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rporecca ruposin3a TeTPadTOKCHCHIIaHa B IIPUCY TCTBUH MTOJIMMEPHOTO HCTOYHUKA YIIIEpOosia C 00pa3oBaHUEM I'ellsl, CTYIIeHYaTOll CyIIKH,

KapOOHU3AIMU CUCTEMBI IIPH YMEPEHHBIX TeMIeparypax (¢ GopMHpoBaHUEM BBICOKOIUCIIEPCHON XMMUYECKN aKTHBHON, MAaKCUMaJIbHO
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Meronamu pacTpoBOii AEKTPOHHOH 1 ATOMHO-CHIIOBOI MHKPOCKOITNH, PEHTTEHOBCKOH (DOTORIIEKTPOHHOM CIIEKTPOCKOITIN M CMaYMBaeMOCTH 110
JIMCTHIUTHPOBAHHON BOJIE N3y9IEHBI 3aKOHOMEPHO CTH B3aHMOIEHCTBYIS 2JIEKTPOXUMHYCCKH TeHEPHPYEMOiT 030H-KHCIIOPOIHON CMECH € 00pa3tiaMu
SICPHBIX (DIIIBTPOB Ha OCHOBE MOJIMATHIICHTEPETANIATHBIX INIEHOK B ra30BOW M BOIHOM cpeiax. OOHapy KeHO NPOTeKaHNe HHTEHCHBHBIX ITPOLIeC-
COB OKHCJINTEIIEHOM JECTPYKIMH HA TOBEPXHOCTH ¥ OOKOBBIX CTEHKAaX MUKPOIIOP PH BO3ICHCTBIN 030HA KaK B Ta30BOH, TaK U BOJHOM Cperiax, 4to
TIPHBOJIUT K 3aMETHOMY YBEJIMUYEHHIO HX pa3MepoB. [Toka3aHo, 4To N3MEHEHHE CMAuMBAEMOCTH 3aBUCHT OT PEKHMa 00pab0TKH 030H-KUCIIOPO/THOM
CMECBIO: B Fa30BOH Cpejie IPOUCXOAUT rHApO(hoOH3aIus IIOBEPXHOCTH; B CITydae XKUKO(a3HOI0 030HOII3A YCTAHOBJICHO YBETHUCHHE THIPO(IITE-
HOCTH [OBEPXHOCTH SIIEPHBIX UIbTpoB. IIpeuioskeH MexaHn3M IeCTPYKIMH MOJIMAITHIICHTepedTaiaTa mpy BO3/IeHCTBHI 030Ha B Ta30BOH (ase. B

ciydae )KHAKo(a3HOro 030HOMN3a JECTPYKIHS MOXKET MPOTEKaTh [0 MEXaHN3MY IIeJIOYHOT0 ruaponu3a (c. 212-222; ui. 6).

B.A.Kprwouxkos, M.B.Kproukos, H.B.BoimopxoB, SI.M.IloprHoBa, H.B.bymaunckuii, C.H.Bymanckuii
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MHOTOCJIOMHBIX YITIEPOJIHBIX HAHOTPYBOK .....oooovoiiieiiieseiisiescsesessss s 223

Ormmcan crioco0 Moy4eHus ITOJMMEPHBIX HAHOKOMIIO3UTHBIX MaTepHAIOB C HCIOIB30BAaHHEM IPaHyTHPOBAHHBIX YIIEPOAHBIX MHOTOCIION-
HBIX HaHoTpyOok (MYHT). Ha mpumepe nyxcioitaeix MYHT, BeIpalieHHBIX KaTIHTHYECKUM IIHPOJIM30M METAHa, OIMCAaHa TEXHOJIOTHS
[I0Iy4CHUS I'PaHyJl 1 HAHOKOMIIO3UTOB Ha X OCHOBE. [Ipencrasiensl pesynbTrarsl ucciiegoBanus csoiicts MYHT, rpanyn u3 Hux, a Takxe
HAaHOKOMIIO3UTOB Ha OCHOBE snokcuaHoi cmoinbl DJ]-20. IlokaszaHo, 4To Hcnonab3oBaHue rpaHynupoBaHHbix MYHT nns nonydyenus
HAHOKOMIIO3UTOB [103BOJIET 10 CPABHUTEIBHO IPOCTOM TEXHOJIOIMHU [10Jy4YaTh MaTepUaJIbl C BHICOKUMH MEXaHUYECKUMU XapaKTEePUCTH-
kamu (c. 223-229; ui. 7).

Maruumsn A.A., Xauatpsu T.T., Axuazapsau T.JI., Munacsau [T

CHUHTE3 KOMIIO3UTOB ITOJIMAHUIIMHA C ABYOKUCBIO CBHHITA .....cc.ooiiiiiiiiiieiiieetteeeesie ettt 230

HccrenoBanbl 3aKOHOMEPHOCTH OKHUCIICHUS aHHJIMHA EPCYTh()aToM aMMOHHS B KUCIIBIX BOJHBIX Cpeiax B mpucyTcTBuu PbO,. Msyueno ims-

nue PbO, Ha CKOpOCTh peakiyuu, 0COOCHHOCTH TOMKOH/ICHCAIMY aHUJTHA | MOJIEKYJIAPHYIO MacCy 00pasyrollerocs noiumepa. Briepebie
TIOJTyYEHBI JIIEKTPONPOBOHBIEC KOMITO3UTHI MOJTHAHIITHHA C JIBYOKUChIO CBUHIIA. [[0NTMKOH ICHCAIMS aHUITHHA U CHHTE3 €0 KOMIO3uTOB ¢ PbO,

COBMEILEHBI B OJHOM PEaKTOpe. MeTo/ O3BOJIAET TIOMYYUTh KOMITO3HTHI C sipoM u3 PbO, 1 0607104K0# U3 MONMAHUITIHA, @ TAKIKE PETYITHPO-

Bath cosiepkanue PbO, B komnosurax. [TokasaHo, 4T0 CKOPOCTH MOIMKOH/ICHCAIIMY aHUJIMHA PACcTET MPOTIOPIUOHATBHO KouecTBy PbO, B

PEaKLMOHHOM Cpelie, a MHAYKIUOHHBIN IepHOJI peaKLUU U MOJICKYJIIpHAs Macca IOJIMaHUINHA YMEHbIIat0TCs. ONpeiesiCHbl COCTaB U CBOMCTBA
MOJTy4YEeHHBIX MPOAYKTOB (C. 230-237; nit. 2).

Hcxomxkanosa U.B., beinenko O.A., AutiodeeBa H.B., Crousinkos 10.B.

OLEHKA BJIMSHMSA PA3JIMYHBIX BUJIOB PE3A HA KAYECTBO ITOBEPXHOCTU OBPA3IIOB

N3 INOJIMMEPHBIX KOMIIO3ULIMOHHBIX MATEPUAJIOB METO/IOM

KOJTMYECTBEHHOI'O AHAJIA3A BUIEOU3OBPAKEHMUIA ........ooovvooiveeiociesiceses s 238

[Tpn n3ydeHnn BIVSIHUSL TEXHOJIOTHU pe3a 00pa3IoB M3 MOJMMEPHBIX KOMIIO3UIIMOHHBIX Marepranos (IIKM)Ha kauecTBO MOBEPXHOCTH
00Hapy>XeHO, YTO, TOMUMO N3BECTHOT'0 BH/1a Ie(heKTOB (TPELIHHbI), Ha 00pab0TaHHO! ITOBEPXHOCTH IPHCYTCTBYIOT Ie(DEKThI B BHIE CKOJIOB,

KOTOpBIE TaKXke SBISIOTCA (pakTopamM, ONpeAesSIIONMMH KadyeCTBO ITOBEPXHOCTH IIOCIEe MeXaHHueckol oOpaborku. OnpeneneHs

KOJINYECTBEHHBIE NTapaMEeTPhl, XapaKTepPH3YIOIe 0OHaPyKEHHBIH BIJ 1e(EKTOB U PEI0KEHA METOANKA €TI0 OLICHKH.

IIpencrasnen Meroj oreHky kadectsa pesa n3 [IKM mocie o6paboTKH pe3aHHEM NPU MCHOJIB30BAHUU PAa3JIMYHBIX THUIIOB OTPE3HOTO

000pyI0BaHHsI METOJIOM ONITHYECKON MUKPOCKOIINH 1 KOJTMYECTBEHHOT'0 aHAIIN3a BUJICOM300paykKeHHH ¢ MCIIOJIB30BaHIEM ITporpaMm «lmage
Expert Sequencéds n «Image Expert Pro 3xe. 238-244; ni. 6).
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MNOJYYEHUE CUJINHUA-MOJUBAEHOBBIX KOMITO3UTOB
METOJIOM BHYTPEHHEN KPUCTAJJU3ALIMA

C.T.MuJeiixko!, HA.HoBoxarckasn’, A.M.Croaun?, II.M.ba:xun?

Unemumym @usuxu meepoozo mena PAH, Yepnozonosxa Mockoeckoii 06a., Poccus
2Hncmumym cmpyKmypHOU MakpoKunemuku u mamepuanosedenusi PAH,
Yepnoeonosxa Mockoeckoii 00a., Poccus
(IToctymuua 12.12.2014, npunsTa k nedatu 16.12.2014)

AHHOTALUA

[Toxazana mpUHIMIIHAIEHAS BO3MOKHOCTH HCIIOJIb30BAHUS METO/1a BHYTPEHHEH KpHCTalIn3alnu, pa3pado-
TAHHOI'O paHEC B KAYE€CTBC OCHOBBLI TCXHOJIOTHUU MOJTYYCHHSA OKCHU/IHBIX BOJIOKOH B MOJ'IH6)Z[CHOBOI71 marpuue, -
JJI IOJTYYCHU A CI/IJII/I]_[I/I):[-MO.HI/I6I[€HOBI)IX KOMIIO3HUTOB. I[CMOHCTpaHI/IH yKaSaHHOﬁ BO3MOXHOCTH BBIIIOJIHEHA B
CEPUH IKCTIICPUMEHTOB, B PE3YJIbTaTe KOTOPHIX MOJYUEHbI KOMIIO3UTHI C MOJIMOICHOBOY MaTpuUIlel U BOJIOKHAMU
Ha ocHoBe MO _Si. [TonyueHHble KOMIIO3UTHBIE 0OPA3IbI XapaKTePU3YIOTCS CTPYKTYPOii, THIIMYHOM JUIs BOJIOK-
HUCTBIX KOMIIO3UTOB, C HCKOTOPLIMU OTIIMYUSAMU, CBA3AHHBIMUA C 0COOEHHOCTIMH BBI6paHHOI>'I CHUCTEMBI BOJIOK-
HO-MaTpuia. KoMIoO3uThl XapakTepu3yoTcs BBICOKMMH BETHYMHAMH KPUIIOCTOMKOCTH MPH TEMIIEpaTypax Jio
1400 °C. OHu ABIAIOTCS MOJIEIBHBIMU, TOCKOJBKY BHACTOAIIEE BpeMs He 00J1aJaloT He00X0IMMOM TpeIIHO-
CTOMKOCTBIO. [TosydeHHbIE PE3yIbTaThl YKA3bIBAKOT HA IIyTU KOHCTPYUPOBAHHUSI PEAIbHBIX BBICOKOXKAPOIPOUYHBIX
KOMITO3UTOB C METAJUIMYECKONH MaTpuIlei.

Knrouegvle cnosea. KOMIO3UTHI, METO/I BHYTPEHHEH KPUCTAJUIM3AIMH, CUJIMIIMIHBIE BOJIOKHA, TYTOIUIaBKHE
MeTaJlIbl, MOJUOICH, MON3yUYecTh

PRODUCING SILICIDE/MOLYBDENUM COMPOSITES
BY USING INTERNAL CRYSTALLIZATION METHOD
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lnstitute of Solid State Physics of RAS, Chernogolovka Moscow distr., Russia
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Abstract

There is shown a possibility to use the internal crystallysation method, which was developed earlier as a base fo
crystallisation of oxide fibres in a molybdenum matrix, to produce silicide/molybdenum composites. A series of the
experiments resulted in obtaining composites with3#based fibres and molybdenum matrix. Composite specimens
obtained have microstructures typical for fibrous composites with some peculiarities arisen as a result the particular
fibre/matrix system under consideration. The composites are characterized by high creep resistance at temperatur
up to 1400C. They are to be considered as model ones since at present they do not have sufficiently high fracture
toughness properties. The results obtained show ways of designing real metal matrix composites for very high

temperature use.

