-67.
EDN: SZVDZU

BBenenue

W3BecTHO, YTO COEMHEHUS C MMPA30IbHBIM ()PAarMEHTOM UMEIOT IITMPOKHH CIIEKTpP IIPUMEHEHHU S
KakK B JICKAPCTBEHHBIX Npenaparax [1, 2], Tak u B Xumuu Matepuaos [3, 4]. Panee Hamu ObUT paccMOTpeH
N-/O- aMOuIeHTHBIN XapakTep 4-HUTPo30-1H-Mupa3ooB B peakusix HyKICO(PHUILHOTO 3aMEIICHNU,
a TaKe BIIEPBBIC OMHCAH METOJ] CHHTE3a N-3aMELeHHBIX 4-HUTPO30-1 H-M1pa30noB myTeM IpsIMoro
AIKWJIMPOBAHUS MTHPA30JIBHOIO IUKJIA MOHO(DYHKIIMOHAIBHBIMY U OM(YHKIIMOHAIBHBIMY aJIKUIIAPY-
IOIIMMU areHTaMu, B Pe3yJIbTaTe Yero ObII BBIICICH PsJ] paHee HEeTOCTYHBIX IeTePOLUKINISCKUX
HUTPO30CcOeANHEHUH [S].

Bmecre ¢ TeMm B HacTosIee BpeMsi Ha POCCUHCKOM PhIHKE IPEICTaBICHO OOIbIIOE pa3HOOOpa3ue

KJICCB, MO3BOJIAIOMIUX MMOJTYYaTh HAACIKHDBIC KJICEBbIC COCAUHCHUS C PA3JINYHbIMU Cy6CTpaTaMI/I. He-
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CMOTPS Ha X HIMPOKHH aCCOPTUMEHT, OCTAIOTCS IIPOOJIEMBI ITPH CKIICUBAHUH PA3HOIOISIPHBIX PE3UH
B IIPOLIECCE U3TOTOBJICHUSI MHOTOCJIIOWHBIX PE3NHOKOPIAHBIX M3enuii. COBpEMEHHBIE KeCTKHE Tpedo-
BaHUS K KJICEBBIM COCJIMHEHHSIM AUKTYIOT HEOOXOAMMOCTh IIPUMEHEHHS B KJIesIX MOAUMDUIIUPY FOIIUX
J00aBOK, CIIOCOOCTBYIOIIMX MOBBIIMICHUIO YPOBHS (PU3NUECKOTO U XUMHUUYECKOTO B3aMMOACHCTBHS
KJIEEBOH IJICHKH C CyOCTpaTOM, @ 4acTo U JUISl €€ CTPYKTypHupoBaHus. Moaudukanus cynecTBeHHO
yJIydlIaeT KakK aJIre3MOHHbIE XapaKTePUCTHUKH KJICEB, TaK U KCIUTYaTAllMOHHBIC XapaKTePUCTUKHI
MOJTy9aeMbIX AJIACTOMEPHBIX M3ACTUH.

C aTo#i ToukH 3peHus onuc(4-HuTpo30-1H-mupas3onsl) NPEeaCcTaBIAIOT 0COOBIM HHTEpEC, TaK Kak
Onarojaps HaJIMYUIO JABYX HUTPO3OTPYII OHH MOTYT CTaTh HE TOJIBKO MEPCIEKTUBHBIMU MOJIU(pHKa-
TOpaMH ¥ BBICOKO3(D(hEKTHBHBIMM IIPOMOTOPAMH AJT€3HH, HO M ACHCTBOBATH KAaK BYJIKAHU3YIOIIUI
AreHT BBICOKOH aKTHUBHOCTH II0 THILY A-AMHUTPO300€H30J1a M €ro MPOU3BOJHBIX, KOTOPbIE HAILIH
CBOE MPHUMEHEHHE B ’TOM Ka4eCTBE B PE3MHOBBIX CMECSIX M KIIEEBBIX KOMIIO3UIUAX U3 TAJIOr€HCO/IEP-
JKaIUX MoJIuMepoB [6—8].

OnHUM U3 JONOJHUTEIBHBIX apIyMEHTOB B 103y BHIOOpA TAHHOT'O Kjlacca BEIIECTB SBIISETCS
UX XOpolIasi pPACTBOPUMOCTb B PACTBOPUTEIISAX, HCIOIB3yEMbIX B TPOU3BOJCTBE ATACTOMEPHBIX KJIEEB.

