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BBenenue

Hommapupumuabl 3aHMMaOT 0co00e MECTO
B psi/ly BBICOKOTEMITEPATYPHBIX MOJIUMEPOB Oaro-
Jlapsi COYETAaHUIO TEPMOCTOMKOCTH, MEXaHUYECKON
MMPOYHOCTH W XUMHYECKO croiikoctu [1; 2; 3].
[IpoMbINITIEHHO BBIMTYCKaeMble MapKH, TaKHE Kak
SuperAurum [4], LIUPOKO MPUMEHSIOTCS B JIEK-
TPOHHOM mpoMmbllnIeHHOCTH. OnHako cymiect-
BYIOILIME METOABI CHHTE3a YacTO MHOTI'OCTaJUIHbI
1 OCYUIECTBIISIOTCS B TOKCUYHBIX PacCTBOPUTEIISX.
UsBecTHO, uTo MHOrHE [1DU obmamaror DI1D, uto
JeNaeT UX IPUBJIEKATEIbHBIMU C TOYKHU 3pEHUs
WCTIOJIBb30BAHMS B a9POKOCMHYECKON W AIIEKTPOH-
HOM MPOMBIIUIEHHOCTH, HAaImpHUMep, B KadecTBe
KOMITOHEHTOB aKTypaTopoB. B To xke Bpems, Bax-
HeIMU cBoiicTBamu [IDU siBisroTcss MX (U3HKO-
MEXaHUUYECKHE XaPAaKTEPUCTUKU U TEPMOOKHUCIIU-
TeNbHAs YCTOMYMBOCTb, KOTOPHIE OMPENENSIOTCS
B TOM YHCIJIE MOJIEKYJSIPHON Maccoi MOoIy4aeMoro
nojumMepa. Llenpro qanHoi paboThl OBUIO U3YYHUTh
BO3MOKHOCTh cuHTe3a [IDU, koropslii sBuseTcs
aHasioroM npowMsinuieHHoro [19M  SuperAurum
B CMECH pacTBOpUTENEH Cynb(oIaH:ToIyo, oba-
JIAroIIero OOoJbIeH, B CPAaBHEHUH C aHAJIOrOM, MO-
JIEKYJIAPHOM MACCOM.

3KC1’[epHMeHTaJ’[LH2ﬂ JacTb
B pabore ObUIM HUCMONB30BAaHBI CIEAYIOIINE
peareHtsr: 2,2-0mc(4-(3,4-nukapOokcudeHokcn)-de-
aun)npomnad (BPADA) (mpomsBogurens J&K, Ku-
taif), 4,4'-(1,3-benmnenanokcn)manmwnH (TPE-R)
(Feiming Chemical, flmonus), cynbdonan (mpous-

Boaurens CDH Ltd, Maaus), Tomyon nprobpeTanu
y AO DKOC-1, Poccus.

CuHTEe3 MPOBOIWIN B TPEXTOPJIOBOM CTEKIISH-
HOM pEaKTOpe, CHAa0KEHHOM BEPXHENPHUBOAHOM
MeMIaKOi, OO0paTHBIM XOJOAMIEHUKOM JInOuxa,
pryTHBEIM TepMomeTpoM (10 300 °C) m Hacaakon
Juna — Crapka. CHadana B peakTop J00aBWIIH,
B3BCLICHHBII Ha aHAIUTHYCCKUX Becax JAMaMUH
0,0034 momb (1,0068 T), paccunTaniu ero MOJIbHOE
KOJIMYECTBO M, HCXOJSl U3 CTEXHOMETPUYECKOro
COOTHOIICHHUS, PacCUUTAIN HEOOXOAUMYIO Maccy
muauaruapuaa 0,0034 moms (1,7929 1), KoTOpyIO
TaoKe 100aBHIIM B PEAKTOP, 3aTeM HPHIIIN CMECh
pactBopuTeneit cynbdonana (10,88 M) ¢ Toyo-
oM (2,72 mu). Bxmrounnm nepememuBanue. [lo-
Clle 4Yero BKJIIOYMIM HarpeB M IepeMEeLIMBaJIH
B TeueHue 7 gacoB mpu temmepatype 160 °C. Ilo-
Clle 3aBEepIICHUS] PeaKUUHd PEaKUHOHHYIO CMECh
OXJIAKJQIM M BBUIMBAIM NPU IE€PEMEIINBAHUH
B MSTHKPATHBIH M30BITOK M30IPONHUIIOBOTO CIHP-
ta. [lomyueHHbI ocagoK OTQUIBTPOBHIBAIIM, a Ma-
TOYHBIA PACTBOP OTHPABISUIM HAa PEreHEPaLHIo
pactBopurenei. [lonmumep cymmnm 10 NOCTOSHHON
Macchl. BeixoJ nmojauumuga coctasmi 99 %,