Keywords composites, internal crystallization method, silicide fibres, refractory metals, molybdenum, creep

1. BBenenue

CymiecTBeHHast 4aCTh HCTOPHHU ra30TypOOCTPOSHHS — UCTOPUS Pa3pabOTKH KapOMPOYHBIX CIUIABOB Ha OCHOBE
HUKEJIs, TEMIIepPaTypa UCTIOJIb30BAHUS KOTOPBIX B KPUTUYECKH BaXKHBIX dJIEMEHTaX TypOHHBI (TIPEK/e BCETo, pa-
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Oouast joratka) onpenensier e€ Ky u 3Q(HEeKTUBHOCTh ra30TypOMHHOTO JBUTaTels B 11ejioM. CIIaBbl HA OCHOBE
HUKEJIs TPOILLTH ATAMbI 1e()OPMHUPYEMBIX, H30TPOIBIX ¥ HAMPABICHHO KPUCTAITU30BAHHBIX IMTEHHBIX CTPYKTYP,
JOWSI 10 TaK HA3bIBAEMBIX MOHOKPUCTATMUECKUX CTPYKTYP, MPH 3TOM CTa0MIBHOCTh CTPYKTYP IMOBBIIIANACH
3a CUET «THKENOT0» JETHPOBAHUS (PEHUH, PYTEHUH) C COTBETCTBYIOIIMM POCTOM IJIOTHOCTH, CKa3bIBaIlIEHCs Ha
YJIeNbHBIX XapaKTePUCTUKAX CIJIaBOB.

OueBHIHO, UTO TeMIIepaTypa Tena pabouel JomaTky TypOUHBI, BHITOJTHEHHON U3 HUKEIEBOTO CIJIaBa, B
mu npesbicuT 1100 °C, u motoMy 3ajada pa3paboTKH KapOHpPOYHBIX MaTepraioB Ha HOBBIX NPUHIUIAX YXKe
MPEICTaBISETCs aKTyaJlbHOU, U ¢ TEUCHHEM BPEMEHHHU e€ aKTyaJbHOCTh OyaeT pacTu. CiemyeT mpH 3TOM
3aMETHUTh, YTO €CJIN B Pa3pab0TKKU HUKEJEBBIX CIIABOB B CHITY CIIOKHOCTH MPOOIeMBbI OBbIITH BOBJICYECHBI €HHO-
BPEMEHHO ACCATKH J1a00paTopuil U THICSIUU CIIEUAINCTOB, TO MYJT Ta00PATOPHL, 3aHATHIX TTOMCKOM KapOIpoy-
HBIX MaTepuajoB Ha HOBBIX NMPUHIMIAX — 3a7a4a emé 0ojee CIOXKHAs - yKe BEJIHK U CO BpeMeHeM Oynaer
TOJIBKO PacTH.

VYka3aHHbIE TOUCKHU BEyTCS B HACTOSILEE BPEMsI, TIIABHBIM 00pa3oM, B IByX HaIlPBICHUSX:

1. Pa3paboTka CruiaBOB Ha OCHOBE TYTOIUIABKUX METAJIJIOB, TIPEXKJIe BCETO, - HUOOUS M MOJIUOICHA;

2. Pa3paboTka KOMITO3UTOB C KEPaMHUUECKOH MaTpUIIEH.

B nepBom HampaBlieHHH KOTOpPOE B MOCIEIHNE MPUMEPHO 25 JIeT nepekuBaeT HOBBIM BUTOK pa3BUTHUSA B
CBSI3M C yCIIEXaMU B 3alIUTE TAKOTO THUIIA CIIJIABOB OT OKUCIIEHUS], TOCTUTHYTHI PAKTUUECKH BaXKHbIE PE3yIIb-
Tarbl. OCHOBHBIE YCUJIUS B 3TOM HalpaBlIeHUH ObLIN CHOKYCHUPOBaHBI HA yAOBIETBOPCHUH B3aUMHO-TIPOTH-
BOPEUHMBBIX TPEOOBAHUI M0 )KAPO CTOMKOCTH (COMPOTUBICHHIO Fa30BOI KOPPO3UH), KPUIIOCTOHKOCTH (COTIPO-
THUBIICHUIO TIOJ3YyYECTH) U TPEUIMHO CTOHKOCTH CIUTABOB Ha 0CHOBE HMOOMs 1 Mounbaena [1]. Kommpomucc B
YIIOBJIETBOPEHUH YKa3aHHBIX TPEOOBAHMI JOCTUTHYT IyTEM BBEACHUS B CIIJIaB CHIIUIIUJIOB TyTOTUIABKUX Me-
TaJIJIOB, IPH STOM Ba)KHBIM OKa3bIBaeTCsi KOMOMHUPOBAHKE Pa3IMYHbIX CUIMINIOB [2 ]. BBenenue nocrarou-
HO 00JIBIIIOTO 00BEMA CHIIMIIHJIOB BEAET K POCTY KPUIIOCTOUKOCTH, HO CHUXKACT TPEIIMHOCTOUKOCTh. HyKHBIH
0anaHc XapaKTEePHUCTHK JOCTUTAETCSI TOHKOH TOJCTPOHKOM CTPYKTYphI, KOTOpasi TpedyeT CI0KHOTO JIETHPO-
BaHUS HUOOUS. DTH HCCIe0BaHMS TIO3BOJINIIH, B YACTHOCTH, pa3padoTaTh CIJIaB, HA OCHOBE HUOOHUS, JIETUPO-
BaHHOTO KpemHHeM, u copepxkantuit Ti, Re, Cr, Al, Hf, Ry a taxxe, mo kpaiineii Mepe, OJUH MeTaJll U3
rpynnsl W, Ta, MQ B KoTOpoM coliepKUTca MeTamnndeckas gaza — HIOOUEBBIH CIJIaB — M, 1O KpaiHei
Mepe, OJUH CHJIMIAJ] METallja cocTaBa MSSi U |V|5Si3, rne M — no kpaliHeil Mepe OJMH U3 IJIEMEHTOB
rpynmnet Nb, Hf, Ti, Mo, Ta, Wi ux kombunanuu [3].

[ToHumast BO3MOKHBIE (PU3UUECKUE OTPaHUUEHHS HHOOUS 0 MAaKCUMAaJIbHBIM Pa00YrM TeMIepaTypam, pabo-
TalONIME B ATOM HAlpaBlICHUU UCCIIEI0BATEIM CKOHLIEHTPUPOBAINCH B 3HAYNTEILHON Mepe Ha pa3paboTKax Mo-
0/IeHOBBIX cIUTaBOB. K JOCTHIKEHHIO HY)KHOTO OaslaHca CONPOTUBIICHUS TIOJI3Yy4ECTH, )KapOCTONKOCTH M HU3KO-
TEMIIEPaTYPHOH TPEIIMHOCTORKOCTH, aBTOPhI MHOTOYHMCIICHHBIX ITyOIMKAIIMH U psijia TAaTSHTOB, BCE IIE, TO-BUJIU-
MOMY, IPUOIIMKAIOTCS, UcCieays ciutaBbl cucteMbl MO-Si-B [4]. HecMmoTpst Ha onpeieNieHHbIe YCIIEXH B HAIIPaB-
JICHUH 3aIUThI OT Ta30BOI KOPPO3HMH TIOBBILICHUU KPUIIOCTOHKOCTH, MPOOIeMa TPEIIMHOCTOMKOCTH TAKOTO THIIA
CIUTaBOB TpelyeT eié cBoero pemienHus [5]. B mouckax perieHrs BO3HUKAET OObIYHAS JIJIsl BRICOKOIIPOYHBIX CILIa-
BOB, HallOJIHEHHBIX )KECTKMMHU YacTULIAMH, TPYAHOCTb: C POCTOM IPOYHOCTH (KPUITOCTONKOCTH ) TTa/IaeT TPELUTHHO-
CTOMKOCTH [6].

K sToMy HampaBieHHIO TEMAaTHYECKH MIPUMBIKAIOT OT/AEIbHBIC paOOTHI M0 CHIUIKMIAM TYTOTUIaBKUX METal-
70B. He kacasicb MHOTOUMCIIEHHBIX paboT MO CHIIMIIUAAM, [TOJTY4aeMbIM METOIaMH MOPOIIKOBON METAILTYPrHH, H
CUJTUITUIHBIM TOKPBITUSAM, 3aMETUM, UTO JIUTEPATYpHBIC JaHHBIC TIO CTPYKTYPE U MEXAaHHUYECKUM XapaKTEePUCTH-
KaM KpUCTAJUIOB CHIIMITUIOB Ha OCHOBE MOJIMO/IeHa U HHOOUs BechbMa orpanuyensl [7,8,9,10,11. Tem He meHee,
OHM JIAIOT OCHOBaHHE 0)KHU/IaTh BHICOKMX MEXaHMUYECKHUX XapaKTePUCTUK CUIIMIIM/IHBIX BOJIOKOH ITPH BBICOKUX TEM-
neparypax.

Bropoe nampasienue, 3apoausiieecs okono 30 et Hazaj [12 13], npuBeno k pa3paboTKe MPaKTUIECKU BaK-
HBIX KOMI03UTOB SiC-SiCH OKCHI-OKCHIHBIX, OCHOBAHHBIX Ha MOJHUKPUCTAIUTHYECKUX BOJOKHAX. Kakaoe u3 aTHx
CEMEICTB UMEET CBOM JOCTOMHCTBA M HEIOCTAaTKH, Haubolee BAXKHBIMU U3 KOTOPBIX SBISIOTCS, MO-BUAMMOMY,
BBICOKas TEIUIONPOBOAHOCTh MEPBBIX U BHICOKOE CONPOTUBIICHNE OKUCIEHUIO BTOPBIX, YTO M OMPEENIIeT HUILH,
MMH 3aHUMaeMble B pa3paboTKax MepCreKTHBHBIX Ta30BbIX TYpOUH.
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PazpaboTka >kaponpOYHbIX KOMIIO3UTOB C METAJUTMUECKONW MaTPUIEH MpeacTaBisieTcs MepCIeKTUBHBIM, HO
c1abo pa3BUTHIM HampaBlieHeM. MeTaluindeckass MaTpyiia MPUAaeT KOMIIO3UTY «METAIITMYECKUEe» MeXaHHuec-
KHE XapaKTepUCTUKU — 00ecreyrnBasi BHICOKYIO TPEHIMHOCTOWKOCTh, B HEKOTOPBIX CIydasx Jiaxe Ooiiee BBICO-
KYI0, HEXKEITU TPEIIMHOCTONKOCTDh UCXOAHOM MaTpHibl. D()(EKT MOBBIIICHUS TPEIIMHOCTORKOCTH OTPEIeIseTCs
«pa3Ma3bIBaHHEM IIACTUYECKH Ae(hOPMUPOBAHHOH 30HBI IIEpe]] KOHIMKOM TPEUIMHBI B PE3yJIbTaTe MHO)KECTBEHHBIX
pa3pylIeHn it XPYITKOTro BOJIOKHA C IIPOYHOCTBIO, HEOAHOPOIHO# 110 utnHe [ 6].

OCHOBHBIE PE3yIAbTATHI [TOCIIEAHETO ACCATHIICTHS B 001aCTH BEICOKOTEMIIEPATypHBIX KOMIIO3UTOB C METAJLIU-
4yecKoi Marpuiielt monyueHsl B MacTHTyTe prsuku TBepaoro tena PAH; oHr ocHOBaHBI Ha TPUMEHEHHH METOIa
BHYTpeHHel kpuctayunzanuu [14 ,15], mo3BosstomeM noiayvars A0CTYTHbIE A1 KOHCTPYKIIMOHHBIX TPUMEHEHUH
OKCHJIHBIE BOJIOKHA. [Toka3zaHO, B YaCTHOCTH, YTO apMHUPOBAHHUE OKCUIHBIMH BOJIOKHAMU MaTPHUILl HA OCHOBE HUKe-
JIEBBIX CILIABOB MO3BOJISIET MTOIYYHUTh KOMIIO3UTHI C INIOTHOCTBIO ~ 7 I/CM® M KPUIIOCTORKOCTBIO (110 KpuTepuio 1%
nedopmaruu non3iuecty 3a 100 1) qo 150 MlIla ipu 1150 °C [16,17]. Emié Oosiee BaXkHBIN B 3TOM HaIlpaBICHUU
pe3yJIbTaT MOMYYeH B UCCICAOBAHUH TOJI3YUYECTH U CONPOTUBIICHHS OKUCICHHIO KOMIIO3UTOB C MOJMOICHOBOM 1
OKCHJIHBIMH UTTPHUH-CO/ICPKAIIMMH BOJIOKHAMHE: TIOKa3aHa BO3MOXXHOCTH ()OPMUPOBAHHS 3AIUTHOHN TIIEHKH MO-
nubjaTa UTTPUSL Ha MOBEPXHOCTH KOMIIO3UTHOTO oOpasna [18], mpu 3TOM KOMITO3UT XapaKTeH3yeTcs BechbMa
BCOKOM KPHUIIOCTOMKOCTBIO BILTOTH JIO TEMIIEparyp, mo kaitueit mepe, 1300 °C.

