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OCyIIEeCTBICH CHHTE3 IIEHOMOINAMUIOB, MTOTYYaeMbIX B Pe3yIbTare TepMOOOpaOOTKH JINO(HUIH30BAHHBIX BOAOPACTBOPHMBIX
TPUATHIIAMMOHUMHBIX COJEH MOTMAMUIOKUCIOT HA OCHOBE MUAaHTHApHIOB 3,3'.4.4'-mudenmnokcnn-, 3,3',4,4'-6eH30(peHOH-
TeTpakapOoHOBOH KucioT u 4,4'-nuamuHoaudenmwioBoro >dupa. IIpoBeneHo mcciaeqoBaHUE CTPYKTYPHI U MOP(OJIOTHH IIO-
JYYCHHBIX TEH0000pa3noB. [IpencTaBieHbl pe3yibTaThl MO OICHKE MEXAHHMYCCKUX CBOWCTB M TEPMOCTOMKOCTH MOTYUCHHBIX

ICHOIIOJIMMMHU 10B.
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The synthesis of polyimide foams obtained as a result of heat treatment of lyophilized water-soluble salts of polyamide acids
based on dianhydrides of 3,3°,4,4’-diphenyloxide-, 3,3°,4,4’-benzophenonetetracarboxylic acids and 4,4’-diaminodiphenyl ether
was carried out. A study of the structure and morphology of foam samples obtained was carried out. The results of evaluating the
mechanical properties and thermal stability of the resulting polyimide foams are presented.
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Beseoenue

[Nomuumuausie nens! (ITUI1) nMeroT nepcrnekTuBHOE NPUMEHEHKE B
0051aCTH MUKPO3JIEKTPOHUKHU, KOCMOHABTHKH, BO3YXOIJIaBaHUs, MOP-
CKOTo IPUMEHEHHs U TPAHCHOPTUPOBKH Onaropaps OTIMYHON TEIUIo-
M30JLILUY, TAIleHUH BUOPAIMHU, TEPMUUYECKON CTAOMIBHOCTH U OTHE-
croiikoctu [1-5].

Jl1s mosryyeHus MOIMMMUIHBIX [ICH B OCHOBHOM HCIIOJIB3YETCs MPo-
Liecc, KOTOphIi OCHOBAaH Ha IPUMEHCHMH XUMMYECKOW peakLuu aj-
KWJIBHOTO 3(Hpa TeTpakapOOHOBOI KUCIIOTHI C TMaMHHOM U 00pa3oBa-
HHEM COOTBEeTCTBYMolIero ¢opronumepa. [Ipu HarpeBaHHH HOJyYeH-
Horo (hoprioauMepa B IpoLecce BCICHNBAHMUS 00pa3yIOIIMICS METaHOI
U BOZIa MOT'YT BBICTYIIaTh B KaUeCTBE BCIICHUBAIOIIUX areHTOB, a Jajlb-
Helilllee HarpeBaHWEe NPHUBOAUT K 00Pa30BAHUIO MMUIHON CTPYKTYpBI
[6-9]. OnHako JaHHBINA METOJ MOTY4EHHsI IOPUCTBIX MAaTEpPUaIOB IIy-
TeM BCIEHHBaHHMs (oprionumepa TpeOyeT yuuThIBaTh Takue (GpakTopsl,
KaK JIOCTYITHOCTb ¥ CTOUMOCTH CHIPbsI, aHU30TPOIHIO CBOMCTB B 00be-
Me [eHOMaTepHalla, ero TMOKOCTh, a TaKXKe TEXHOJIOTHIHOCTh MPOLeC-
ca Bcnenusanusi [10].

[lepcrieKTUBHOM aIbTEPHATUBOH BBIIICYIIOMSHYTOMY METOLY BCIICHU-
BaHWS MOXKET OBITh METOA IOYYEHHS OPHCTON MOIHMUMUIHON CTPYK-
TypbI IIPU UCIIOIB30BaHUU BOLOPACTBOPHMON aMMOHHUIHOH COIM MONuU-
aMUIOKHCIIOTH [ 11], ee muodum3anmy u fanpHelmel TepMooOpabOTKH.