W3mepenne npuBEeIEHHON BSI3KOCTH PaCTBOPOB
MOJMMMHUIOB OCYHICCTBISIIM B BHCKO3UMETPE
BIDK-2 npu cTporo KOHTpOIHpyeMOU TemmepaTy-
pe 25+0,1 °C. B xauecTBe pacTBOpPHUTENS MCIOIb-
30BIM CHUMM-TETPaxJIOPITaH, TUAMETP H3Mepu-
TenpHOro Kanwuisipa coctaBisut 0,56 mwm. [lpuse-
JICHHAs BSA3KOCTh MONUMEPA Nyp = 1,5 I/T.
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[Inenku TonmmuHOKW 40 MKM MONy4alld METO-
oM monuBa u3 15 %-Horo pactBopa N-meTwi-2-
nuppoauaoHa (nmpoussoautens AO 9KOC-1, Poc-
CHsl) Ha CTEKJISTHHYIO TIOJJIOKKY TPH ITOMOIIU aB-
TOMAaTHYECKOW MAIlUHbI Il HAHECEHUsI TOKPBITUI
co BctpoeHHbIMU (yHKIMsIMH TMAX-MS-ZN320B.
TepmorpaBumerpudeckuii ananu3 obpasma [1OU
npoBoauan Ha aepuBarorpade Q-1500 (kommaHus
MOM) co CKOpPOCTBIO TOIbEMa TEeMIIepaTyphl
10 °C/muH. Mexannueckue CBOMCTBA UCCIIEI0BAIN
Ha YHUBEPCAJIbHOM MCIBITATEILHON  MalllMHE
Zwick/Roell (5 xH) mpu ckopocTtu pacTsKEeHUS
10 Mm/MuH. DdexT namMati GopMbl U3ydaIn Me-
tonoMm U-o0pazHoro m3rnba ¢ TEpMOLMKIMPOBA-
nuem (U-shape bending test).

Oobcy:xnenue pe3yabTaToB

Panee Hamu ObLT pa3paboTaH MeETOJ] CHHTE3a
MOJIMUMHUIOB B Cpefie CYJb(ONAH:TOIYO] C a3eo-

t©@5 U,

TPONHOM OTTOHKOM BOJBI, MO3BOJISIIOIIMA COKpa-
TUTBH BpeMs MPOTEKAHUS pPEeakIUU M IMOJIy4aTh I0-
JUUMUBI C OOJIBIIMM 3HAaYCHUEM TNPUBEIICHHOM
BSI3KOCTH [5; 6; 7; 8]. B To ske Bpemsi HHTEpECHBIM
MPEJCTaBIIIOCh U3YYUTh BO3MOXKHOCTH CHHTE3a
[15U ¢ DI1® B pa3paboTaHHBIX paHEE yCIOBUSIX.

Ha namr B3risa, JaHHBINA METOA TakKe MO3BO-
ut nonyyars [IOW ¢ GonbmuM 3HaYeHHEM TpU-
BEJICHHON BSI3KOCTH, YTO 3aKOHOMEPHBIM 00pazom
CKakeTcsi Ha (DUBMKO-MEXaHUUECKUX W TEepPMO-
OKHUCIIUTENBHBIX CBOMCTBAX nosydaeMbix [1OU.