Lenbio HaCTOSIIET0 COOOLICHUS SIBIISICTCS IPOBEPKA BO3MOKHOCTH TIOJTyUSHHSI KOMITIO3UTOB C MOJIMOICHOBOM
MaTpHLEeH ¥ CHITMIMIHBIMHA BOJIOKHAMH Iy TEM KPUCTAIUTU3AIMN CHIIUIINAA B KaHAIaX MOJIHOIEHOBOW MaTPHIIBI 110
CcXeMe BHYTpEHHEeH KpuCTaJUIM3aliM, Pa3BUTON paHee MPUMEHUTEIbHO K KpUcTaJIn3auy okcuaoB. Ha nepsom
sTarne padoT, pe3yabTaTbl KOTOPOTO MPECTABICHBI HIXKE, HCCIIEI0BAHA HAUOO0IIee CIIOKHAS TS peah3aliy napa
MaTpHlia — KPUCTAIIM3YeMOe BOJIOKHO. B KauecTBe MaTpHIIbl MCIONB3YeTCsl TEXHUUECKH YUCTHIH MOJIUO/ICH, B
KauyecTBe UCXOHOTO COCTaBa paciiaBa — JUCHIMIUA MoiIuOaeHa. HeT ocHoBaHM 05KUIaTh, YTO HCXOAHBIN pac-
IUIaB COXPAHMUT CBOW COCTaB: B pe3yibTare B3auMOACHCTBHS pacijiaBa JUCHIMIUAA C MOJIHOIECHOM MaTPHIIbI
KPHCTAJIM30BAaHHOE BOJIOKHO OY/IET COCTOSATH U3 CHIIMIIUAOB, CAABUHYTHIX M0 COCTaBy B CTOPOHY MonubaeHa. Ka-
KOBBI OyIyT COCTaB BOJIOKHA U MAaTPHIIbI, UX CTPYKTypa, KAaKOBbl BHICOKOTEMIIEPATYPHbIC MEXaHUUECKUE CBOM-
CTBa KOMITO3MTa — Ha 3TH BOIMPOCH! OTBEUAT HACTOsAIIAs 3aMETKa.

2. ITosryyeHHe KOMIO3UTOB

MeTto/1 BHYTpeHHEH KpUCTAIIN3alnu, onucanubiii panee [14,15, coctout u3 (1) moarotoBku MonubaeHO-
BOTO KapKaca, cojiepKallero HepepbIBHbIE, OJM3KUE y MMIMHIPUYECKUM, KaHaIbl HEKPYTIIOH (GOpPMBI TIoTIe-
pedHoro ceueHwus; (2) pacmiaaBicHHUs] UCXOJHON MIMXTHl MaTepHalia BOJOKHA, B MPEABIAYIIUX paboTax — OK-
CUJHOM, pacIuiaB KOTOPOH cMadynBaeT MOITHOJCH U B3UMOJEHCTBYET C HUIM B BeChbMa TOHKOH MOTPBHUYHOM
30H€; (3) MPOMUTKYU pacIyiaBOM MaTepualia BOJIOKHA MOJIMOJIEHOBOT'0 Kapkaca; (4) KpucTaJuin3aluy BOJIOKHA
B KaHajlaX MOJMOACHOBON MaTpHUIIbI TEpEMENICHIEM 3arOTOBKY B XOJIOJHYIO 30HY TEYH C 3aJaHHOW CKOpOC-
Thl0. B paccmarpuBaeMoM ciydae B3auMoJIeiiCTBHE paciuiaBa U MOJIUO/IeHa, OYEBHIHO, HE MOXKET CKOHI[CH-
TPUPOBATHCS B Y3KOU 30HE, U 3TO MOKET MPUBECTH K CYL[ECTBEHHBIM U3MEHEHUSIM COCTaBa BOJIOKHA OTHOCH-
TEJIBHO MCXOTHOU IIUXTHI U, COOTBETCTBEHHO, - COCTaB MaTpHIbL. Jpyroif 0coOEHHOCTHIO Mpolecca SIBIsICT-
Csl TIOJITOTOBKA MCXO/JHOM MIMXThI. B pamkax HacTosIei paboThl COCTaB UCXOHOM MIUXThI COOTBETCTBOBAI
JUCUITUIUY MOJINOICHA.

2.1. [looecomoska ucxo0Ho2o mamepuana 01 60JOKOH

B nacroseit pabote HCXOIHBIN MOPOLIOK AUCHITUIHAA MOITHO/IeHa ObLT MOJTY4YeH METOIOM CaMOpacipocTpa-
Hsto1Ierocst Beicokotemneparypaoro cuate3 (CBC), 0c0OOEHHOCTBIO KOTOPOTO SIBISIETCS BO3MOKHOCThH OpTaHU-
3allUM peakuy B Y3KOH 30He, IlepeMelaroneiics Mo Bceil 3aroToBKe 3a cHeT TerIonepeiaun Mocie JIOKaIbHOTO
KPaTKOBPEMEHHOTO HHUIIMMPOBAHHUS B UCXOJHOH cMecH pearenToB [19]. Meros rcnonbs30BaH B COYETaHUH C TTPO-
[[ECCOM BBICOKOTEMIIEPATypHOTO CIBUTOBOTO Je(POPMUPOBAHNUSI CHHTE3UPOBAHHOTO MaTeprana B yCJIOBUAX CBO-
6omaoro CBC-cxarust [20] U3 UCXOIHBIX AJIEMEHTOB MOJIHMOICHA U KPEMHUS C MOCIICAYIONUM MEXaHUYSCKUM
JMCIIEPTUPOBaHUEM MOPONIKA JUCHIHIIUAA MoubaeHa. Bo Bpems cBobonHoro CBC-cokaTust MaTepuan moasep-
raercsi CIBUTOBOMY Jie(pOPMUPOBAHHIO, BO3MOKHOCTh KOTOPOTO 0aszupyeTcsl Ha CIOCOOHOCTH ropsdeil Macchl
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CHUHTE3MPOBAHHOTO MPOAYKTa K Makpockonndeckomy tedeHuro. s CBC-marepuanos takas nedopmanus Mo-
JKET OCYILECTBISITHCA JIMIIb B XapaKTEpPHOM TeMIIEpaTypHOM JHana3oHe (MHTepBajie nepepadoTKU) OT TemIepa-
Typsl ropenus (1900K) no temneparyps! sxuByuectu (1750K), Bblie koTopoii Marepuai obaaiaer emie crnocoo-
HOCTBIO K TJIACTUYECKOMY Je(OpMHUPOBAHUIO, a HHXKE 3aTBEPJCBACT U TEPSET CBOM IIACTUYECKHE CBOMCTBA.
Cama crmocoOHOCTh K MaKpOCKOITMYECKOMY TEUSHHIO 3aBHCUT KaK OT YPOBHS PEOJIOTHYECKUX CBOMCTB (IIpezerna
TEKYUYeCTH, CIBUTOBOW U 00BEMHOM BSI3KOCTH), TaK U OT BIMSHUS HA HUX CTPYKTYPHBIX MPOLIECCOB (POCT U KOary-
JSIMS 3€PEH), OTBEPXKICHHS M yCIOBUH ieopMupoBanusi. Micronb3oBanue mpoliecca miacTu4eckoro aedopmu-
POBaHUs IPUBOIUT K OoJiee moaHOMY (ha3000pa30BaHUIO B MaTepHUalie, IIPU 3TOM HE HAOIIOA0TCs Helpopearu-
poBaBIIUC O6T>CMI)I HNCXOAHBIX ITOPOIIKOB.

Hcnonw3oBanu cMecu nopoikoB Mojroaena mapku MITY u kpemuust mapku KP-0. [Topoiiok kpeMHus moy-
qascsi pa3MoJIOM KPEMHUEBOTO MPOM3Bo/cTBa. CMENIeHNe MOPOIIKOB POU3BOAMIOCH B IAPOBOH MENBHUIIE B
teyenue 20 yacos.

Peaxnust ropenust B peskume CBC Mex 1y HCXOAHBIMU KOMITOHEHTAMHE TTOPOIITKa MOJIMOIeHa U KPEeMHUS C1abo-
9K30TEPMHUYHAS U TPOXOJUT IO CIEAYIOIIEH cxeme:

Mo+2Si - MoSi2 + 26 KKaJI/MOJIb

[Monmyuennsiii MaTepuai nociie ceodbonnoro CBC-cxkarus nojpepraics JajlbHEHIIEMy MEXaHHUECKOMY JHC-
MIEPTUPOBAHUIO U MPOCEUBAHUIO YEPE3 CUTA C sTUeHKaMH pazMepoM MeHee 250 MKM.

2.2. Kpucmannuzayus

B oTnuuue ot TpaguiimoHHOTO METOAa BHYTPEHHEH KPUCTAIUTH3AIINH, IPOIECC MMPOIMUTKHU PACIIIIABOM OCYIIIe-
cTBIIsLICS Oe3TurebHbIM 00pa3om. [Tocne mponuTKy 3aroToBKa MepeMenanach B XOIOJHYIO 30Hy TI€UH C 3a/1aH-
HO CKOpOCTHI0. OUEBUIHO, YTO HEKOTOPBIC OTPAHNUCHHUS HA CKOPOCTh KPUCTAITU3ALIUN ONIPENCTISIOTCS BO3ZMOXK-
HOCTBIO B3aUMOJICHCTBHS PacIuiaBa ¢ MOJIMOJCHOBOM MaTPHIICH.

3. CTpykTypa KOMIIO3UTOB

Pesynbrar HEen30€KHOTO B3aUMOJIEHCTBHIE pacilaBa, B HCXOHOM cocTosuu — MOSI, (Temneparypa masie-
Hust 2020 °C), ¢ MONTMO/ICHOBOM MaTpHIIECH 3aBUCUT OT TEMIIEPATyphbl U BPEMEHU KOHTaKTa (CKOPOCTH IepeMeliie-
HUs oOpas3na B XOJIOIHYIO 30HY) B pamkax omucbiBaeMoro sTama padoThl 3TH 3aBHCUMOCTH, 3HAHUE KOTOPBIX
onpesesuT B OyIyleM TeXHOJIOTHIO MOTYYCHHUS! KOMIIO3UTOB pacCMaTpUBAEMOTO CEMECTBa, HEe UCCIIeIOBAIIICh
JIOCTaTOYHO JIeTalbHBIM 00pa3oM. [loaToMy npuBeAEM UMb OAWH TPUMEDP TOIYYaMBIX CTPYKTYP.

TunuaHas cTpyKTypa KOMIIO3HUTa IeMOHCTpUpyeTcst oopasiom HO062 , momydeHHBIM IPH CKOPOCTH BBITSTHBA-
HUS B XOJIOIHY0 30HY meun 20 mm/mMuH. J{nrHa oOpasna 65 MM, CTpyKTypa HCCIeoBallach B IByX CEUCHHAX —
BEpPXHEM (Ha pacCTOSHUU 15 MM OT TOpIla) M HUKHEM (Ha pacCTOSHUM 15 MM OT HIbKHero Topia). COOTBETCTBY-
tome COM-mukpodororpadun mokasansl Ha Puc. 1 Ha Puc. 2, KOTOpbIe COMPOBOXAAIOTCS PE3yJIbTaTaMHi MUK-
poaHanu3a B psjie TOUEK BOJIOKHA U MATPHIIBI.

OTH pe3ysIbTaThl MO3BOJISIOT CIENaTh CIENyIOIINe BbIBOJIbI:

1. Ilpu nponuTKe ¥ KPUCTAIIM3AINU PACILIaBa ¢ HCXOIHBIM cocTaBoM MOSI, B kaHaiax MOIMOIEHOBOM Mat-
PHIIBI UIMEET MECTO, KaK U 0’KHJIAI0Ch, THTEHCHBHOE B3aMMO/ICHCTBUE pacijiaBa ¢ MOJIHOIEHOM.