Mertop noTydeHus! IEHOONINIMHU/IOB Ha OCHOBE JINO(MIIH30BaHHBIX
conelt ITAK umeer cienyromue IpeMMyIecTBa: BO3MOXKHOCTD II0JIy-
YEeHUsI OHOPOAHBIX 00pPa3IoB 3aJaHHON (POPMBI, SKOJIOTHIHOCTH (T.K.
TpeOyeT UCIIONb30BaHNS OPIaHUMIECKOTO PACTBOPUTEIS TOJIBKO Ha CTa-
TN TIONYYEHUs! TTOJHMAMHIOKHICIOTHI), BO3MOXKHOCTD PETYIHPOBAHUS
CTPYKTYPBI ¥ CBOWCTB ITOTyYaeMBIX MEHONOINUMHUIOB Oe3 BBEICHHS
TIOBEPXHOCTHO aKTHUBHEIX BemmecTs (ITAB) mmm npyrux mo0aBok, T.K.
00pa30oBaHNe TOPUCTOH CTPYKTYPHI IIPOUCXOIHUT TIPH 3aMOPO3KE BOJ-
Horo pactBopa conu [TAK u Bo3ronke pactBoputens (Boxabl). lanHast
METOANKA HCIIONB3YeTCs [UIS MPUTOTOBICHUS IOIMUMHIHBIX KOMIIO-

3UTHBIX a3pOreneil ¢ pasmTMYHBIMH HATOMHUTETSAMH, a IMONydaeMble
MEHOMAaTepHaIbl 001a1af0T XOPOIIUMI MEXaHNUECKUMH CBOMCTBAMHU U
TepMocTOiKOCThIO [11].

B nanHoi1 paboTe MpoBeAEHO HCClIeI0BaHUE CTPYKTYPBI U MOPQOIIO-
rUu 00pasIoB MEH, MOTyJaeMbIX U3 JTHO(PUIN30BaHHBIX BOAOPACTBO-
PHMBIX CONell MOIMaMUAOKHUCIOT PA3INYHOTO XUMUYECKOTO CTPOSHUS
U TIPOJYKTOB UX MMHUJIU3ALMN — TIeHonomuuMuIoB. [Ipencrasnenst pe-
3yNIBTaThl 110 OLIEHKE MEXAaHUYECKUX CBOMCTB M TEPMOCTOMKOCTH MOTTY-
YEHHBIX MEHOMOIUIMHUJIOB.

Mamepuanvt u memoowvi

B pabote uccnenoBanu mpoaykThl B3auMoaeucTBus 4,4" -okcuaud-
tanesoro auruapuia (DO, CAS 1823-59-2, Ty, =225-229°C, dpupma
Molekula), nnanrunpun 3,3',4,4" - 6eH30heHOHTETPaKapOOHOBOM KHC-
notel (muanruapun b3®, CAS 2421-28-5, Ty, = 218-222°C, dupma
Sigma-Aldrich) u 4,4" -muamunoxudenunosoro s¢upa (JAADD, CAS
101-80-4, Ty, = 188-192°C, dpupma Sigma-Aldrich). Taxxe B kadecTse
HCXOIHBIX BEHIECTB Mcronb3oBasy TpudTHiaaMuH (CAS 121-44-8, x4,
¢upma «Komnonent-peaxtus») u N, N-numermnaneramun (CAS 127-
19-5, x4, pupma «Ixoc-1», cCBeKENEPErHAHHBII).

HK-cnektpel 00pa3noB HOIMMepoB peructpupoBaan Ha Dypoe-
cektpomerpe IRAffinity-1S (Shimadzu) B cpenneit NMK-obmactu
(4000—400 cm-1) ¢ ncnonpzoBanmem mukpornpucraski MIRacle (PIKE
Technologies) 0AHOKPAaTHOrO HAPYIICHHOTO MOJIHOTO BHYTPEHHETO OT-
paxenus (HIIBO).