B kauectBe 00BeKTa HCCieOBaHUS ObLT BbI-
Opan I1OU na ocHose 2,2-6uc(4-(3,4-mukapOokcu-
(henokcu)penmn)npornana u - 4,4'-(1,3-henunen-
JUOKCH ) TUaHWINHA, KOTOPBIN SIBJISIETCS CTPYKTYP-
HBIM aHAJIOT'OM MPOMBIIUIEHHO Toryyaemoro 110U
SuperAurum.

CuHTe3 OCYIIECTBIISUIN 110 CIIEAYIOIIeH cxeme:

CynbdonaH:Tonyon
(80%: 20%)

160 °C

M@\@/@[ M@w\mb@“@?

W3BectHo, uto IIOU SuperAurum mnosyvaror,
UCTIONB3YSl B Ka4ecTBE pacTBOpUTEst N-MeTHi-2-
rmupponugon (HMII) [9]. B To ke Bpems, cynbdo-
na" o0nagaeT He TOJBKO BBICOKOW MOJSIPHOCTHIO
(Et = 44 xxay/Mouib), HO ¥ 00JIee BRICOKUM 3Haue-
HUeM aurnosbHoro MmoMenTa (L = 4,90/1) u nuanek-
TpUUeCcKOil mpoHumaemoctu (¢ = 43,3) mo cpaBHe-
Huto ¢ HMIT (n = 4,081, € = 33,3 [10]), uto cno-
cobctByer momyuenuto 11OW ¢ GompmuMu 3Hade-
HUSIMH TIPUBEJICHHON BSI3KOCTH, &, CIIEJ0BATEIBHO,
Oosblield MoJIeKyIsIpHO Maccoil. PaspaOoranHas
METOAMKa SIBJIIETCA 00jee DKOJOIMYHOU U 0e30-
MACHOM, TOCKONBKY Cyib(oyiaH CIy)KHT MeHee
TOKCUYHOM M HEKAaHUEPOI€HHOM anbTepHATUBOMN
XJIOPUPOBAaHHBIM pacTBOpUTENsM (Hampumep, 1,2-
Juxiaopoen3on). OQHOBPEMEHHO C 9THM IpUMEHe-
HHUE TOJyOJia B Ka4ecTBE a3e0TPONooOpazoBaTes
MO3BOJIMJIO TIOBBICHTH A(PPEKTUBHOCTH TpoIiecca,
CHU3WB TeMIIepaTypy pEeaKkIHOHHON Cpeabl 10
160 °C, oGecrnieunB 3¢ (EKTUBHOE yJAICHUE TI0-
OOYHOHM BOJBI U, HAPS/Y C UCTIOJIH30BAHUEM CYJIIb-
(omaHa, COKpPATUTh MPOJOIDKUTENFHOCTh CHHTE3a
10 57 4acoB. B pe3ynbTate METOA AEMOHCTPUPY-

n o

€T BBICOKYIO 3(pPEKTUBHOCTh, 00ECTICUnBast BBIXO]]
nosaumepa 10 99 % u nonydeHne NpoayKTa C BbI-
COKOH HPHUBEAEHHON BA3KOCTBIO (M, = 1,5 mi/r),
YTO CBHJCTEIBCTBYET O 3HAYUTEIBHOW MOJEKY-
JSIPHOM Macce.

Cpasnumenvuwiil aHaiu3 ceolicmae
NOTYYEHHBIX MAMEPUATO8

Bricokas TepMookuCIHUTENIbHAS YCTOWYHUBOCTh
MIPEJICTaBIsIeT COOOM KIIIOYEBOE MPEUMYIIIECTBO
MOJIMUMMIHBIX MaTepuanoB. B cBsi3u ¢ 3TuM Hamu
ObUta wW3ydeHa TEPMOOKUCIUTEIbHAS yCTOWYH-
BOCTh CHUHTEe3upoBaHHOTO Hamu [IDU u nmpomblii-