2. ITo rpanuiam 3épeH B MOJIMO/IcHE B3auMOoIeicTBUE UAET 0OJiee MHTEHCUBHO, HEXeNH 110 3epHy. [IpuunHa
IIPEACTABIISAECTCS OYEBUHOM.

3. CtpykTypa BOJIOKHA BBHIIIIAJIET MOJI0OCYATOM, ofiHa monoca cojaepxut Mo,Si, npyras Taxike copepikamias
3TOT CUIMIH] 00OoTaleHa MOIUOICHOM.

4. Marpuua oboraimieHa KpeMHHEM, TIPU STOM COAEPKaHNe KPEMHUS B MOJIMO/IeHEe OJIM3KO0 K €T0 COIEPIKAHUIO
B COBPEMEHHBIX cIUIaBax cucrembl MO-Si-B [4,5].

PeHTreHOCTpYKTYpHBIiT aHaIM3?! OBEPXHOCTH CPEIHEr0 ceueHH 00pasiia, BKIIIOYAIONIET0 KaK BOJIOKHO, TaK
W MaTpHily, C LeNbI0 onpeseleHus (a3oBoro cocTaBa KOMIO3HUTa YKa3blBaeT Ha HalMUUe CIIaBa MONUOICHA U
cununuaa cocrapa Mo Si (Puc. 3).
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SEM HV: 20.00 kV Vac: HiVac VEGA\\ TESCAN SEM HV: 20.00 kV Vac: HiVac
SEM MAG: 2.00 kx Det: BSE Detector 50 um -l SEM MAG: 3.33 kx Det: BSE Detector + SE Detector
Martpuna BonokHo
Touka Ha 3 2 4 5 6 7 8 9
MuKp ot ororpadun
Mo a1% 5.48 23.02 | 22.07 | 22.15 | 22.82 | 22.17 | 23.16 | 22.86
Si a1t% 94.52 76.98 | 7723 | 7785 | 77.18 | 77.83 | 76.84 | 77.14
Mo:Si 17.25 334 | 3.50 | 3.51 338 | 351 3.32 | 3.37

Puc. 1. Tunuunan cmpykmypa Komno3uma 6 6epxuem ceuenuu oopasya. B maonuye ykazan xum. cocmae mampuysl u
6010KHA 6 MOUKax, ommeyennslx Ha CIM-wuxkpogpomozpaghusax

A typical microstructure of the composite in the upper section of a specimen. Chemical compositions of the matrix and fibre
in the points marked on the SEM micrographs are given in the table

4. MexaHn4yecKHue CBOHCTBA (KPUMOCTONKOCTD)

OueBUIHO, YTO MOJTyYSHHBIE CTPYKTYPHI JAJIEKH OT ONITUMAIBHBIX, 00ECTICUYMBAIONINX HY KHBIN OallaHC KPHUIIO-
CTOMKOCTH M TPEIIMHOCTOMKOCTH. OUeBUIHO TaKKe, YTO Pa3BUTHE OMMUCAHHOTO MOAX0/a K OCTPOSHUIO KOMIIO-
3UTHBIX CTYKTYP MOKET IPUBECTH K pa3padOTKe MPaKTHYECKH BAXKHBIX CIUIaBOB. [l03TOMY B paMKax HacTosIel
paboThl OBUIM ONpEeNeHBI JIUIIbL CBOMCTBAa BHICOKOTEMIIEPATYPHOU MOJI3yY4eCTH — OCHOBHOM XapaKTEPHCTUKU
KapOIPOYHOTO MaTepraa.

4.1. Texnuxa ucnveimaHnuti Ha NOJA3YYECHb

[IpenBaputenbHas OLEHKA KPUITOCTOMKOCTH pa3pabarbiBaeMbIX KOMIIO3UTOB JIOJKHA MTPOBOIUTHCS MPOCTHIMU
YCKOPEHHBIMU METOJIAMHU HCIIBITAHU, KOTOPBIE COMTPOBOKIAIOTCS JIOJDKHOM HHTEpIpeTalyeii pe3yasrartoB. Bes Tex-
HHKa TAKOTO POJia UCTILITaHUI U CIIOCOOBI HHTEPIIPETANH U3JI0KEHbI B [22 ,23]. 31ech OTMETHM JIMIIIb, YTO MPOCTO-
Ta UCTIBITAaHUH OMPEJETISIeTCS TEM, YTO 00pa3Iibl CTIBITHIBAIOTCS HAa U3THO, B HACTOSIIIEH paboTe — M3rub C nepepe-
3pIBatolIei cuiioi (3-royedHsiid u3rud). B mpeanonokeHny HASHTHYHOCTH XapaKTEPUCTUK MOI3YUECTH IIPU PaACTs-
JKEHUHU M CKATUH (3aBUCUMOCTH CKOPOCTH TIOJI3YHYECTH OT HANPSKSHUsI allIPOKCUMHPYETCS CTEIIEHHOW (YHKINEH)
pelaercs 3aj1a4a, oOpaTHas 3aj1a4e 00 ONpe/IeJICHIUH CKOPOCTH MPOTrnda M3rudaeMoro CTePIKHS C 1ISITbI0 Onpeielie-
HUS XapaKTePUCTHK MOJI3YYECTH MaTeprana Npy pacTsokeHUH. CyIeCTBEHHBIM SIBIISICTCS] HCTIBITAHUE TIPH CTYIICH-
4aTO U3MEHSIFOLIEICS Harpy3Ke — 3TO 1a€T HEMEIJIEHHO BEJIMYMHY IT0KA3aTEIsl CTENEHHU N B YIIOMSHYTON CTEIIEHHON
anmpOKCUMAIMH OTIPEEIISIONIET0 COOTHOIICHHUS ¥ 3aT€M — BTOPYIO (CHIIOBYIO) KOHCTAHTY B 9TOH alllPOKCHMAIIUH.
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HV: 20. :Hivac © VEGANTESSEMHV: 2000k Vac: Hivac VEGA\ TES
SEMMAG:290kx  Det: BSE Detector 20 um SEMMAG: 233kx  Det: BSE Detector 20 um
BosiokHo
Touka Ha MuKpodoTorpad uu 2 3 4 7 9 12 13 14
Mo ar% 21.9 227 22.3 22.3 23.6 224 22.6 23.28
Si a1% 78.12 77.28 77.72 77.7 | 76.44 | 77.62 | 77.42 | 76.72
Mo:Si 3.6 3.4 35 3.5 3.2 3.5 3.4 3.3
BosiokHO
Touka Ha MukpodoTorpad uu 15 16 17 18 20 21 22 24
Mo ar% 22.04 22.14 2238 | 2245 | 2288 |23.09 | 22.97 | 23.16
Si a1% 77.96 77.86 7762 | 7755 | 77.12 | 76.91 | 77.03 | 76.84
Mo:Si 35 3.5 35 34 34 3.3 3.3 3.3
Marpuua
Touka Ha MuKpO poTor pad u 1 5 6 11 19 23
Mo at% 5.92 6.49 6.46 6.32 6.04 6.33
Si at% 94.08 93.51 93.54 93.68 9396 | 93.67
Mo:Si 15.9 144 14.5 148 15.6 14.81

Puc. 2. Tunuunan cmpykmypa KOMno3uma 6 eepxHem ceuenuu oopaszya. B maonuye yxazan xum. cocmae mampuyul u
60J10KHA 6 MOYKax, ommedeHHblx Ha CIM-mukpogomozpagpunx

A typical microstructure of the composite in the upper section of a specimen. Chemical compositions of the matrix and fibre
in the points marked on the SEM micrographs are given in the table

Crnenyromuii mar — orjeHKa BeJIMYUHBI N pacyeTHBIM ITYyTEM C MCIOJIb30BaHUEM XapaKTEPUCTHK MOJI3YYEeCTH
MaTpHIIbl ¥ MPOYHOCTH BOJIOKHA. DTOT IIAT B HACTOSIIEH paboTe HEeMPUMEHUM, MTOCKOIBKY HEOOXOANMBIE XapakK-
TEPUCTHKH KOMIIOHEHTOB KOMIIO3HUTa HE omnpesenieHbl. OHaKo Moay4YeHHas B [22] 3aBUCUMOCTB MOKa3aTes CTe-
neHu N oT 00bEMHOTO CoAepKaHHs BOJIOKHA, Oy/IET 3/1eCh HCIIOIBb30BaHa ISl KaueCTBEHHON KOPPEKTHPOBKH AaH-
HBIX T10 TTOJI3y4ECTH KOMITIO3UTHBIX 00pa3IoB.

4.2. Pezynomamul UCnblmaHuii Ha NOJ3y4echb

HcnbiTanus Ha oN3y4ecTb MPOBOAUINCH MPpH ABYX Temneparypax — 1300 u 1410 °C. Tunuynas Kpusas 1nonzy-
yectH rpu Temreparype 1410 °C npusenena Ha Puc. 4. OHa mMo3BoISIET ONPEEIUTH [0 OTHOLUICHUIO HAIPY30K U
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Puc. 3. Penmeenosckuil cnekmp, cHAmulil co cpednezo ceuenusn oopasya HO071. Cm. uzoopasricenue ¢ yeeme Ha 0o-
J0JHCKe JcypHana
X-ray spectrum obtained from the middle section of specimen H0071. See a colour image on the cover page of the journal

CKOpOCTEH, BEJINYMHY MOKa3aTelsl CTENeHN N B CTETIEHHOM 3aKOHE MOJI3y4YeCTH, OH OKa3bIBAaeTCs paBHBIM ~ 5. B
JKCIIepUMEHTax Habmoaatack u 3aryxaromas nomydects (Puc. 5), mpoTekaromias B ycIOBUSX pelakcaliy Ha-
OpsDKCHUS B TION3YIIEH MaTpulle, IPU 3TOM BOJIOKHO AedopMUpyeTcst ynpyro, 6e3 pa3pyuieHnil. XapakTepHast
MOBEPXHOCTH pa3pylIeHUs NpeacTaBieHa Ha Puc. 6.

Pazmepbl Bcex 00pa3iioB M BEUMHBI CKOPOCTH YCTaHOBHUBILETOCS Tporuda anel B Tadmn. 1. OTu gaHHbIE MOTYT
OBITh UCIIOJIB30BAHBI JJIsl HHTEPIPETAIMU TIOBEICHUS KOMIIO3UTOB B YCJIOBHSIX MOJI3y4ecTH. B HacTosmei pabote
UHTEepIpeTaIys MPOBOIUIIACK 10 paHee MPEITI0KEHHOM CXeMe, OCHOBAaHHOW Ha PElIeHHH 3a/1a4i 00 N3rnde CTepIKHS,
BBITIOJIHEHHOTO M3 MaTepuara, IoABEp>KEHHOTO NoyzyuecTH [21], u pacd€THOM OlIeHKe BETMUMHBI [TOKA3aTEIsI CTeTe-
HU B N B CTEIIEHHOM 3aKOHE 1moJi3y4ecT [22]. O1eHKa BETMYUH CONPOTUBIICHHS MTOJI3YyYEeCTH JUIs Temreparypbl 1410
°C nosydeHa ¢ BRIOpaHHON Ha OCHOBaHUU OMbITa ¢ o0pasiom HO069 (cMm. Tabu. 2) BenuuuHoM N= 5, 17151 TEMITEpa-
Typbl 1300 °C — BeiOpana BenmunHa N= 10. [Tomy4eHHbIE JaHHBIE 10 KPUITOCTOUKOCTH (COMPOTHUBIICHHE TTOJI3YYeCTH
- HanpsbKeHue, BbI3biBatoniee 1% nedopmarmu nonsydectu 3a 100 4.) cenensl B Tadm. 2.

