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H306perenue OTHOCHUTCSA K crocooy
OTBEPXKACHUSI HOBOJIAYHOW cMOJIBL. OTBepXKIeHUE
TIPOXOANUT pu y4acTuu apOMaTHUIECKUX
JUHUTPUIIOB B IIPUCYTCTBUU XJjiopuaa cypbmsl (I11)
WIM XJOpuAa IOMUHHUS Opu Temmepatype 150-

Crp.: 1

200°C B Teuenne 10-30 mmuyr. M300pereHue
IIO3BOJIIET  IPOBOAMTH  OTBEpXKAEHHE  0Oe3
BBIJIEIICHUS] TOOOYHBIX Ta3000Pa3HBIX MPOAYKTOB,
YBEIIUIUTH TEPMOCTONKOCTh u ¢uzmko-
MeXaHUUYECKHe NTOKA3ATEeNIN MaTepUaIOB ITOJIUMEpA.
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(54) METHOD OF CURING NOVOLAC RESIN

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: curing takes place in with the
participation of aromatic dinitriles in the presence
of antimony (IIT) chloride or aluminium chloride at
temperature 150-200°C for 10-30 minutes.

Crp.: 2

EFFECT: invention enables to perform curing
without release of secondary gaseous products,
increase heat resistance and improve physical and
mechanical properties of polymer materials.
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M306peTeHrne OTHOCUTCS K CITOCOOY OTBEPKICHMSI HOBOJIAYHOM CMOJIbI, KOTOPAsi MOXKET
OBITH UCITOJIb30BaHA B PA3JIMYHBIX 00JIACTSIX TEXHUKHU B KQUECTBE BRICOKOIIPOYHOM U
BBICOKOTEPMOCTOMKOMN CBSI3YIOIIEH 15 INIACTMACC, CJIOMCTBIX M BOJIOKHUCTBIX MAaTEPHAIIOB,
KJICEB U IICHOK.

M3Bectrbl (Fufe C.A., McKinnon M.S., Rudin A., Tchir W.J. // Macromolecules - 1983. -
V.16. - P.1216-1219, Maciel G.E., Chuang I.-S., Gollob L. // Macromolecules - 1984. - V.17. -
P.1081-1087, Hatfield G.R., Maciel G.E. // Macromolecules - 1987. - V.20. - P.608-615), rae
TPAIUIMOHHO JJIs1 OTBEPK/ICHHSI HOBOJIAYHOW CMOJIbI UCIIOJIB3YeTCSl YPOTPOIIUH
(rexcameTuneHTeTpaMuH). [Tpu 3TOM 00pa3yroTCs CII0XKHBIE TPEXMEPHBIC HEPACTBOPUMBIC
MTOJIMMEPBHI, & MEXKTY MOJIEKYJIaMH OJIUTOMepa 00pa3yroTcsl METUIICHOBBIE MOCTUKOBBIE
rpynmbsl. Hamuue Takux ¢gpparMeHTOB OINpeaeiseT HEBBICOKYIO TEMITEpATYPy IKCILTyaTaluu
Y HU3KHUE IPOYHOCTHBIE TTOKA3ATENM, UTO U SIBJISIETCS OJHUM M3 IJIAaBHBIX HEJIOCTATKOB
MOJIy4aeMbIX IMOJIMMEPHBIX MaTepuanoB. boyee Toro, B mpouecce OTBEPKIACHUS BbIICTSIETCS
a30T, YTO CO3/Ia€T TPYAHOCTH MPH MOJYYEHUH BHICOKOTTPOYHBIX HATTOJIHEHHBIX KOMITO3UTOB.

Hawnbomee OM3KUM 11O TEXHUUECKOM CYIITHOCTH M IOCTUTaeMOMY 3(DPEKTY SIBIISIETCS
cnoco6 orBepxkaeHus (Kelusky E.C., Fufe C.A., McKinnon M.S., Rudin A., Tchir W.J. //
Macromolecules - 1986. - V.19. - P.329-332), npuHSATHIN 32 TPOTOTUIT, OCHOBAHHBIN Ha
WCIIOJIb30BAHUM YPOTPOMHUHA I OTBEPKACHUS HOBOJIAYHOM cMOJIBI. [Ipornecc mpoxoaut
npu TepmooopaboTtke B TedeHue 15-30 munyT npu 150-160°C u ganee mpu 180°C 1 yac.