JICHHOI'O aHajora. PeBynLTaTBI MMPEACTABJICHBI
B TaOII. 1.
Tabauya 1
Temneparypa notepu S % u 10 % maccsl
noaudpupumuga
onumep Tsw, °C Tiow, °C
[1BU-1 500 530
SuperAurum [11] 484 510
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Kax BUIHO W3 mpeacTaBIeHHBIX TaHHBIX, TEp-
MOOKHCITUTENbHAS ~ YCTOMYMBOCTh  CHHTE3HPO-
BaHHOTO IOJIMA(UPUMHUJIA BBIIIIC, YeM y MPOMBIIII-
JEHHOM TUIeHKHM  SuperAurum  aHaJOTUYHOTO
CTPOEHHS, 9TO, BEPOSTHO, 00yCIOBIEHO OONbBIIEH
MOJICKYJIIPHOM Maccoil CHHTE3MPOBAHHOTO Ha-
mu I1OU.

b Taxoke m3ydeHb! (QU3UKO-MEXaHHUCCKHEC
cBoiicTBa mosydeHHOU [IDU-TieHKHM ¥ IUIeHKH

IIPOMBIIIJICHHOTO aHajora. Pe3ynbTarel mpencras-
nieHsl B Tabn. 2 u Ha puc. 1. Kak BumHO 13 mpen-
CTaBJICHHBIX JAaHHBIX, TOJyYeHHasl IJICHKa 00Ja-
naeT OONBIIMMHU 3HAYCHUSIMH MPOYHOCTH Ha pas-
poB (6 = 110 MIIa) B cpaBHEHHH C KOMMEPUECKIM
ananoroM (o = 90 Mlla). [launblii ¢axT Taxxe
MOKHO OOBSICHATH YBEIWYCHHEM MOJIEKYJISIPHOM
Macchl CHHTE3UPOBAHHOI'O B MPEJIOKEHHBIX HaMU
yenosmsix [1DU.

Tabnuya 2
dusnko-MexaHnyeckune xapakrepucruku [IIU-nnenox
Howmep nonumepa TonuyHa NIEHKH, MKM 6, MIla €, %
[15U-1 40+2 110 5,4
SuperAurum [11] 40+2 90 5,5
200 |
150 |-
© iE
o I
= 1
) 5 T
o 100 — ———— jﬁ:j;:_'f,:;;‘»-—f I
g a4 o
> 1) |
50 T =
0 - t . ; . ; ; .
0 2 4 6

Ledopmauus B %

Puc. 1. I'paduk 3aBUCHMOCTH MPOYHOCTH Ha pa3pbIB st [IDU-1

Kak BuzpHO, mony4yeHHBbIE NOAMAIPUPUMHIHBIE
IUIEHKH 00J1a7al0T BBICOKUMH (DU3HKO-MeXaHUue-
CKHMH TIOKa3aTelsIMU, TPEBOCXOIAIIUMH KOMMEp-
YeCKHH TOAMIPUPUMHI SuperAurum TakKoro >Xe
crpoenus [11].

Haubonee 3Ha4MMBbIM (YHKIIHOHAIBHBIM Ipe-
UMYIIECTBOM CHHTE3MPOBAHHOTO MOJMMEpa SIBIISI-
eTcs Hanmuuue 3Qdekra mamsITH GOpMbI, 4TO OBLIO
HaTJSIIHO MPOAEMOHCTPUPOBAHO B IKCHEPHUMEHTE
¢ U-o0pasubiM um3rubom [12] Ha oOpasue [1OU

(puc. 2). Hdus sToro obpasern NOMECTUIH MEXIY
JBYX METAJJIMYECKHX CKpeIl ¢ MOCICAYIOUIM Ha-
rpeBoM 00pasia 10 TEMIEpaTyphl BBIIIE TEMIIepa-
typsl creknoBanust (Tg + 20 °C), mo 240 °C.

[Tocne TepModukcaruu JaehOPMUPOBAHHOTO
cocrostHus npu 120 °C u nocienyromero Harpesa
1o 240 °C (Tg + 20 °C) oOpaszerr MoIHOCTHIO BOC-
CTaHOBWJI UCXOAHYIO ¢opMy B TeueHHe 30 MUHYT,
YTO MOJTBEpKIAeT Hamuuue HPQeKTa NaMATH

(hopMmBl.