Hunst remniepatypbl 1410 °C oHu mpecTaBiIeHbl B 3aBUCUMOCTH OT 00BEMHOTO COJIepKaHMsl BOJIOKHA Ha Puc.
7. BayxHO 3aMETHUTD, YTO BEJIMYMHA N = 5 3KCIIEPUMEHTAIBHO OINpe/IeieHa JIIsl KOMITO3UTa ¢ 00BEMHBIM coJlepKa-
nueM ~0.2. 3aBucumocts N(V,) TakoBa, YTO BEJIMYMHA N PACTET IPAKTUYECKU JIMHEHHO ¢ 00BEMHBIM COJIEPKAHH-
€M BOJIOKHA [22], H09TOMY CIIEJlyeT CUMTATh, YTO OLEHKH BEJIMYMHBI CONPOTUBIIEHHs Mon3ydecTu mpu V, > 0.2
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Puc. 5. Kpueas samyxaiouieit nonzyuecmu
A creep curve with a plateu
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Puc. 6. @Dpazmenm nosepxnocmu pazpyuienus oopazua H0068
A fragment of the fracture surface of specimen H0068

) 355%

| 679 um

10068

Tabauna 1

HcxonHble IKCIEPUMEHTAJbHbIE JaHHbIE UCTILITAHUN HA MOJ3y4YecTh MPU U3rHOE
Pa3mepnl 006pasia
Howmep Paccrosnue T u CkopocTb
obpasia BricoTa [Mupuna MEXIY emriepatypa arpysra nporuba
oo pamMu

MM MM MM °C KIC MM/4
H0067 3.5 3.5 46 1410 15 12.3
H0068 3.5 3.5 46 1410 15 0.089
H0069 5.25 545 51 1410 36 0.108
H0069 5.25 545 51 1410 33 0.070
H0070 3.6 355 46 1410 15 0.443
H0071 3.9 3.84 36 1300 13 3aryxaer
H0073 3.6 355 35 1410 13 0.313
H0074 3.58 3.56 42 1300 13 0.084
HO0075 3.64 3.66 36 1300 13 0.021
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HO0077 3.55 3.5 36 1300 13 0.020
HO0081 35 3.5 35 1300 13 0.104
HO0194 34 328 47 1300 10 0.051
HO0197 34 336 36 1410 10 0.033
HO0198 34 325 47 1410 10 0.033
HO0199 34 332 36 1300 10 0.043
H0200 34 342 36 1300 10 0.045
HO0202 34 3.15 36 1410 10 0.888
HO0206 4 4.04 47 1410 8 0.171

Tabnuia 2
OreHKa CONPOTHUBRIICHUS MOI3YUYeCTH (HANpshKeHUe, Bbi3biBatomiee 1% aedopmaruu noasydectu 3a 100 )
JUTSI UCTIBITAHHBIX 00pa3IioB

O6nEmHoC Temmnepatypa CompoTuB ieHue
Howmep obpasua cozlepKaHue : n
HNCIIBITAHUU H0ﬂ3yquTH
BOJIOKHA
°C MIla
0068 0.35 1410 5 9
H0067 0.15 1410 5 35
T10069 02 1410 1,94 %6
0070 0.1 1210 5 36
H0071 0.35 1300 3aryxaromas
IO3Yy4ecTh
10073 0.15 1210 5 40
H0075 0.25 1300 10 76
10074 0.2 1300 10 85
H0077 0.25 1300 10 59
H008 1 0.2 1300 10 7
H0194 024 1300 10 9
H0198 03 1410 5 91
H0197 02 1210 5 0
H0199 0.3 1300 10 9
F0200 1300 10 67
P0206 0.05 1410 6 32

3aHmKeHbl, Ipy V, < 0.2 — 3aBbleHbl. DTO yKa3hIBAETCA CTpeNKaMu Ha Puc. 7 v mpuOmKaeT 3aBUCUMOCTD K
JMHEHHOH BILIOTH 10 CPABHUTENBHO OONBIINX 00BEMHBIX COJIEp)KaHUI BOJIOKHA, YTO XapaKTEPHO Il KOMIIO3UTOB
C MPOYHOM CBA3BIO MEXAY BOJIOKHOM M Marpuliedl. PaccmarpuBaemMble KOMIO3UTHI OTHOCSITCS K YKa3aHHOMY
KJIaccy.

Pa30poc BennunH conpotusieHus nonzydectu npu remneparype 1300 °C okasbiBaetcst cToib Oombirim (Taour.
2), 9T0 BOOOIIE XapaKTEPHO AJIsl CBOWCTB MOJI3YYECTH, YTO MPEACTABICHUE 3TUX JJaHHBIX B BUIE rpaduKa JIUIICHO
cmbIcia. CyIiecTBeHHO IPU 3TOM 3aMETUTh, - YTO TOBbIIIIEHHE TeMiepaTypsl ucnsitanuii ot 1300 no 1410 °C ve
MPUBOJMT K 3aMETHOMY CHIDKCHHUIO COMPOTUBIICHHSI OJI3Y4ECTH. DTO COOTBETCTBYET THIIOTE3€ O claboii 3aBUCH-
MOCTH HPOYHOCTH BOJIOKHA, OCHOBAaHHOT0 Ha cunuuuae Mo,Si ot Temneparypbl B 5TOM HHTEpBaJe.

5. BoiBOABI

1. ITokazana mpUHIUIHATBHAS BO3MOKHOCTH UCTIOIB30BAHUS METOIa BHYTPEHHEH KPUCTAIA3AINH JIJIs [TOJTY-
YCHHSI KOMIIO3UTOB C MOJUOICHOBOM MAaTPHIICH U CUITHIIU/THBIMU BOJIOKHAMH
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Puc. 7. Conpomusnenue nonsyuecmu komnosuma Mo Si-Mo 6 3asucumocmu om 00vEmnozo cooepoicanus 6onokna. Tem-
nepamypa ucnvimanuu 1410 °C
Creep resistance at 1410 °C of Mo Si-Mo composites versus fibre volume fraction

2. TTony4ueHHbIe KOMIIO3UTHBIE 00PA3IIbl XapaKTEPU3yIOTCS CTPYKTYPOM, THITMIHOM JT BOJIOKHHCTBIX KOMITO-
3WTOB C HEKOTOPBIMH OTIIMYHUSIMH, CBA3aHHBIMU C 0COOCHHOCTSIMH BBIOPAHHOM CUCTEMBI BOJIOKHO-MATPHIIA.

3. CHHIHI-MOTHOIEHOBBIE KOMITO3UTHI XapaKTEPU3YIOTCS BBICOKMMH BETHUHHAMH KPUTIOCTONKOCTH IIPH TEM-
neparypax o 1400°C.

4. OncaHHbBIC KOMITO3UTHI SIBJISTFOTCS. MOJICIIBHBIMHE, TI0CKOJIBKY HE 00J1a/I1at0T HEOOXOIMMOM TPEIMHOCTONRKO-
cThio. [TomydeHHbIe B UX MCCIEAOBAHNN PE3yIbTaThl YKA3bIBAIOT HA MyTH KOHCTPYHPOBAHUS PEaTbHBIX BBICOKO-
JKAPOTMIPOIHBIX KOMITO3UTOB.

*kk

Paboma evinonnena npu noooepocke Poccutickoeo ¢onoa ¢pyHoamenmanvuwvix ucciedosanutl (npo-
exm 14-08-01254. Axmusmnyro nomowv 6 pabome oxazviearu u oxazviearom A A Muyxesuu, B A Yymu-
uyée, H A Ilpoxonenko, K B Ban, O @ Illaxnesuu u U B Hoguxos — asmopam npusmuo Gblpa3ums UM
UCKPEHHIOW O1a200apHOCb.
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MNOJYYEHUE HUTEBUJIHBIX KPUCTAJIJIOB KAPBUJIA KPEMHUSA
C IPUMEHEHUEM 30JIb-T'EJIb METOJA B OBbEME SiC-KEPAMUKHU

(moctynuna B penakuuio 24.09.2014, nepepaboranubiii Bapuant —26.11.2014, npunsita B nedats —27.11.2014)

B.I.CeBactbsanoBl, E.Il.Cumonenko’? H.II.Cumonenxol, /I.B.I'pamenkon?®,
C.Cr1.Coanuen’, I.B.EpmakoBa®, I.M.Ilpokonuyenko®, E.H.Ka6ao0s3, H.T.Ky3neuon!

YWUnemumym obweit u neopeanuuecxou xumuu um. H.C. Kypnaxosa PAH, Mockea
2Mockosckutl 20Cy0apcmeentblll YHUGEePCUMem MOHKUX XUMUYECKUX MeXHOI02Ull
um. M.B. Jlomonocosa, Mocksa
3@I'VII Beepoccuiickuii uncmumym asuayuonnvix mamepuanos I'HL] P®, Mockea

[NokazaHa TEPCHIEKTUBHOCTh MPUMEHEHUSI THOPHUIHOW METOJMKH CHHTE3a HAaHOKPHCTAJUIMYSCKOrO KapOua
KPEMHUS Ha OCHOBE 30JIb-T€JIb ITPOIIecca FUAPOIN3a TETPAITOKCUCHUIIAHA B TPUCYTCTBUU MOJIMMEPHOTO HCTOYHHUKA
yriepojia ¢ 00pa3oBaHUEM Ielisl, CTYIIEHYATON CYIIKH, KApOOHU3AIUU CUCTEMBI ITPH YMEPEHHBIX TeMIIeparypax (c
(hopMHUpPOBAaHMEM BBICOKOIUCIIEPCHON XMMUYECKU aKTUBHON, MAKCHMaJIbHO OJTHOPOIHO PACIIPE/ICIICHHOM CUCTE-
MBI «S10, — C»), ¢ moceny oM KapOoTepMIUUECKIM CHHTE30M IS CO3[aHusl yIPOUYHSIONICH MaTpHUIlbl B 00be-
Me KePaMHYECKOro KapOUIOKPEMHHEBOIO MarepHalia.

Knirouesvle cnosa: xapOuj KpeMHUsI, KEPaMUKa, KOMIIO3UT, 30J1b-T'eJib, KAPOOTEPMUUECKUI CHHTE3

SYNTHESIS OF SiC-WHISKERS VIA SOL-GEL TECHNIQUE
IN THE BULK OF SiC-CERAMIC

V.G.SevastyanovV, E.P.Simonenkd? N.P.Simonenkd, D.V.GrashchenkoV, S.St.Solntsey
G.V.Ermakova3 G.M.Prokopchenkd, N.T.Kuznetsov

IKurnakov Institute of General and Inorganic Chemistry of the Russian Academia of Sciences,
2Lomonosov Moscow University of Fine Chemical Technology,
SFederal State Unitary Enterprise All-Russian Scientific Research Institute of Aviation Materials State
Research Center of the Russian Federation

Good prospects of the application of the hybrid method for synthesis of nanocrystalline silicon carbide were
demonstrated. The method consists of the following steps: sol-gel hydrolysis of tetraethoxysilane in the presence o
polymeric source of carbon to form gel; multistage drying; carbonization of the system at moderate temperatures
with the formation of superfine, reactive and uniformly distributed «SiO» mixture; carbothermal synthesis for
creation of the reinforcing matrix in the bulk of SiC ceramic material.

Keywords SiC, silicon carbide, ceramic, composite, sol-gel, carbothermal synthesis

1. Beexenue

B HacTosiee Bpemst aBHaliiOHHAast MPOMBIIIUIEHHOCTh OCTAETCsl OTHUM M3 Haubolee BHICOKOTEXHOJIOTUIHBIX
CEKTOPOB SKOHOMHUKH MOTPEOISIONINX HayKOEMKYIO IPOAYKLHI0. [IpeoioneHne TeXHOIOTnIeCKOr0 OTCTaBaHHS OT
Pa3BUTBIX CTPAH, CMEILEHUE AKL[EHTA B IPUMEHEHU U KOHCTPYKIIMOHHBIX MATEPUAJIOB OT METAININYECKUX K HEME-
TAIJTMYECKUM, CO3/IaHIE HOBBIX 00Pa3lloB COBPEMEHHOHN TEXHUKH, TIPEKIE BCETO aBUAIMOHHOM, TECHO CBSI3aHO C
pasBUTHEM MaTepHajoBeICHUsI, pa3paOOTKON HOBBIX KOHCTPYKIIMOHHBIX MaTe€pHUajoB U MOKPBITHH, CIOCOOHBIX
MPUMEHSTHCS B 00JIee )KECTKHX YCIOBUIX — IIPH MOBBIIICHHBIX TEMIIEPATypax U MEXaHWYEeCKUX Harpy3kax. [lomy-
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YeHHe BBICOKOTEMIIEPATYpHBIX KepaMHUUECKHUX MaTepHalloB — BaXKHas 3ajlaya COBPEMEHHOTO MaTepHasoBee-
Hist. O07IaCThIO IPUMEHEHHS STHX MaTepPHAaIIOB SBISIOTCS TIEPCIIEKTUBHBIE H3/ISNTUS aBHAIMOHHON 1 KOCMUYeCKOH
TEXHUKH, a TAK)KE MAIMHOCTPOCHUE, DHEPTeTHKA, HeTsIHASL M Ta30Basi POMBIIILUICHHOCTb.