TexHUYEeCKUM pe3yJIbTaTOM U300PETEHUS SBIISIETCS TO, YTO MPOLECC UIET 0e3 BhIACIICHUS
MOOOYHBIX MPOAYKTOB U OOECTIEUUBAET MOBBIIIEHUE CTOUKOCTH K TEPMOOKHUCIIUTEbHOM
JIECTPYKIMU U YJTyYIIEHUE MMPOYHOCTHBIX MTOKA3aTeIeH MaTepUaioB, UTO JOCTUTAETCS 3a
cJyeT 0Opa3zoBaHMS UMUIATHOM CBSI3M MEXTy MOJIEKYJIaMH OJIUTOMepa, KOTopast HAMHOTO
MMPOYHEEe METUJICHOBOM U CIIOCOOHOM TaKXe K 00pa30BaHUIO MEKMOJIEKYIISIPHBIX
BOJIOPOJHBIX CBA3EM.

JII1st TOCTUXKEHUS TEXHUUYECKOTO pe3yJibTaTa MPEeIIOKEHO UCIIOJIb30BaTh B KAUECTBE
OTBEPAUTENISI apoMaTUUecKue IUHUTPpUIIbL. [Ipouecc unet npu temneparype 150-200°C B
teueHue 10-30 MUHYT B IpUCYTCTBUU KUCIOT JIbtouca, xsmopuaa cypbmsl (I11) nim xsmopuna
QAJTIOMUHUS IO CIIEYIOIIEH cXeMe:

N/

I

E%
|
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TepmocTtoiikocts 1o ganHbM TI'A (5°C/MuH, Bo3ayx) coctasiset 340-380°C, uto
cooTBeTCTBYET 10%-HOM MOTEepe MACCHI.

Crpoenue noarBepxacHo gaHHbIMU M K-criekTpockonuu. Tak, Ha crieKkTpax
OTBEPKJIECHHOTO MPOIYKTA MPUCYTCTBYIOT XapaKTEPUCTUUECKUE MOJIOCHI MOTJIOIICHUS
npu 1653 cm™! (C=N) u ipu 1103 em™! (C-0).

IMonyueHue npecc-MaTepraIoB OCYIIECTBIISUIN CIIEYIOMUM crtocoooM. Pacriias
cMmecH 12.8 r HoBoJIayHOM CMOJIBI, 21.2 T 1,4-TMHUTpUIIOEH30I1a U KaTajau3aTopa B
KoJiuecTBe 2.67 T xjopuaa anroMuHus wim 2.285 r xjaopuaa cypbmsl (I11), Harperoit 1o

Crtp.: 3



10

15

20

25

30

35

40

45

50

RU 2440373 C1

170°C u BBIACP)KAHHOM 5 MUHYT, TIEPEIIMBAIIN B TIpecc-popMy, TPEABAPUTEILHO HATPETYIO
1o 180°C, u mpeccoBaiu nipu gasiaeHuun 70-75 MIla npu 1,80°C B Teuenue 10-15 MUHYT.
VnenvHas yaapras Bsa3kocTb (TOCT 4647-80), cocraBisuta 80.4-85.8 MIla, a pa3pymaroriee
Hanpsbkerue npu pactsokeHur (FOCT 4648-71) 130.2-134.6 MIa.

[Mpennaraemsiii cnocod MOATBEPIKIAETCS CIASYIOIIMMU HUKETIPUBEIECHHBIMU TpUMEpPaAMU
OTBEPKICHUSI HOBOJIAYHOW CMOJIBL.

[Tpumep 1. B kpyriogoHHyo koyiby Mpyu KOMHATHOM TeMIiepaType 3arpyxainu 12.8 r
HOBOJIauHOM cMoutbl, 21.2 T (0.1 Mmomb) 1,4-muauTpunidbenzona u 26.7 r (0.2 Mob) Xjtopuaa
aJTFOMUHMS, TIIATEIbHO ITepeMEIIMBaIM M oMelaimm B crutaB Po3se, Harpetsiit 1o 160°C. I1o
UCTEUEHUU 15 MUHYT MPOAYKT U3BJIEKAIM U3 PEAKIIMOHHOM KOJIOBI B cl1abO0I1IeI0YHOM
pacTBOp U KUIATWIM B TeueHue 10-15 MUHYT. 3aTeM MOIYyYEHHBIN TPOAYKT OTHUILTPOBAIH
Ha Menkomnopucrtoi BopoHke Illorra. Cymmmu B BakyymHoM 1ikady mpu 60-70°C 1o
IIOCTOSIHHOM MAacCCBI.