Takum obpazom, TaHHast paboTa MOCBSIIEHA POJOJKEHUIO HALTMX MCCIICIOBAHNH T10 IIeJIeHa-
MPABJICHHOMY CHHTE3y N-3aMEIICHHBIX 4-HUTPO30-1H-ITUPa30JI0B ONMPEACICHHON CTPYKTYPBI ¢ 00-
pa3oBaHMEM paHee HEU3BECTHBIX MOHO- M OMC(4-HUTPO30-1 H-Mpa30iI0B) ¥ IPUMEHEHHIO HX B Kade-

CTBE MOAM(DUKATOPOB aAIr€3UU U CTPYKTYPUPYIOIIUX JOOABOK K KJIEEBBIM KOMIIO3UIUSIM.

Pe3yabrarnsl un 00cyxaeHune

J1J1s1 BO3MOYKHOTO IPUMEHEHHS B KAY€CTBE CTPYKTYPHUPYIOLIEro areHTa B MOJMMEPHBIX MaTpH-
[[aX OCYIIECTBIISIIICSI CHHTE3 paHee HEeM3BECTHBIX OMC-NHMPAa30JI0B MO pa3padoTaHHOMY HAMH METOY
JBOMHOTO aJIKUITUPOBaHUs 4-HUTPO30-1 H-tupazonos (puc. 1).

[TonoKMTENIBHBIM MOMEHTOM B JIAHHOH T'MIIOTE3€ CIYXKHUT TOT (DAKT, 4TO JIMHKEPHI, CBSI3bIBAIO-
II1e HUTPO30IMPa30JIbHbIE (PparMeHThl, Oy Iy T CIIOcOOCTBOBATH XOPOIIEH PACTBOPUMOCTH H pacIipe-
JIEJIEHUIO B MTOJIUMEPHOM cpejie.

Cunre3 nuantposocoenunennii Illa-d npoBonunu B cynepocHoBHoi cpene JJMCO/KOH mnpu
KOMHATHOM TeMIepaType U MOJIBHOM COOTHOILICHUH HUTPO30Mupa3ona I K IUrajJoreHIporn3BOJHOMY
Ila-d 1:0,5. Beixonsl aunutpo3ocoenunenuii I1la-d nocie o4uCTKU METOI0OM KOJIOHOUHOU XpOoMaTo-

rpaduu qocturaiu 56 %.

H,C CHj,
N
H,C— I DMSO/KOH N S ll\l x Nl P N
— + Hal X Hal dl NN
CH,
X Hs Hj
Ia-d Hal = CI, Br Hla-d
! 'Y

axs= 'CHQ' ;b 'CH2CH2' , C: X= 'C(O)OCHzCHzoCHQCHzoCHQCHzo(O)C- ; dX= g
Puc. 1. Cxema cunTesa qunutposocoenunenuit Illa-d
Fig. 1. Synthesis of dinitroso compounds I1la-d
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Jlst nemoHcTpannu 3G (HEeKTHBHOCTH JAaHHOTO METO/A CHHTE3a HaMH ObLIO POBE/ICHO MACIITa-
OWpoBaHHUE PeaKLUH Ha IPHMEPE B3aUMOICHCTBUS 4-HUTpO3oupasoa I ¢ n-HuTpoOeH3HIOPOMHUIOM
IV (puc. 2). N-3aMeIIeHHbIH HUTPO30HUPa30Ja V ObLI BBIIEICH METOIOM (UIdII-XpomaTorpadun
B BHJIE TOIYOBIX KPUCTAIIOB ¢ BBIXOAOM 64 %. JlaHHBINH IpUMep MOKa3bIBa€T BO3MOXXHOCTH IOJY-

YCHUA TAKUX COCI[I/IHeHI/Iﬁ B JOCTATOYHBIX KOJIUYCCTBAX JJId MPAKTHYECKOI'0 IPUMCHCHU .