HckimounTenbHO epCIeKTUBHBI KepaMUYecKre KOMITO3UIIMOHHBIE Matepualibl. B HacTodiee BpeMs Bo3pac-
TaeT MHTEPEC K HOBBIM YHEProcOeperarouM crocodam moyueHns: BBICOKOTEMIIEPATYPHBIX MaTepUaIOB, TAKUM
KaK 30JIb-TeJIb TEXHOJOTHUS, KOTOpasi MO3BOJSET MONYYUTh MaTepHaibl BHICOKOM YMCTOTHI, JAeT BO3MOKHOCTD
TIOJTYYEHHUs TOPOIIKOB CBEPXBBICOKOM AMCIIEPCHOCTH U MO3BOJISIET PETYIMPOBATh MUKPOCTPYKTYPY MarepHaioB Ha
HauanpHOU cTaauu mpouecca [1-6].

AKTUBHO MPOBOJISLIMECS UCCIIEAOBAHHS CIIEHU(PHUECKIX CBONCTB HAHOPA3MEPHBIX YaCTHII OKA3aJIH, YTO X
BBEJICHHE Ja)Ke B HE3HAUNTEJIbHBIX KOJIMYECTBAX B COCTAB KOHCTPYKIIMOHHBIX MaT€pPHUaJIOB MO3BOJISET YIAYUIINTh
TPEUIMHOCTOMKOCTh, YTO OCOOCHHO BAYKHO IS KEPAMUYECKHX BBICOKOTEMIIEPATYPHBIX MaTeprUajIoB, MOIUPHIIU-
pOBaTh MpoYMe MPAaKTHUECKN 3HAYMMBbIC XapakTepucTHKU. OTHIUM U3 HanOoJee MepCreKTHBHBIX METOAOB 3aI1oJl-
HEHHUSI MUKPOTIOP SIBJISETCS 30J1b-Tellb CHHTE3 BHICOKOMCIIEPCHBIX BEIIECTB C IPUBIICYCHNEM Hanbosiee neperex-
TUBHBIX NpeKypcopoB. K mpenmMyiecTBam TaHHOIO METOa CIIeTyeT OTHECTH BO3MOKHOCTD MOJTYUYEHHS MTPOIYK-
TOB MOBBIIIEHHON XMMUYECKON YHCTOTHI, OCAKACHUS MPOIYKTOB Ha TIOBEPXHOCTH CIOKHOU ()OPMBI (B TOM YHCIIe
B ITOpax KOMIMO3UIIMOHHBIX MAaTEPHasIoB), IEPCHEKTHUBBI BapbHUPOBAHMSI XapaKTEPUCTUK CHHTE3UPYEMOM BBICOKO-
JHcTiepcHO (a3bl B 3aBUCUMOCTH OT MapaMeTPOB MpoIlecca — CBOMCTB MPEKypCOPOB (THAPOINTHYECKON aKTHB-
HOCTH, TEPMOCTaOMIILHOCTH), TEMIIEPATyp B PEaKIMAX IHIPOJIU3a U MOIMKOHICCAIlH, YCIOBUH CYIIKH, anmapa-
TYpHBIX 0coOeHHOCTEH U 1p. [7-14].

BBeznenue HaHopazMepHOTO KapOuaa KPEMHHUS B COCTaB TIOPUCTON KEPAMUKH TIO3BOJISIET PEIINTh P 3aad,
Ha4YMHAs OT CO3JaHMs IPaMEHTa 10 COCTaBy MaTepHala 1 3aKaHYMBasi [IeJICHANpaBIeHHON KOHBepcHel n30bITOY-
HOTO yIIiepo/ia, KOTOPBIN MPH MOJTy4YeHHH KOMITO3UIIMOHHBIX MaTepraioB Ha 6aze SiC MeToqoM peakIMOHHOTO
CIICKaHMsI 3a4acTyI0 MPUCYTCTBYET B oOpasuax [15].

KapOum kpeMHUS SIBISIETCS OJJHUM M3 KJIIOUYEBBIX COSINHEHNH, NCIIONB3YyEeMBbIX JUISL CO3/IaHMsI KOHCTPYKIIMOH-
HBIX KEPAMHUYECKUX ¥ KOMITO3UIIMOHHBIX MAaTePUANIOB ISl BRICOKOTEMITEpaTypHoro npumeHeHus [ 16-19], Gmaroxa-
PSl YHUKaJIBbHOMY COUETAaHHIO TAKUX XapaKTePUCTHUK KaK HHU3Kas IMJIOTHOCTb, BBICOKAs TEMIIEpaTypa pas3iioKeHus,
oTcyTcTBHE (ha30BBIX TIEPEXOJIOB B IIUPOKOM HHTEPBAJIE TEMIIEPATYP, XOPOLINE MEXaHUYECKHE CBOMCTBA, OTCYT-
CTBHE B3aMMO/ICHCTBHS CO MHOTHMH arpeCCUBHBIMU CpeJlaMi, HanOOJbINas CPeH TYTOTIaBKUX KapOHUI0B OKHKC-
JUTENbHas CTOMKOCTh. ETo monydyeHne B BBICOKOAMCIIEPCHOM COCTOSIHMM CYIIECTBEHHO PACIHIMPSAET TEXHOJIOTH-
YeCcKHe BO3MOKHOCTH MCIIOJIb30BAaHUS, HAUMHASA CO CHUYKEHMSI SHEPreTHUECKHX 3aTpaT MpH MOJyUYeHHH KepamHu-
YEeCKHUX M3JICIMI Ha ero OCHOBE ITPH MEHBIIUX TeMIlepaTypax, Oonee 3(h()eKTUBHBIM MPUMEHEHHEM IIITMKEPHON
TEXHOJIOTHH U 3aBepIliasi CO3AaHNEM MPHUHIIUIHAIBLHO HOBBIX MPOIIECCOB MOTy4YeHUs MaTepranos [20-24].

CunTe3 HaHokpucTamnueckoro SiC ¢ MpUMEHEHHEM TTOIX0/0B 30J1b-T'eIb TEXHOJIOTHHU JIJIsl CHHTE3a BBICOKO-
JCIIEpCHON cTapToBOM cucTeMbl «Si0, — C» sBIsieTCsl Ype3BBIYaiHO MEPCHEKTHBHBIM U aKTHBHO Pa3BHUBAIO-
muMcs HanpasieHreM. CyIiecTBYIOT pa3nyHbIe HallpaBlIeHUs, KOTOpPbIE OTIIMYAIOTCS JPYT OT JIpyra JOBOJIBHO
CYIIECTBEHHO, B TIEPBYIO O4Yepeib, TUIIOM CTapTOBBIX peareHToB. Tak, B KauecTBe MCTOYHUKOB yIJIepoJa MOTYT
OBITH U AucCTIepCcHBIE (GOpMBI yIiepoaa:

- CaXH,

- YIJIEpOIHbIE HAHOTPYOKH — OJTHOCIIOMHBIE 1 MHOTOCJIOMHEIE,

- KOJUTOUIHBIE CHCTEMBI «IUCIIEPCHOHHAS Cpesia — HaHOTpapuT,

- HaHOpa3MepHbIE aJaMas3bl, U T.II.

Hcrounnkamu ke KpeMHUS B pa3IMUHBIX METOJMKAX SBIISIFOTCS CHIIMKA30JIM U aJIKOKCUABI KPEMHUS, [NITaBHBIM
00pa3oM, TeTPadTOKCUCHIIAH.

OTnenbHO BBIAENSAIOTCS METOJIbI, B KOTOPHIX B Ka4eCTBE MCTOYHMKA YIVIepoJa MpeasiaraeTcsi MpuMeHsTh 1o-
JMMEpPHBIE COEANHEHHUS, IPEKAe Bcero (eHon(popMabaeruIHbIe CMOIBL.

OnHUM U3 MEPCHEeKTUBHBIX METO0B TomydeHust SiC siBhsieTcss THOPUIHBIA METOJ, BKIIOYAIONINN 30Jb-Tellb
CHHTE3 BBICOKO/IMCIIEPCHON XUMHUECKU aKTUBHOM, MAaKCUMAJIbHO OJTHOPOIHON CTapTOBOU cUCTeMBI «S10,-Ch» my-
TEM KOHTPOJIMPYEMOTO THAPOJIN3a TETPAITOKCUCHIIAHA B MPHCYTCTBUU MOJIMMEPHOTO UCTOYHHKA yrepona ((he-
HosdopmansaerugHoi cmoinsl JIBC-1) u nocnenyromiee kapOoTepMUUECKOE BOCCTAHOBICHHE MTPH YMEPEHHBIX
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temmneparypax (Hiwke 1500-1600 °C), KOTOpbIi MPUMEHSIICS aBTOPCKUM KOJJIEKTUBOM TIPH TTOJTyUYEHHH CBEPXTY-
roriaBkux kapoumos [9-11,25-30].

OnHMM U3 HEMAJIOBAYKHBIX MPEUMYIIECTB JAHHOTO METO/A SBJISETCS BOZMOXHOCTh TOIY4YEHHUsT BBICOKOANC-
MEePHBIX YACTHII IIEJIEBBIX MTPOIYKTOB KaK B BUJI€ HAHOKPUCTAIIIMYECKOTO IMOPOIIIKA, TAK U B BU/I€ TOHKUX IJIEHOK,
a TaKk)Ke B KaYeCTBE BHICOKOJIUCTIEPHBIX MAaTPUIl HETIOCPEICTBEHHO B 00bEMe KOMITO3UTa, MOCKOJIBKY reneobpaso-
BaHHUE B pe3yJIbTaTe THPOJIN3A IPOUCXOUT B TEUEHHE HEKOTOPOTO BPEMEHH, MTO3BOJISIOIIET0 MPOBOAUTD MPOIIUT-
Ky MOPHUCTBIX MaTEPHAJIOB.

Lenbio HacTOsAIEH pabOTHI SIBIISICTCS UCCIIEIOBAHUE BIHMSIHUS COCTaBa CTAPTOBON CMECH «TE€TPadTOKCUCHIIAH
(TD0C) — nomMMEpHBI UCTOYHUK YITIEPOJia — KUCJIIOTHBIM KaTaJIM3aTop — BOJIay Ha BpeMsi 00pa30BaHUs MajoTe-
Ky4ero Teis, a TakKe CHHTE3 BOJIOKHHCTOTO KapOuaa KpeMHHUsI HEeMOCPEJCTBEHHO B oO0beme mopucroro SiC-
Martepua’a.

2. DKcHepUMeHTaJbHAasl 4YacTh

Hcnons3oBanuele Marepuansl: Terpastokcucunan Si(OC,Hg), oc.u. 14-5; nak Gaxenurosiit Mmapku JIBC-1;
mypasbuHas kucinora CH,0O, u.n.a.; aneton CH,COCH, u.x.a.

DJNeMEeHTHBIN aHa U3 BBIMOJIHAJICS C MCIIOJIb30BAaHUEM JIa3epHOr0 Macc-criekTpoMerpa OMAJI-2.

Pentrenodazossrii ananus (POA) nposoauics Ha npudope JJPOH-2, kamepa Huber, nerextop Imaging Plate,
repMaHueBblii MoHOXpomartop, CuK ,-u3inyuenue, mar ceemku — 0.005°.

HK-cnektpsl 00pa3ios 3anucsiBanuck Ha UK ®@ypoe-ciekrpomerpe « UudpalIlOM DT-08» B BuIE cycrneH-
3UH B Ba3eJIMHOBOM Macie B creknax KBr.

Tepmuueckoe moBeseHHE NPOAYKTOB HA BO3AYXE HCCIIEN0BANIOCH C UCIOIb30BaHUEM coBMeleHHoro TI'A/
JCK/JITA anamuzaropa SDT Q-600.

CkaHupyrolas dJieKTpoHHast MEKpockomust (COM) BeIloIHEHa Ha TpexiryueBoi padoueii cranimu N Vision 40,
Carl Zeiss; 211eMEHTHBII COCTaB MUKPOOOJIACTEH ONMPEeIsuics ¢ TOMOIIBIO TPUCTABKH JUTSL SHEPT OAUCTIEPCHOH-
Horo ananu3za EDX Oxford Instrumets.

PeHTreHoBcKas KOMITBIOTEPHAsE MUKPOTOMOTpadusi BBIMOJHEHA Ha HACTOJIBHOM PEHTTEHOBCKOM MHKPOTOMOT -
pade SkyScanl172 ¢ KOMIBIOTEPHBIM KITACTEPOM.