TT'A npoBoxumn Ha npubope mapku TG 209 F1 (¢upma NETZSCH,
Tepmanns), JICK — na npu6ope DSC 204 F1 Phoenix Toro e mpous-
BoauTeNs. VcnbITaHus MpOBOAMIN B Anana3oHe Temieparyp ot 20 1o
800°C mpu ckxopoctu Harpesa 10 rpamy/muu (JCK) u 20 rpag/mun
(TT'A) B uHepTHOU cpene (aproH).

Muxkpodotorpaduu cpe3oB HOTyIEHHBIX TIEHOMAaTEPHATIOB MOIyda-
JIM C IOMOMIBIO0 CKAHUPYIOLIETO AEKTPOHHOTO MuKpockona SUPRA 55
VP ¢upwmsr Carl Zeiss (I'epmanns).
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Puc. 1. Cxema o6pa3zoBanusi TpudTHIaMMOHMeBOH coutn [TAK, rie X — kapOonniibHas wim dupHasi rpynmna.
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Puc. 2. Cxema 06pa3oBaHusi NOJUUMU/AA, 1e X — KAPOOHMIIbLHAS WM d(UPHAs TPy,

)1.]'[5{ MEXaHUYCCKUX HCIBITaHUI 06p3,3LIOB TOJYYCHHBIX IMOJIUHUMHUI-
HBIX IIEHOMAaTEPUAJIOB UCITOJIB30BAJIU UCTIBITATEIIbHYO MalllUHY Instron
5940.

Memoouka cunmesa
20% pactopsl nommamugokuciior (ITAK): JdO-JAJDD u b3d-
JAID®D B N,N-guMernianeTaMuie IMOMydYald aHAJIOTHYHO padoTe
[12]. Iomyuennsrit pactBop [TAK pasz6asisimn N,N-qumernnaneramu-
JIOM /10 KoHIeHTpanuu 5% u Beicaxkusanu [TAK B auctuimupoBanHyio
BOJ1Y, MHOT'OKPATHO OTMbIBAJIA BOJIOH OT pacTBOPUTEISL, CYLLIMIN. 3aTeM
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cyxoit [TAK pactBopsiiu B Bozie ¢ nobasnennem tpudtiiamuna (TDA)
JUIs ToTy4deHust 5% pacTBopa CoJlu; HepeMelIBaHUEe PacTBOPA BEJIH 10
nonHoro pactBopenus [TAK, cxema peaxiu npeacrasieHa Ha puc. 1.
Ucxonnsit pactBop coiu [TAK pa36apisiian Bomoi 0 KOHIEHTpa-
muu: 1, 2 u 3%, nocie yero HOBbIE MOIyUYEHHbIE PACTBOPHI TOMEILAIN
B JINOQUIIBHYIO KaMepy B Te(IOHOBEIX (hopMax, I7ie OHM CHavaja IMoj-
Beprajmck 3aMopo3ke (ckopocts oxiaxaenus 0,01 rpajy/mMuH 10 MUHYC
25°C), 3aTeM BoJia yIalsuiach CyOIMMaIiieil moji BAKYYMOM B TECUCHUE

JIByX CYTOK.

1200

Puc. 3. UK-cnekTpbl TPHITHIAM-
MOHHITHON coyim:
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(APO-JAADDI) 1o nporpesa (I) u
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130°C (2), 190°C (3) u 250°C (4).
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[Momny4ennsie 06pa3us! cyxoii comu [TAK nMunu3oBanu B TepmMocTa-
Te B cleaytoneM pexxume: Harpes a0 250°C 3a 50 MuUHYT, 3aT€M BBbI-
JIeprKKa TIpH 9TOH Temrieparype B TedeHne 60 MUHYT (pHc. 2) U Toy4a-
T 00pa3Ibl TEHOOTUHMUIA.