ITpumep 2. B xpyrinogoHHyto Koji0y pu KOMHATHON TeMIiepaType 3arpyxaau 12.8 1.
HOBOJauHOM cMoubl, 21.2 T (0.1 monb) 1,4-muantpundensona u 20.025 r (0.15 Morb)
XJIOpU/IA aJIFOMUHMS, TIIATEIbHO MEPEMENIMBAIIM U TOMEAJIU B ciuiaB Po3e, HarpeTsii
1o 180°C. ITo ucteueHuu 15 MUHYT TPOAYKT U3BJIEKATU U3 PEAKIMOHHON KOJIOBI B
CITaboIIeTTOYHON PACTBOP U KUMISATWIM B TedeHue 10-15 MuHyT. 3aTeM MOJy4eHHbINH MPOAYKT
oTduIbTpoBau Ha Menkonopuctor Boponke [llorra. Cymuau B BakyyMHOM mikady
ripu 60-70°C 10 MOCTOSIHHON MAaCCHI.

ITpumep 3. B xpyriogoHHyto Koji0y pu KOMHATHOM TeMIlepaType 3arpyxamm 12.8 r
HOBOJauHOM cMoubl, 21.2 T (0.1 moab) 1,4-muanTpuinden3ona u 22.85 r (0.1 MoJp) XIopuaa
cypbMmbl (III), TIaTenbHO NEepeMelMBaIv U moMeniaiau B ciuiaB Pose, HarpeTsiit 1o 180°C.
ITo ucreyenuun 20 MUHYT MPOIYKT U3BJICKATIM U3 PEAKLIIMOHHOM KOJIOBI B CITA0OIIETOYHON
pacTBOp ¥ KUMIATHIN B TeueHue 10-15 MUHYT. 3aTeM MOJTyuYeHHBIH MTPOAYKT OT(PUIBTPOBAIIN
Ha Menkomnopuctoit BopoHke [lorra. Cymmmu B BakyymMmHOM mikady nipu 60-70°C no
IIOCTOSIHHOM MacCCBhI.

[Tpumep 4. B xpyrinonoHHyto Koji0y Ipu KOMHATHOM TeMIlepaType 3arpyxamm 12.8 r
HOBOJauHOM cMoubl, 21.2 T (0.1 monw) 1,3-muanTtpunbden3ona u 20.025 r (0.15 Mob)
XJIOpUIA AJIFOMUHMS, TIIATEIBHO IIEpEMELIMBAIIM U IOMEANIU B cruiaB Pose, HarpeTsii
1o 180°C. Ilo ucreueHuu 15 MUHYT POYKT U3BJIEKAJIM U3 PEAKIIMOHHON KOJIOBI B
CIIabOo1IETOYHON pacTBOP U KUIMISATWIM B TedeHue 10-15 MuHyT. 3aTeM MOJy4YeHHbIN MPOAYKT
OTGUIBTPOBAIM Ha MeTKonopuctoit BopoHke Lllorra. Cymmnu B BakyyMHOM mKady
ripu 60-70°C 10 MOCTOSIHHON MAaCCHI.

Kak BUIHO U3 pUBEAEHHBIX JAHHBIX, TPeIaraeMblii CHOCOO OTBEPKIEHUSI HOBOJIAYHOM
CMOJIbl TUHUTPUIIAMU BBITOJHO OTJIMYAETCS TEM, UTO ITPOCT, TOOOYHBIE TPOAYKTHI HE
BBIJEIIAIOTCS, [IOJIyYeHHbIE MaTEPUAIIbl UMEIOT 00JIe€ BBICOKYIO CTOMKOCTD K
TEPMOOKHUCIUTEILHON IECTPYKIMU U (PU3UKO-MEXaHUUECKHE CBOMCTBA.

Bel1e nepeunciaeHHbI KOMIUIEKC TPAKTUYECKHU TTOJIE3HBIX CBOWCTB OIPEIEIISET
MOJIOXKUTENbHBIN 3(h(ekT nzooperenus. OTBepkIeHHAsS TAKMM 00pa30M HOBOJIAYHAS CMOJIA
MOET OBITh UCMOJIb30BAHA B PA3JIMUHBIX 00JIACTSIX TEXHUKU B KAUECTBE BHICOKOIIPOUYHBIX U
BBICOKOTEPMOCTOWMKUX MOKPBITUH, CBSI3YIOLIUX JJISI IJIACTMACC, CTEKJIOIIACTUKOB, MIJIEHOK U
KJIEEB.

dopwmyia n300peTeHus
Cnioco0 oTBep:KI€HUsI HOBOJIAYHOM CMOJIbI, OTIMYAIOIIMUICS TEM, YTO OTBEPKICHUE
MPOXOAUT IIPHU YUYACTUM APOMATUUYECKUX JUHUTPUIIOB B IIPUCYTCTBUM XJtopuaa cypbmsl (I11)
WM xjaopuaa antoMunus nipu remneparype 150-200°C B reuenue 10-30 MuH.

Crtp.: 4
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