2.1 Hccnedosanue 2eneobpazosanus npu 2uopoiuze mempasmokcucuiana 6 npucymcmeuu noiumep-
HO20 UCMOYHUKA Y2nepood

[TockonbKy 07IHOH N3 0COOEHHOCTEH MPUMEHIEMOT0 B paboTe 30J1b-Tellb METO/Ia MOJTY4YEHHs HEMOCPEACTBEH-
HO B 00bEME KepaMHUYECKOTo KapOUI0KpeMHHEeBOro MaTepuaiia [11] XuMHUECKH aKTUBHOMN BBICOKOIUCIIEPCHON
craptoBoii cmecu «Si0O, — Cy», KoTopas jajee MpUMEHEeHa Ui KapOOTepPMHUECKOTO cHHTe3a BoIOKHHCTOTO SiC,
SBJISIETCSI BOSMOXKHOCTD B 3aBUCHMOCTH OT 33/1a4¥ MOJIy4aTh KaK QyHKIIMOHAILHO-TPaIUCHTHBIEC MAaTePHaIbI, TaK
Y MaTrepuabl C paBHOMEPHBIM O0BEMHBIM 3all0JTHEHUEeM MaTpuiiei (puc. 1), HeoOX0IUMO AOTIOIHUTEIHHO OCYIIe-
CTBHUTB IKCIIEPUMEHTBHI [0 N3YyUYCHHUIO BIUSHUS KOHIEHTPAIIMU KaTalu3aTopa THAPOIN3a — MypaBbHHOM KHCIOTHI
Ha BpeMst 00pa30BaHMs CUCTEM C BBICOKOH BA3KOCTHIO. MccnenoBanue NpoBOIMIIOCH C IPUMEHEHHEM POTALMOH-
HOH BUCKo3uMeTpuu Ha mpudope Fungilab Smart L, mmmaaens L2. Mi3Mepenne AnHaMUUECKOH BI3KOCTH PACTBOPOB
BBINOJIHEHO TpU ckopocTH ciBura 100 06/muH, Temneparypa — 6045 °C. CooTHOIIEHHE KPEMHHI- U YIIIEPOICOIEeP-
JKAIUX PEAreHTOB COCTABIISUIO TS BeeX akcnepumMenToB N(Si):n(O = 1:3. ®UKCHPOBATIOCH TAKkKe U MOJIBHOE COOT-
Homenue N(TIO0C):N(H,0) = 1:3. O6beM peakIMOHHOM CHCTEMbI U KOHLICHTPAIIUH BCEX PEarcHTOB MOJJICPKHIBA-
JIMCh 3a CUeT BapbUPOBAHMUS COJIEPKAHUS PaCTBOPUTEIIS — alleToHa. M3mepeHns BI3KOCTH 3aBepIlialii 0 T0CTHXKe-
uuro 3HadeHust 300 cP. [lonydennsie nanHble (pUC. 2) MO3BOJSIOT CAENATh BBIBOM, YTO COJCPIKAHHUE KHCIOTHOTO
KaTaJM3aTopa TUAPOJIN3a — MypPaBbUHOM KUCIIOTHI — CYILIECTBEHHO BIHMSIET HAa BpeMs 00pa30BaHMs TeIsl.

XoJ KpUBO M3MEHEHUSI BI3KOCTH BO BPEMEHH BO BCEX IKCIIEPUMEHTAX OAMHAKOBBIN — B TEUEHHE I0CTATOYHO
JuInTeNnsHOTrO BpeMeHH (30-37 MUH) BI3KOCTh KOJUIOMIHBIX CHCTEM U3MEHSIETCSl HE3HAUUTEIIbHO, 1ajiee B TCUCHUE
5-6 MUHYT IPOUCXOIUT YBETUUCHHIE TUHAMHUECKOH Bsi3kocTH 10 S0 cP. JlanbHeluii pocT AMHAMHYECKOU BSI3KO-
CTH MTPOTEKAET JIABUHOOOPA3HO B TeueHHe 1-2 MUHYT.
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The solution of polymeric source of
carbon (LBS-1)

The adding of hydrolysis
catalyst (HCOOH)

The heating up to 40+-60°C
with stirring

The dropwise adding
of TEOS

The dropwise adding
of H,O

A J
» The impregnating of SiC-material

L]

The gel-formation

The multistage drying

L]

The obtaining of the superfine
— starting mixture «SiO -C» via
| carbonization of xerogel (850°C, Ar)

Y
The carbothermal synthesis of
nanocrystalline SiC (1100+1500°C,
pressure 1-10+1-107 Torr)

Puc. 1. Cxema npouecca cunmesa evlcokooucnepcnozo SiC ¢ npumeHenuem 301b-2e,1b MeXHON02UU HEROCPEOCHBEHHO 8
00veme KapouodoOKpemMHUe6020 mamepuanda
Diagram for synthesis of superfine SiC directly in the bulk of SiC material using sol-gel technique.

Takum 0Opa3oM, omnpeneneHHble BpeMEHHbIE YCI0BUSI 00pa3oBaHus MalloTeKy4yux reneit (ot 37 no 46 mMuH)
MIPETONOKUTENBHO MTO3BOJIAT OCYIIECTBUTD MOJHYIO MPOMUTKY MOPUCTBIX KapOUIOKPEMHUEBBIX KOMIIO3UTOB.
Buemnwmii B OMy4YeHHBIX TeIei MpUBeAeH Ha puC. 3.

HK-cnexkTpockonus Mojy4eHHBIX B pe3yJIbTaTe MHOTOCTYIIEHYaTO! CyIIKH Kceporenel (Tipu Temneparypax ot
70 no 140 °C B BakyyMHOM CYIIHJILHOM IIKay ¢ ocTaroyHbiM faBiieHueM ~100 MM pT. CT.) TIOKa3aja, 4To s
BCEX TPEX COCTABOB CUCTEMBbI IPUCYTCTBYET MAJIOMHTEHCHUBHAS TI0JIOCA TTOTIONCHN S BaJIeHTHBIX KoneOanuii OH-
rpymm B o6iactu 3100-3700 cm™, koTopbie MOTYT COOTBETCTBOBATH (parmMertam Si-OH, rHApOKCHITEHBIM TPYII-
raM 3TaHoja, MypaBbUHOM KHUCIIOTHI M BOJIbI, BKIIIOUEHHBIM B CTPYKTYpy Kceporeiss. Kpome Toro, mpucyTcTBYIOT
TOJIOCHI TOIIOMIEHHST ¢ MaKcuMyMaMu okouto 1550, 1610 u 1710 cm, cootBeTcTByOIIHME KOeOanusam rpymn C = O
u C = C ¢enonpopmanbIeruaHON CMOJIbI, a TAK)KE MypaBbUHOW KUCJIOTHI U areToHa. B obmactu 1050-1300 cm?
MIPUCYTCTBYET IIUPOKasi ”HTEHCHBHAS 110JI0CA C TJIEYOM, KOTOpast ABJISIETCS pe3yNbTaToOM IePEKPBIBAHMUS 10JIOC MO-
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Puc. 2. H3zmenenue Ounamuueckoli 613K0CHuU 8 3a8UCUMOCHU O epemeHu u coomuouwenusn n(Si):n{CHO(OH);
Dependences of dynamic viscosity on time and n(Si):n{CHO(OH)} ratio

Puc. 3. Buewnuii 6uo KpemHuii-y2nepoocooepiicauiezo 2es

Appearance of silicon&carbon-bearing gel
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ootenus BajgeHTHbIX konebanuit C—0, C—C u Si—O. Crenyet or™eTuTh, uto npu 800-820 cM™ st criekTpoB
KaK TeJisd, TaK U KCEPOTreJsd MPUCYTCTBYET I10JI0CA MMOTTIOMICHUS, XapaKTepHasa Jid KOHACHCUPOBAHHBIX (bparMeH-
toB Si-O-Si, 00pa3yromuxcs B pe3yyibrare rujapoiiusa u nojaumepusauu TOOC.,

B ICJIOM, CIICKTPLI JJid TPEX BBIITOJHCHHBIX SKCIICPUMCHTOB IMOJTHOCTHIO HICHTUYHLI, YTO IMO3BOJIACT CACIIATh
BBIBO/] O PUCYTCTBUH B KCEPOTEIISX OMMHAKOBBIX (DYHKIIMOHATIBHBIX TPyNIL. TakuM 00pa3om, u3MEHEHUE KoJinyie-
CTBa JI00ABIISIEMOT0 KaTajln3aTopa THAPOIN3a HEe CKa3aJoCh CYIIECTBEHHBIM 00pa30M Ha XUMHUYECKOH TpUpPOJIe
IIOJIy4E€HHBIX KCEpOTelen.

Ha ocHoBe mosryueHHbIX KCeporesieil BBIOJTHEH CHHTE3 BBICOKOAMCIIEPCHON cTapToBoi cMech «Si0, — C» B
pe3yiabrare TepMudeckoit 00pabotku npu temneparype 450 °C B yCIIOBUSIX TUHAMUYECKOTO Bakyyma (0CTaTou-
Hoe masnenue ~1-101+1-10% MM pT. CT.).

C mpuMeHeHneM MeToIa HU3KoTeMIiepaTypHoi copOuun azora no meroxy bOT (mpubop Autosorb-1, N,, 77 K)
NoCJie MIPeIBAapUTEIBHON Jierazanuu odpasia npu Temreparype 300 °C onpenessiiach yjelbHas II0Ia b [TOBEP-
XHOCTH Mopo1ka. B pe3ynprare 00paboTku JaHHBIX 10 U3MEHEHHIO MacChl pACCYMTAHO 3HAYEHHE YIEIbHOMN 10~
IA/Id TOBEPXHOCTH, KOTOpoe cocTaBuiio S = 190.8 M%/r. Takoe BBICOKOE 3HAUEHHE S JIOMOIHUTENLHO CBUIETENb-
CTBYeT 00 00pa30BaHWU HAHOPa3MEPHBIX YACTHII, 0OBEJUHEHHBIX B HAHOCTPYKTYPHUPOBAHHBIE arJIOMepaThl ¢ Me-
30II0paMHu. I[OHOJ'[HI/ITCJ'H)HI)IC OKCIICPUMCEHTBI ITO3BOJIWJIN OIIPEACINUTD YACIbHYIO IUIOIa/lb TIOBEPXHOCTHU, OTHOCS -
IIYIOCS K MUKPOITOpaM (MMEIOIINM JHaMeTp MeHee 2 HM), cocTaBuBIIyio 38.0 M%/T, 1 BHEIIHIOK MOBEPXHOCTD —
152.8 m%/r. Cpeauii pasMep pajanyca Me301op, MOJIyYeHHbIH B pe3yJbTare aBTOMaTH3MPOBAHHONW 00pabOTKH K-
CIIepMMEHTANBHBIX JAHHBIX, cocTaBun 12.365 A,

[To manueiM COM, paznenenus a3 AMOKCHIA KPEMHUS M YIJIEpOa B pe3ylbTraTe TePMHUECKOl 00paboTKH
Kceporess He HaOmonaercs (puc. 4); pasmep ariomeparos cocrarisieT MeHee 100 HM. BrinonHeHHOE KapTUPO-
BaHUE [IOBEPXHOCTH MUKPOYACTULIbI CTAPTOBOM CMECH 110 YITIEPOLY, KUCIIOPOAY U KPEMHUIO ¢ puMeHeHuemM EDX-
aHaJM3a MoKasajo, 4YTo pacipeesieHrne dTHX JIEMEHTOB PAaBHOMEPHO, BO BCEX TOUKaX MUKpodoTorpaduu ¢ yue-
TOM pazpemeHust ~1X1 MKM NpUCYTCTBYIOT OJTHOBPEMEHHO HAa3BaHHbIE 3JIEMEHTHI.