Ho—¢ N HAC poN
3 _ + NO, DMSO/KOH 3 e NO,
CH; B CH,
\b \\O
I 10,4 T (48 MMOIIB) |4
3 r (24 MMoOJIB) 41 (15 Mmmonb)
64 %

Puc. 2. MacmrabupoBanue peakuuu N-aTKAIUPOBAHUS

Fig. 2. Gram-scale N-alkylation reaction

JI1s yBenu4eHus: NOISIPHOCTU MOJEKYJBI 1 COBMECTUMOCTH C MOJIIPHBIMU MOJIMMEpPaMH Ipes-
CTaBJISUIOCH MHTEPECHBIM HCCIIEIOBATh AlIMIIMPOBAHIE HUTPO30mupa3oia. C 3Toi IeTIbio H3Y4YeHO B3a-
UMOJENCTBHE 4-HUTPO30-1/-1Pa30I0B C AMINPYIOMUMHI areHTaMU, 4TO O3BOJISIET [10JIy4aTh paHee
HEW3BECTHBIE NEPCIIEKTHUBHBIE IPOAYKThI M PACHINPSET IPEICTABICHHS 00 aMOUICHTHOW PeaKIIMOHHOM
CrIocoOHOCTH 4-HUTPO30MMPa30II0B. J{JIs aunuaInpoBaHusl HUTPO30Mupasosa I IpUMEHSUIH pa3iIndHbIe
AIMJIMPYIOLIHE aTeHTBI, TAKHE KaK YKCYCHBIH, IIPOITMOHOBBIH, OCH30MHbIH aHTUAPHIbI, XJIOPAHT U APHIbI
MOHOXJIOYKCYCHOHN M O€H30MHOM KHCIIOT. B KauecTBe ycIoBHi peakiy TECTHPOBAJIN pa3IMIHbIE pac-
TBOpUTENHN (OEH30J1, TOIYOJI, dTHIIAIIETAT, XJI0pOo(OpM, TUPUAHH), 100aBKH, TAKUE KAK OPraHHMYECKHE
OCHOBaHUsI, BApbUPOBAJIM TEMIEPATypol U BpeMeHeM peakunn. OJHAKO BBIIEINUTh YCTOWUUBBINA MPO-
JYKT yJIaJI0Ch JIUILb IPU alWIMPOBAHUN YKCYCHBIM aHTHJIPUIIOM, @ OCTaJIbHbIE COSTUHEHHsI OBICTPO OC-
MOJISIITHCE B CBSI3H C X BBICOKOIM aKTHBHOCTEIO (pHc. 3). BriepBrie momydeHHBIN N-alle THII3aMeIIeHHBIN
nupason VII takxke 1abuiieH, ero XxpaHeHUe BO3MOXKHO U TemIiepatrype He Boiiie —14 °C, a mpu 6oee
BBICOKHX TEMIIEPATYPAX CBBIIIE 5 4 IPUBOJUT K PA3JIOKEHUIO 1O UCXOAHOrO coenuHeHus 1.

CrpoeHne paHee HeM3BECTHBIX COSIMHEHUH MOATBEPIK 1Al MEeToJaMu 1eKTpoHHoi, K-, IMP

'H-, IMP BC- crekTpockonuu u Xxpomaro-mace-crekrpomerpud. B IMP 'H-criekTpax npoayKTos

0
N_ N_ A CH
NH o O H N 3
HyC—(/ . L CeHs-CHs  H,C P
— _—
CH;  HC” ~O7 “CHy CH,
\\O VI \b
I VII

Puc. 3. Auunuposanue 3,5-numeTuin-4-uutpo3o-1H-nupazona
Fig. 3. Acylation of 3,5-dimethyl-4-nitroso-1H-pyrazole
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IlIc-d viveroTcst XapakTepHble s 3,5-THallKui-4-HUTPO30MUPA30JI0B YIITUPEHHBIE CUHTJIETHI TIPO-
TOHOB METHJIBHBIX TPyl B o0nactu 2.35-2.30. u 2.86—2.88 Mm.1.