Harpes o6pasma
1o Temmeparypst Tg+ 20 °C,
240 °C

Hosas ¢popma B Buae nsrnda
C HOCTEYIOIIUM OXJIAXKIAECHUEM
1o 120 °C

Boccranosnennas ¢popma
nocsie iporpesa 0 Tg+ 20 °C,
240 °C 6e3 Harpy3Kku

Puc. 2. Harnsauenii oneit U-shape bending tect amst [1OU



88 N3BECTHUS Boarl'TY

BriBOaBI

[IpoBeneHHble HCCIENOBaHUS TO3BOJISIOT 3a-
KIIFOYUTh, YTO pa3pabOTaHHBIA METOJl OJHOCTa-
JTUHHOM BBICOKOTEMIIEPATYPHOH IOJIMKOHJCHCA-
UM B CHUCTEME CYJb(OJIaH:TOIYOJ, BEPOSATHO, 3a
cyeT OOoIbIIeH MOSIPHOCTH Cylb(ojiaHa B cpaBHE-
Huu ¢ HMIT u 3 pekTHBHBIM yIajaeHHEeM BOJbI U3
30HBI PEAKIMH, IO3BOJIACT IOIy4aTh MaTepual
¢ OoJiee BBICOKOH, B CPABHEHHH € aHAJIOTOM, MOJIe-
KYJSIDHOH MacCOd M, COOTBETCTBEHHO, YJIYyYIIECH-
HBIMH OJKCIUTyaTal[AOHHBIMUA XapaKTePUCTUKAMH.
CHHTE3UPOBaHHBIA MOMUIPUPUMUT TTIPEBOCXOTUT
KOMMEpYECKAN aHajmor SuperAurum 1o TepMo-
OKHUCJIUTEIBHON yCTOHYMBOCTH M TPOYHOCTH Ha
pa3pbiB. BEISBIEHO Takke, YTO CHHTE3WPOBAaHHBIN
Matepuan obnagaer DI1D, yTo CylmIeCTBEHHO pac-
MIUpSIET TOTEHIUAIBLHYI0 00JacTh €ro IpUMeHe-
HUS U CO37]a€T OCHOBY IS pa3pabOTKU HOBBIX BBI-
COKOTEMIIEPATypPHBIX HHTEIICKTYaJIbHBIX —Mate-
pHaJoB.
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I. A. Novakov, E. A. Alykova, E. N. Savelyev, M. A. Rogozhkina
R. V. Brunilin, A. A. Burko, V. D. lvanova

FEATURES OF POLYESTERIMIDE PRODUCTION BASED
ON 2,2-BIS(4-(3,4-DICARBOXYPHENOXY)PHENYL)PROPANE
AND 4,4’-(1,3-PHENYLENEDIOXY)DIANILINE IN SULFOLANE

AND THE STUDY OF ITS PROPERTIES

Volgograd State Technical University, Volgograd, Russia
D4 Maria A. Rogozhkina, w_marika w@mail.ru

Abstract. It is shown that a single-stage high-temperature polycondensation method in a solution with
azeotropic distillation of water (sulfolane:toluene system) makes it possible to synthesize polyetherimide (PEI)
based on 2,2-bis(4-(3,4-dicarboxyphenoxy)phenyl)propane and 4,4'-(1,3-phenylenedioxy)dianiline with high, in
comparison with the industrial analogue SuperAurum, values of reduced viscosity and, accordingly, a higher molec-
ular weight. Due to the higher molecular weight of the PEI sample synthesized under the proposed conditions, it
outperforms the comparison sample in a set of key characteristics: thermal-oxidative stability (the temperature of 5
% weight loss is 20 °C higher) and tensile strength (110 MPa compared to 90 MPa for SuperAurum) of the polyi-
mide film. For the synthesized PEI, the presence of a shape memory effect (sme) with an activation temperature of
~240 °C was demonstrated using the U-test, which opens up prospects for the creation of new-generation functional
materials.

Keywords: polyetherimides, U-shape test, tensile strength, SuperAurum
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