Obcyarcoenue pesyrbmamos

B pesynbrare 3amoposku BogHoro pactsopa coiu ITAK u msrkoit
BO3TOHKH BOABI (OopMHpyeTcs HmopucTas cTpykTypa. Cremyer orme-
THUTh, YTO OJHUM M3 OCHOBHBIX ()aKTOPOB, BIHAIOIINX Ha CTPOCHUE U
CBOIfCTBA MMOTy4aeMOTro MOPHUCTOTO 00pa3ia B X0e THODUITH3AIHH, SB-
JsieTCsl KOHLEHTPANUs HCIOIb30BaHHOTO pacTBopa comu [TAK.

[IpoBenenHas TepMooOpabOTKa MOMYYECHHBIX JHOMDUIN30BaHHBIX
coneit ITAK npu 130, 190 u 250°C nokaszana obpa3oBaHHE UMUAHON
CTPYKTYpHI (puc. 2), kotopas moarsepxkaeHa Merogom WK-cmekrpo-
ckonui (puc. 3 au 3 0).

B crekrpax obeux cepuii monumepos B obmactu 3130-3050 cm-!
MPHUCYTCTBYIOT TIOJOCHI BaleHTHBIX apomarumueckux C-H koneba-
uuid. Tlonocer anudparnyecknx C-H xonebanmii mpu 2970-2980 u
29302940 cm-1 0OHapyXUBAKOTCS B CIIEKTpax 0Opas3ioB TPUITHIAM-
MmonueBbix coneit I[TAK u nocne ux nporpesa npu 130°C. [anusle mo-
JIOCHI OTCYTCTBYIOT B 00pasuax, mporpersix mnpu 190 u 250°C.

OOpasoBaHre MOJMMMHIA TOATBEPKIACTCS HAIMYMEM IMOJIOC Ba-
nenTHbIX C=0 konebanuii uMuIHOTO HuKIa npu 1778 u 1717 em-1 nst
crpykrypbl (B3®-JAADD) u 1777 u 1716 em-1 st (AOO-TAJIDD),
OTB€YAOIINX CHUMMETPUYHBIM U ACUMMETPHUYHBIM KO.]'[C6aHI/IﬂM Co-
OTBETCTBEHHO, a TaKXke IOJOCH Ae(hOPMALMOHHBIX KONeOaHUil mpu
720 cm-l B ciyuae (B3O-JAADD) u 744 cm-l mis (JOPO-OAJIDD).
VIHTEHCHUBHOCTH TOIVIOIICHUS TAaHHBIX MOJIOC PACTET C YBEIMYECHHEM
TeMIIepaTypbl IPOrpeBa MoJuMepa, 4TO B COBOKYITHOCTH C OTCYTCTBH-
eM nonoc B obmactu 1650—1660 cm-!, oreeuaromux mnonocam C=0
KoJIeOaHMIT aMHUIOKHCIIOTHBIX 3BEHbEB, YKA3bIBACT Ha OTCYTCTBUE JAaH-

HBIX 3BEHBEB B NPOrPETHIX 00Opa3slax IEHOIOJMHMHIIOB, a Cle0Ba-
TEJIBHO, Ha UX MOJHYI UMUIU3ALMIO.

Muxkpodotorpadun cpe3oB 00pa3oB MONYyYESHHBIX EHOIOIHUMHU-
JTOB TIPE/ICTABIICHBI Ha puc. 4 a U 0.

C MOBBIIEHHEM KOHILIEHTPALMU HCXOIHOro pactBopa cojeit [TAK
YMEHBILIACTCS pasMep HOp B NEHONOJIUUMHUIC, YTO IPUBOAUT K yBe-
JIMYCHHUIO JKECTKOCTU Marepuaia. IIpu 3ToM BUJIHO, YTO MOIy4EHHbIE
MEHONONIUUMUIBl UMEIOT pa3iuuHylo cTpykrypy. B JDOO-JALDD
HaOJIIOAI0TCSl MyCTOTHI BBITSHYTOH (OpMBI Ipu Ooree chepruaecKux
nopax B B3O—JJAJI®D. Mexanuyeckue CBONCTBA U TEPMOCTONKOCTh
00pas310B NOJTyYEHHBIX EHOMOIUIMUJIOB TIPEACTABICHEI B Ta0HIe 1.