B cnextpax AMP 3C coenunennii Illc u VII npucyTCTBYIOT CUTHAJIBI KAPOOHUIILHBIX aTOMOB
yriaepona B oomactu 166.54 m.a. u 172.58 m.n. cooTBeTcTBeHHO. CHTHAIBI SIEp aTOMOB yTiepona
C-N=0 nns coenunenuii Illc-d v VII pacnionoxensl B oonactu 159.70-160.33 m.11., 4TO COOTBETCTBY-
eT JIUTepaTypHbIM JaHHbIM [9, 10].

buc-niupazonst I11a v I11b Obuin vccnenoBaHbl 7151 MOTU(PHUKAIIMH KJICEBBIX KOMITO3UIIUMA, TPH-
MEHSEMBIX IIPH CKJIEMBAHUU PA3HOMIOISIPHBIX PE3UH, KPENJIECHUH PESHHOBON CMECH HA OCHOBE T10-
JIIPHBIX Kay4yKOB K KOpPAY, OOPE3MHEHHOMY PE3MHOBOM CMEChIO Ha OCHOBE Kay4dyKOB OOLIETO
Ha3HAYEHHUs IPU U3TOTOBIEHUH MHOTOCIOMHBIX PE3UHOBBIX M PE3UHOKOPIHBIX U3JAEIIHIL.

B xagecTBe OCHOBBI JJIs1 MPOU3BOJCTBA UCCIEAYEMBIX 3JIACTOMEPHBIX KJIEeB H T€PMETHKOB HC-
I0JIB30BAJINCH XJIOPOIPEHOBBIE KayuyKH. BBeleHHEe B KII€€BYI0 KOMIO3UIUIO B KAUECTBE OTBEPIH-
Tenel u MogupukaTopoB aare3un coenuHeHu IIla wiu ITIb n03BOINIIO JOTOIHUTEIBHO MOBBI-
CUTb €€ aJre3lMOHHbIE CBOUCTBA.

Hanuune B k71€eBOi KOMIO3UIIUH MUPA30JbHBIX CTPYKTYP C HUTPO3OTPYIIaMH, MPOSBISAIO-
LIIUMH BBICOKYI0 XMMUUYECKYI0 aKTUBHOCTbh OTHOCUTEIBHO MOJIAPHBIX U HEMOISAPHBIX Kay4yKOB,
croco0CcTByeT 00pa3oBaHUI0 HA I'paHulle pa3jena (a3 MeKMOJICKYISIPHBIX CBs3€il, 4TO MPUBO-
JUT K MOBBIIIEHUIO YIIPYTO-MIPOYHOCTHBIX XapaKTEPUCTHK KJIEEBOU MIEHKU U TPAHUYHBIX CIIOEB,
(dbopMHUPYIOIIMXCS U3 PE3MHOBBIX CMecell cyOcTpaTa M KJjesl, TeM CaMbIM yBEIHYHBasi CTEIEHb
aJre3MOHHOI0 B3aNMOICHCTBHS MEXKly HUMU. Hanndue aJKMIbHBIX U CII0XKHO3(DUPHBIX (parMeH-
TOB B JIMHKepax Ouc(4-HUTP030-1H-1pa3oioB) yaydiiaeT UX PacTBOPUMOCTb U COBMECTHMOCTD C
MIOJIMMEPHOI MaTpHLIeH, IpUJaBas MaTepuagaM HOBBIE [TOJIE3HBIE CBOMCTBA.

B coBOKYyNMHOCTH yKa3aHHbIE OCOOEHHOCTH CTPOCHHUSI HOBBIX COCIMHEHHUH CIOCOOCTBYIOT
CO3/JJaHUIO KJIEEBOI KOMIIO3HUIINHU, KOTOpast 00ecIeunBaeT BICOKYIO IPOYHOCTH CKICHBAHUS pas3-
HOTIOJISIPHBIX PE3UH, MMOBBIIIAET KOHPEKIIHOHHYIO IIPOYHOCTh MHOT'OCIOMHBIX PE3MHOBBIX, PE3H-
HOKOPJHBIX U3IEIUN U JOJITOBEYHOCTH KIEEBOI0 COEIMHEHUS B YCIOBUAX MOBBIIIEHHBIX TEMIIE-

paTyp U arpecCUBHBIX CPEN.

3KcnepnmeHTaanaﬂ JacThb

Cunmemuueckas uacmo

[Tomydenne ucxonHeix 3,5-gumeTHi-4-HUTPo30-1H-mupaszona I [11] 1 ankuiupyromux areH-
toB Ilc [12] u Ild [13] ocymecTBISAIN IO U3BECTHBIM MeToauKaM. CHHTE3 W (PU3HKO-XUMHUCCKHE
xapakTepucTuku ouc-nupasonos Illa-b onucansl B padote [5]. Xoa peakiuii © 4MCTOTY IMOJydae-
MBIX COeTUHEHHH KOoHTpoupoBaidu MetonoM TCX ¢ ucronb3oBanueM miactuH Sorbfil [ITCX-AD-B
(Poccust), narna merexktuposanu B YD-ceere. Cnektper AMP 'H (600.13 MI'w), SIMP 13C (150.90
MTI'r), HSQC, HMBC peructpupoBanu na criekrpomerpe Bruker Avance III 600. OTHecenue cur-
nanos 'H u 3C BrImosnHeHo ¢ ucnonb3oBanueM aByMepHOii reteposaeproit ("H-*C HSQC, 'H-13C
HMBC) koppenstunonsoit IMP-criekrpockonuu. Xumudeckue casuru 'H u 1*C ykasansl otHOCH-
TEIBHO 0CTaTOYHOro curnana pacrsoputens (CDCls: § = 7.26 (‘H) u 77.16 m.x. (*C); DMSO-d6: §
=2.50 ("H) u 39.5 m.1. (**C)). DrieKTpoHHbIE CHEKTPHI 3aMKChIBaIu Ha crekTpodoromerpe HELIOS
OMEGA & xBapuesoii krosete 1 cm npu kornentpamuu 131072 mons/n B CH3;CN. BOKX-MC ananu3s
ocymecTBiEH Ha mprudope Shimadzu LC/MS-2020 ¢ kononkoit RAPTOR ARC-18 (100). UK-cnexkTpsr
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peructpuposanu ¢ nomomsio MK-mukpockomna SpecTRA TECH InspectIR na 6a3ze UK-®Dypse crek-
tpodoromerpa Impact 400.

(Oman-1,2-ouunéuc(oxcu))ouc(>man-2,1-ouun)ouc(2-(3,5-oumemun-4-numpozo-1H-
nupaszon-1-un)ayemam) Illc. 3,5-Tumetnin-4-autpo3o-1H-mupazon I (0.2 r, 1.6 MMOIIB) pacTBOPSLITH
B 20 ma IMCO, BBoaunu ToukousmenbdeHHbi KOH (0.116 T, 2.08 MMOIIB) 1 IepeMeninBain CMeCh
1 a mpu 80 °C. 3arem BBoamin (3TaH-1,2-gumnoOuc(okcn))ouc(atan-2,1-qunn) ouc(2-xnopanerar) Ilc
(0.24 1, 0.8 MMOITB) M TIEpEeMEIINBATIN CMECh IPU KOMHATHOH TeMmneparype 2 4. PeaknnonHyto maccy
pazbasisuin 650 MIT BOAbI M SKCTparuposasn xjaopopopmom (7 x 15 mi). DkerpakT cymnian Na,SOy
U yIapuBaJli [IPU MMOHMIKEHHOM JaBiieHHH. OCTaTOK OYHUILAIK METOJIOM KOJIOHOYHOU XpoMaTorpadu-
WU Ha CHJIMKarelje B CHCTEME IeKcaH-aTuianerar (rpaaueHT 3:5—1:1), mosrydast romyOble KpHCTaILIbI
IIc. Boixon 0.215 1 (56 %), rony6sie kpuctamisl, Ty, = 132-134 °C. UK-cnektp, v, cm!: 1549, 1353
(N=0), 1730 (C=0). Dnekrponusiii criektp (CH3;CN), Apax (€), HM: 679 (124) (N=0). Cniextp IMP 'H
(600 MHz, CDCl3), 6, m.x.: 2.30 yur. ¢ (6H, 2CHj3), 2.88 yur. ¢ (6H, 2CH3), 3.60 ¢ (4H, 2CH,), 3.70—
3.72 M (4H, 2CH,), 4.37-4.39 m (4H, 2CH,), 4.90 ¢ (4H, 2CH,). Cnektp AMP 3C (151 MHz, CDCl;),
8, m.a.: 9.91, 13.14, 50.50, 65.33, 68.91, 70.70, 160.33, 166.54. Haiineno (%): C, 50.14; H, 5.85; N, 17.45.
C 0H25N 6Og. Berauciieno (%): C, 50.00; H, 5.87; N, 17.49.