C MOBBILIEHHEM KOHUEHTpALMH HCXOAHOro pactBopa coiu [TAK
YBEIMYNBACTCS IUIOTHOCTD, MPOYHOCTH U XKECTKOCTh 0Opasuos [1ITH.
Ob6pamaer BHEUMaHHE, 4To cuctema JOO-JAJDD nemoHCTpHpyeT
Ooree BBICOKHE 3HAYEHMS IIPOYHOCTH M )KECTKOCTH. Tak, IpH OIH3KHX
3HAYCHHAX TUIOTHOCTH 00pa3Ilbl IEHOTIOIMUMHAIA, TIOTyYeHHBIE U3 2%
pactBopa comu [TAK (ADO-JJAIDD), nmeroT npakTHIecKH B 2,5 pa3a
0oJiee BRICOKME 3HAUCHHS HAIIPSHKCHUS TIPH C)KATHU M MOIYJISL YIIPYTO-
ctH, yeM B cirydae bO3-JA1DD.

[ony4eHHbie 00pa3pl MEHONOIMUMHIOB XapaKTEPU3YIOTCS BBICO-
KOW TeIIo- M TepMOCTONKOCThI0. [Ipu 3TOM 00pasibl, MOTy4eHHBIE
u3 pactBopoB comneit [TAK (JPO-JAADD) u [TAK (bD3-AAADD)
Pa3INYHBIX KOHIEHTPAIUH, TPAKTHISCKH HE OTINYAIOTCS TI0 TepMO-
CTOMKOCTH, a MeHONOMUUMHIBI CTPYKTYpHl JJOO—-JIAJIDD xapakTepu-
3yI0TCs O0Jiee HU3KOM TeMITepaTypoi CTEKIOBaHUSI.

Baknouenue

Takum 00pa3zom, IPU UCIHONB30BAHUH JIHO(PUIN3ATOB COJICH MOJIH-
AMHIOKHCIIOT MOJTYYeHBI MEHOMOIUUMHUIBI, XapaKTePU3YIOIIHecs: BbI-
COKOH TEIJIO- U TepPMOCTOMKOCTBIO. [loKa3aHa 3aBUCHMOCTb ILIOTHO-
CTH, IPOYHOCTH M YKECTKOCTH MOJTyYSHHBIX 00Pa3I[0B OT KOHIICHTPALUH

Tabauna 1. ColicTBa NEHONOJIMUMU/IOB, MOJTYYEHHBIX U3 JIMO(PUIN30BAHHBIX pacTBopoB coJeii [TAK nocie ux umuauzanuu.

Konnenrpanus ucxonsoro | [lnmotocts, |  Hanpsbkenue npu cixatuu Moaynb ynpyroctu npu Munexc tepmo- Temneparypa
pactBopa conu [TAK, % Kr/m3 npu 10% nedopmanuu, KIla | 10% nepopmanyn, MITa croiikoctu t5 °C cteknoBanus, °C

B3®-JADD

10,13 0,717 0,011 552 281

2 20,39 2,643 0,035 545 281

34,31 15,561 0,178 553 278
ADO-JALDD

15,29 1,220 0,024 552 274

2 25,73 6,532 0,086 550 272

39,44 21,878 0,275 553 271

200 um
—

Puc. 4. COM-mukpodororpapuu o6pa3uos nenonoanumuion: a — I@O-JAADPI u 6 — B3D—JAIDI, nosryyeHHsbIx u3 pactBopos coiieii [TAK pa3noii

KoHuentpauuu: 1 —u3 1%, 2 —u3 2%, 3 —u3 3%.
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ucxonHoro pactsopa conu ITAK, a Taxke oT XUMHUYECKON CTPYKTYphbl
TEHONOIMMHUJIA.

Pabora BeIONHEHA NpU (UHAHCOBOM MOAMEPXKKE 3a CUET IPaHTA
Poccuiickoro Haywnoro ¢onma Ne 23-13-20001, https:/rscf.ru/
project/23-13-20001/ u pernonansroro rpanta Caukr-IlerepOyprexo-
ro Hay4HOro (oHza.
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