1,2-6uc((3,5-oumemun-4-numposzo-1H-nupazon-1-un)memun)oenzon IIld. 3,5-Jlumetnn-4-
HUTpo30-1H-nupazon I (0.2 T, 1.6 mmoins) pactBopsiu B 20 mur JIMCO, BBOIMIM TOHKON3MEbUCHHBIH
KOH (0,116 1, 2,08 Mmmouib) 1 iepemenmuBaiu cmeck 1 1 npu 80 °C. 3aTem BBomIHN 1,2-0uc(0pomMmeTi)
oenson I1d (0.21 r, 0.8 MMOIIB) U TIEpEMEIINBAIIA CMECh IIPH KOMHATHOM TemImepaType 5 4. Peakmm-
OHHYIO Maccy pa30asisiin 650 M1 BOIbI U 3KCTparuposaiu xjopodopmom (15 mit x 7). DKCTpakT cy-
i Na,SOy 1 ynapuBaliv Ipy HOHM)KEHHOM JiaBieHnH. OCTaTOK OYHMINAIN METOAOM KOJIOHOYHOH
xpoMaTorpaduuy Ha cuiInKarese B cucteme rexkcan-aruianerar (10:3), momyyas rojyOble KpHCTAIIIbI
IIId. Boixon 0.09 1 (32 %), rony0sie kpuctamibl, Ty, = 156—157 °C. UK-cnektp, v, cM™': 1549, 1344
(N=0). Dnexrponnsiii ciekTp (CH3;CN), Ay (€), HM: 678 (100) (N=0). Cnextp SIMP 'H (600 MHz,
CDCl3), 8, m.i1.: 2.30 ym. ¢ (6H, 2CH3), 2.89 ym. ¢ (6H, 2CH3), 5.49 ¢ (4H, 2CH,), 7.02-7.03 M (2Hapon),
7.33-7.35 M (2H,poy). Criextp SIMP BC (151 MHz, CDCl), 8, m.x.: 10.15, 13.17, 50.73, 129.03, 129.39,
133.35, 160.43. Haitneno (%): C, 61.42; H, 5.74; N, 23.80. C 13H»N 40,. Beraucneno (%): C, 61.35; H,
5.72; N, 23.85.

Macwimabuposanue cunmesa 3,5-oumemun-I-(4-numpooenszun)-4-numpozo-1H-nupazona
V. 3,5-qumetun-4-autposo-1H-nupaszon I (3 r, 24 mmons) pactBopsanu B 40 mu JIMCO, BBonumn
tonkom3menbueHHbIH KOH (1.75 1, 31.2 MMonp) 1 nepemernuBanu cmeck 1 1 ipu 80 °C. 3aTeM BBO-
nua 1-(6pommetun)-4-uutpodenson IV (10.4 r, 48 MMOJIb) M IEPEMEIITHBAIN CMECh IIPU KOMHATHOM
temneparype 5 4. Peakiionnyto mMaccy pa36asisiii 800 MI1 BOZIBI M 3KCTParupoBaIn XJ1opodhopmMom
(9 x 25 mur). OkerpakT cymunau Na,SO4 1 ynapuBasid IpH MOHMKEHHOM AaBneHnd. OCcTaToK o4yuIna-
1 MeTooM (hIdMI-XpoMaTorpaduuy Ha cUJIMKaresne (JMIOCHT: rekcaH-sTwinanerar 50:5), nomydas
roayosie kpuctaiisl V. Beixon 4 r (64 %), Ty, = 119-122 °C. BOXX/MC (6 kV), m/z (I, %): 260
(100) [M], 261 (52) [M+1]". Dnexrponnsiii criekTp (CH3CN), Ay (€), HM: 679 (77) (N=0). Cnektp
SIMP 'H (600 MHz, CDCls), 8, m.a.: 2.35 yurc (3H, CHs), 2.86 yur.c (3H, CH3), 5.38 ¢ (2H, CH.,), 7.37
1 (2H,pou, J = 8.6 Hz), 8.23-8,25 M (2H,pon). Crrextp SIMP *C (151 MHz, CDCl;), 8, m.x.: 10.03, 13.16,
52.19, 124.52, 128.12, 141.95, 148.12, 160.33. Haiineno (%): C, 55.22; H, 4.66; N, 21.60. C ,H;,N 40s.
Beruncieno (%): C, 55.38; H, 4.65; N, 21.53.
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1-(3,5-oumemun-4-numposzo-1H-nupaszon-1-un)yman-1-on VII. 3,5-lumetnn-4-autposo-1H-
rmpaszon I (0.4 T, 3.2 MMOIIB) pacTBOPSsUTA B 7 MII TOXyona U mo Karwisim Beoxuiu 0,98 1 (9,6 Mmonb)
YKCyCHOTo aHrHapuaa. CMech nepeMenInBain 3 4 Ipu KOMHAaTHOH TeMIlepaType, 3aTeM PEaKIIMOHHYIO
Maccy ynapuBaJii IpY MOHM)KEHHOM JaBlieHnH. [1omydeHHBIN 3e1eHbli ocTaToK 00padaThiBain MeH-
TaHoM (3 X 5 MiI), IEHTaHOBbIE BBITSDKKH O0BEIMHSUIN U BblaepkuBaiu 12 4 npu —14 °C. Beinaumnit
CBETJIO-CHHMI ocasiok coequHeHust VII oT(uibTpOBEIBAIN U MPOMBIBAIH HEOOJIBIINM KOJTHYECTBOM
xonozHoro nextana. Beixon 0.31 1 (58 %), Ty, = 45 °C. Dnexrponnbiit criekTp (CH3CN), Ay (€), HM:
706 (60) (N=0). Criektp SIMP 'H (600 MHz, CDCl5), 8, m.1.: 2.17 ¢ (3H, CH3), 2.73 ¢ (3H, CH3), 3.44 ¢
(3H, CH3). Cniexktp SIMP 3C (151 MHz, CDCl,), 8, m.n.: 12.46, 13.55, 23.93, 138.55, 154.23, 159.70,
172.58. Haiineno (%): C, 50.42; H, 5.41; N, 25.11. C7HyN ;0,. Berancneno (%): C, 50.29; H, 5.43; N, 25.14.

HpumeHeHue N—3ClM€Ll4€HHle 4—Hump030nupa30ﬂ06 6 KJleeBblX KOMNO3UYyusix

ons PE3UHOBBIX LlpeS’uHOKOp()Hblx cucmem

[onyuennsre 1,3-6uc(3,5-qumernn-4-autpo3o-1H-mupaszon-1-umnpornan Illa n 1,4-6mc(3,5-
numetni-4-uutpo3o-1H-nupazon-1-mn)oyran IIIb Obuiu WCCIENOBaHbI B KauecTBE OTBEpAMTENCH

¥ MOIH(UKATOPOB AJT€3UH B KIICCBBIX KOMITO3UIIUSX HAa OCHOBE XJIOPOIIPEHOBOTO Kaydyka [14, 15].

HUcnvimanus kiee6vix PE3UH.

IlepBoii cTagueill co3naHus KIEEBOM KOMIIO3ULIMY SIBJISIETCS. U3TOTOBJIEHUE PE3UHOBBIX CMECEH,
00ecreunBarIINX MPH BYJIKAHU3AIUN COCTUHEHUE PAa3TMIHBIX CIIOEB MHOTOCIOWHOTO U3ICIUS Ye-
pe3 kieeByto miIeHKy. CMecH, COOTBETCTBYIOIINE COCTABY KJIEEBBIX KOMIO3HIINII M HE BKITIOYAIOIINE
pactBopuTeny (Hedpac U ITHIIANETAT) M KaHU(OIh, U3TOTABIMBAIN HA BaldblaxX. [ cpaBHEHHUS T'O-
TOBIJIM U UCTIBITHIBATIM U3BECTHYIO KJIEEBYIO KOMIIO3UIIMIO, UCTIOJIB3YyEMYIO B IIMHHON U Pe3UHOTEX-
HHUYECKON NPOMBILUIEHHOCTH [16].

B Tabu. 1 u 2 npeacraBiieHbl pe3ysibTaThl HCIIBITAHUI PE3NHOBBIX CMECEH U KJIEEBbIX KOMIIO-
3unui, conepxamux 10,0 Mac.d. uccieqyeMoro oTBepauTeIsI U MoaudukaTopa aare3nu. Cmecu
ByJnkaHuzoBayu B Teuerue 40 mun npu 143 °C. [{ast KOHTPOJISI TOBEICHUSI KJIEEBOT'O COSUHEHUH
B YCJOBHSAX NEHCTBHUS TeMIEpaTyp U KUJIKUX arPECCUBHBIX CPEIl MOJYYCHHBIC 00pa3Ibl pe3uH

MOJBEPTaId UCHBITAHUSAM Ha TEpMHUECKOe cTapeHue mpu temmeparype 125 °C B teuenue 24 4

Ta6nuua 1. i3MeHeHue moka3areseil ByJKaHU3aTOB KJIEEBbIX PE3HHOBBIX CMECei

Table 1. Change in indicators of vulcanizates of adhesive rubber compounds

[Ipennaraemas
Hokasaren U3BecTHas KIECBASL | oona o KOMIIOBHITHS
KOMIIO3HIIHSI
1 2

H3MmeHeHre noKas3aTens Mocie TePMUISCKOTO CTapCHHU S
— T10 YCJIOBHOM NPOYHOCTH, Yo -80 —40 -40
— I10 OTHOCUTEJIBHOMY YJUJIMHEHUIO, %o -49 =31 -32
M3menenue Macchbl ByiKaHU3aTOB 1pu Temmeparype 20 °C
B arpeCCUBHBIX cpeax, %
HeDTh 15,5 8,5 9,3
Hedpac 20,0 14,0 15,5
nusensHoe Tormuso JI-02—-04 50,0 26,2 27,6
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o 'OCT 9.024—74, u nabyxanue B arpeccuBHbIX cpegax mo 'OCT 9.030—74. Pe3ynbrarsl npem-

cTaBjeHBI B Tabm. 1.

Hzeomosnenue u ucnvimanue Kieegolx KOMI’ZO&’ML;I/H:!

W3roToBiieHre KJIEEBbIX KOMIIO3UIMK IIPOU3BOJMIIOCH B KileeMmelnalke. M3roraBiuBaiuch
IIOJIHBIE COCTABBI KJIEEBBIX KOMIIO3WIIMH, BKJIIOUAIONINE PE3WHOBBIE CMECH, PACTBOPUTENHN (He-
¢dpac 1 aTHIaneTaT) U KAaHU(POJIb.

JleTanu u3 pe3nMHOBBIX cMecei Ha ocHoBe uccieayeMblx kayuykoB (BHKC-26AMH, 'BHK
Tep6an C-3446) u cuntetnueckoro kopaa (3SKHTC, Pycap-75K), oOpe3uHEHHOT0 Pe3MHOBOM CMe-
ChIO Ha OCHOBE Kay4yKOB 00IEro Ha3HAUYEHU s, IPOMa3bIBAJIN KJIEEBOW KOMIO3HUIMEH C ITOCIeny-
IoIeH MPOCYUIKOH B TeUeHHE 4—5 MUH U 3aT€M U3 3THX JAeTajieil cCoOMpaan MHOTOCIOHHOE pe3t-

HOBOE UJIN PE3MHOKOPAHOE U3Jenue U ByakaHu3uposanu npu 143-163 °C B teuenne 30—60 mMuH.

Tabnuma 2. Pe3yabraThl HCIBITAHU I

Table 2. Test results

WseecTtHas | Mccienyemas kieeBast
IToka3zarenn KJieeBast KOMITO3HULIUS
KOMIIO3ULIMS 1 2

1. [IpouHOCTH CcBSA3M pe3nHOBOI cmecu Ha ocHoBe BHKC-26AMH
k kopay 35KHTC (kampoHOBBII), 00pe3NHEHHOMY PE3MHOBOM 5,6 13,6 14,7
cmechio Ha ocHoBe 100 mac.u. CKU-3, kH/m

2. [IpouHocTh cBsi3u pe3nHoBol cMecu Ha ocHoBe [ BHK Tepban

C-3446 k xopay Pycap-75K (apamunusiit), kH/m 6.9 100 96

3. [IpounocTs cBs3u: pe3una Ha ocHoBe [ BHK Tep6an C-3446 —

pesuna Ha ocHoBe CKU-3, kH/Mm 8.4 204 210

B Tabm. 2 NpeACTAaBJICHBI PE3YJIbTAThI HUCIIBITAaHU U MNPOYHOCTH CBA3U MCIKAY CIOAMMU IJIA pa3-

nu4HBIX cyocTparos cormacHo ['OCT 6768-75.
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