Puc. 4. Mukpocmpykmypa nojy4ueHHoll 6b1COKOOUCHEPCHOU CMapmoeoil cmecu no oanuvim COM
Microstructure of the obtained superfine starting mixture in accordance with SEM data

KonnvecTBeHHBIN aHann3 Ha coJepKaHue YIIepoa U AUOKCHA KPEMHHS, a TAKKe U3y4eHUEe TEPMUUECKOTO
MOBE/ICHUSI CTAPTOBOM CMECH Ha BO3JLyXe OCYIIECTBISIIOCH C TOMOIIBI0 An(hepeHIaTIbHOTO TEPMUIECKOTO aHa-
mu3a (coBmemieHHbiit TTA/JACK/ATA ananuzarop SDT Q-600). YcioBust uccie0oBaHus: HHTEPBAI TEMIIEPATYP
20-1400 °C, B Toke BO311yXa, CKOPOCTh Harpesa 20°/MuH, CKOPOCTh TOTOKA raza — 100 MyI/MUH, CpeHsIs BETMYuHA
HaBeckH — 30-40 mr. 3admKkcHpoBaHHAS TOTEPS] MACCHI MPAKTHUECKHA COOTBETCTBYET 3aJaHHOMY MOJIBHOMY COOT-
HomeHuto «Si0, — C», oTkinoHeHHe cocTasiseT MeHee 1,5 %. ITotepst maccsl 0Opasia cBsi3aHa ¢ BHITOPAHUEM
yIIepo/ia, PacloiIoKEHHOTO Ha MMOBEPXHOCTH U B 3aKPBITHIX MOpax Marepuaia, 4To MOATBEPKAAETCs IBYMs yac-
TUYHO HAaJIATaoIUMHKCS SK30TepMUUECKUMH 3 deKkTaMu Ha TepMOTrpaMMe.
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BrImosHeHHBIE TECTOBBIC HCCIIEAOBAHMS TOKA3AJIH, YTO C TPUMEHEHHEM IT0JTy4aeMbIX OIMCAHHBIM BBIIIIE CIIO-
cobom crapToBbix cMecelt « Si0, — C» 00pa3zoBaHKe BHICOKOAUCIIEPCHOTO KapOua KpeMHUsI B YCIOBUSX JHHA-
MHUYECKOTO BaKyyMa BO3MOXKHO yxe rpu Temreparypax 1200-1300 °C, a B armocdepe nHepTHOTO Ta3za (Ar) — npu
Temneparypax Beie 1550 °C.

2.2 Cunmes sonoxknucmoix kpucmaiios SiC ¢ ooveme SiC-komnosuma

[TponuTka mopucTHIX KapOUIOKpeMHUEBBIX MaTepuanoB (nmpou3BoacTBo OI'YIT «k BUAM», oTkpsiTas mo-
pucrocth — 39+42 %, reomerpus 80x8x5 MM —puc. 5) ctapToBOi#l cMechio, coaepxkaiied TOOC, nonumep-
HBI ICTOYHHK YTIepOoia, MyPaBbUHYIO KUCIOTY M BOY, BBITIOJHSIIACH B YCIOBUSIX JUMHAMHYECKOTO pa3pexe-
Hust (p ~ 8+10 MM pr.cT.) pu Temnepatype 50-60 °C B Teuenue 15+30 mMuH.

[Mocne okoHuaHust 0Opazel 0CTaBISUICS B PEaKIIMOHHOM COCYJe Ui Tefieo0pa3oBaHus, anee IpoBOMIIACh
MHOTOCTyTIeHUYaTas cynka npu temnepartypax 70-150 °C, kapbonuzanus npu temmeparype 750-850 °C B art-
Mocdepe aprosa u nocjieayriiee KapooTepMrIecKoe BoccTaHoBIeHUe ipu Temieparype 1570-1600 °C (BbI-
JepKKa — 3 yaca), najee OMUCAHHBIC ITUKIIBI TOBTOPSIIUCH.

Mo pe3ynbraTaM rcciea0BaHHS TOBEPXHOCTH 00Pa3LOB METOJOM ONTHYECKOH MUKPOCKOIIHH MOCIIE 3aroIHe-
HUS TIOp KapOUI0M KpeMHUsI HaOIo1aeTcst K3MEHEHHE TEKCTYPhl — YIUIOTHeHHE. PeHTrenodas3oBelii aHau3 moxa-
3aj, 4To B 00pasle OTCYTCTBYIOT OCTOPOHHHE KPHUC-
TaJUTM4eCKue pumMecH (puc. 6), OCHOBHOH (a30ii siBJIs-
etcst kyondeckuit SiC ¢ mpuMechI0 reKcaroHaabHOTO.

MukpocTpyKTypa ckojia o0pas3ia B IIyOHHE €ro
o0beMa, monydeHHas ¢ npuMmenenrneM COM, mokazaHa
Ha pucyHke 7. J{st 00pa3ioB TunuyHo 0Opa3oBaHue Ha
MOBEPXHOCTH KPYIHBIX YACTHUIL, POPMHUPYIOIINX UCXO/-
HBI IOPUCTHIN MaTepuall, cJioss HAHOCTPYKTYpPHUPOBAH-
HBIX TI00YJISIPHBIX YacTHIl. B 00bemMe mop mpoucxonut
POCT OTHOMEPHBIX YAaCTHIl — BOJIOKOH, AMaMETP KOTO-
PBIX pa3nuyeH: OoNblIas YacTh UMEET AUaMETP MEHee
50 uMm mpu giune 200-400 HM, OHAKO BCTPEYAIOTCS U
KpHCTabl ¢ AuameTpoM ~70-150 HM u uHOI Gotee
2-3 MmxM. B3anmHoe pacrosioskeHue 3TUX arperaTtos co-
371a€T TPEXMEPHYIO KapKacoro100Hy0 cTpyKTypy. [Ipu-
MEHEHHUE pexrnmMa (pa3oBOro KOHTpacTa Mo3BOJISIET TO-
BOPHUTH 00 OTCYTCTBHH B 00beMe MaTepuaia cyluie-
CTBEHHBIX TIpuMecel apyrux ¢a3. Cieayer OTMETUTD,

Puc. 5. Buewinuit 6ud nopucmuix KapouooKpemMHUesvIxX Kap-
Kkacoe (OI'YIl «BUAM)»)

Appearance of porous SiC-ceramic (Federal State Unitary
Enterprise «All-Russian Scientific Research Institute of

Aviation Materialsy) 4TO UMeeTcs OoJIbIast 10/ CBOOOJHBIX IOP, KOTOPhIE
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Puc. 6. Penmezenozpamma SiC-kepamuku nocie mMoOu@uyuposanus ¢ RpUMeHeHUeM 3071b-2€1b MEnoo
X-ray diffraction patterns of the SiC-ceramic after modification using sol-gel technique
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Puc. 7. Muxkpocmpykmypa oovema nopul SiC-komno3uma noc-
J1e MOOUUUUPOBCAHUS C NPUMEHECHUEM 30716-2€/1b MEM00a
Microstructure of the pore bulk for SiC composite after
modification using sol-gel technique

ele MOoIyIH Obl OBITh HACKHIIIEHBI YIIPOUHSIOIIEH (a3oi.
BapsupoBanue ycioBuii IPOIUTKY, resiec00pa3oBaHus 1
BBICOKOTEMIIEPATYpPHOTO CHHTE3a MTO3BOJISICT U3MEHSTh
MHUKPOMOP(HOTIOTHIO 00pa3yIOLUIMXCst YACTHII.

B psine ciiyuaeB B 00beMe 00pa3IoB 3aUKCHPOBAHO
00pa3oBaHue MPOTHKEHHBIX MOHOKPUCTAIUIMYECKHX BO-
JIOKOH KapOua kpemuusi ¢ tuamerpom 80-100 HM u j1iyu-
HOU 1o MeHbInel Mepe 10 MKM (T.e. OTHOIIICHHE TUa-
MeTpa K JnuHe coctaBiser He menee 100-125 pas). Ha
pucyHke 8 Oosiee moAPOOHO MOKa3aHO HAYaJI0 MOHOKPH-
CTaJITMYECKOTO BOJIOKHA — BUJIHO, YTO OCHOBHAS 4acTh
«ycay MpeCTaBIseT CO00H OrpaHeHHBIN KPUCTAILT, 8 Ha
BEpIIMHE UMEETCSI KOHNYECKast 4acTh, Ha KOTOPOW CKOH-
LEHTPUPOBAHBI HAHOKPHUCTAILIBI IPYToM (asbl.

[TonpobHoe uccrnenoBanue 00bEMHOM CTPYKTYPHI
00pasIoB JI0 U MOCIIE 3aIOTHEH S KX TOPOBOTO TIPOCTPaH-
CTBa HAHOCTPYKTYPUPOBAHHBIM KapOHIOM KPEMHUSI BbI-
MOJTHEHO C WCIOJIb30BaHUEM METO/la PEHTTCHOBCKOU
KOMITBIOTEPHOHM MuKpoToMorpaduu. CbeMka oOpasia
KOMITO3UIIMOHHOTO Marepuasia Ha Oa3e kapOuja Kpem-
HUSI IPOU3BOINIIACH B TP dTara:

Ha nepBom sTare ucxonHblii 0Opaser] uecuenoBaics
LEINKOM C pa3peiieHueM 6,2 MKM; OCHOBHBIE TapaMeT-
pBl cheMKu: GuiabTp — antroMuHueBas Qoinbra 0,5 Mwm,
HampsbkeHue Ha Tpyoke — 59 kB, cuna Toka Ha TpyO-
ke — 167 MKxA, yroun BpamieHus — 0,4°, KoIu4ecTBO Ha-
KorieHu# B Touke — 10.

Jlanee BBITIOJHSIOCH UCCIIEIOBAHUE YBEIUYCHHOTO
(parMenTa neHTpaIbHON YacTh 00paslia ¢ pa3penieHu-
eM 1 MKM; OCHOBHBIE TIapaMETPbl CheMKHU: (QHUIIBTP — HE
NpUMEHSUICS, HarpshbkeHne Ha TpyOke — 100 kB, cua Toka
Ha TpyOke — 100 MxA, yron Bpamienus: — 0,3°, kosuue-
CTBO HAKOILJICHHUI B TOUKE — 15.

[ToBTOpHOE M3yUeHHE N3MEHEHNH MUKPOCTPYKTYPBI
YBEJIMYEHHOTO (parMeHTa [eHTpaIbHOM YacTu 00pas-
112 BBITIOJHSJIOCH Y3Ke TOCIE €ro HACKIICHHUS BHICOKO-
naucriepcHor daszoit (paspemenne 1 MKM), mapamMeTpbl
CHbEMKHU Ha JJAHHOM 3Tare COOTBETCTBOBAIN MPEABLIY-
HIeMY DKCIIEPUMEHTY.

Pesynprarel mepBoro sTana chbeMKH TOATBEPAUIH
MIPEINoIoKeHUue 00 OJIHOPOTHOM CTPOSHUU o0pasia,
Ha YTO YKa3bIBaeT paBHOMEPHOE pacmlpejieicHue (c
paspetieHreM >1 MKM) MIOTHOCTH, O YEM MOKHO CY-
JIUTH TI0 pacrlpeneseHnio YpoBHS sipkocTu. Mccneno-

BaHKe 00paslia ¢ pazpemeHueM ~ 6 MKM MO3BOJIMIIO MONYYHTh 0030pHbIC PEHTTEHOBCKHE MIOCKOCTHBIE CPE3bI
BCero oOpasia, BISIBUTH BO3MOXKHBIE MaKPOCKOIHYECKHE AePEKThl. YCTAHOBJICHO, YTO B 00bEME MCXOIHOTO
o0pasna OTCYTCTBYIOT KPYMHbIE 1e()eKThI, MyCTOTHI WIIH BKIIOYCHUS OTIENbHBIX (a3.

CpeMKa Ha BTOPOM 3Tarle BHIMOJIHSIIACH C pa3pelieHrneM | MKM U M03BoJinIIa OoJiee 1eTalbHO U3yYUTh CTPO-
€HHe ITyCTOTHOTO MTPOCTPAHCTBA 00pasiia A0 3al0JTHEHUS TI0P, BU3YyalTU3UPOBATh €r0 ¥ OLIEHUTH €r0 CTaTUCTHYeC-
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Puc. 8. Muxkpocmpyxkmypa monoxkpucmanna SiC (a), 6 mom
yucine 6 pexcume azo60z2o0 konmpacma (6), COM
Microstructure of SiC monocrystal (a) including
microstructure in the phase contrast mode (b), SEM

KHe XapakTepucTuku. Ha pucyHke 9 mokasaHbl peHTIe-
HOBCKHE TJIOCKOCTHBIE Cpe3bl 00pasiia.

Jlnst pacyeToB CTaTHCTHYECKUX XapaKTePUCTHK 00-
pasiia UCIoJIb30BaNIACh JIOKAIbHAS KyOudeckas 00J1acTh
¢ pedpom 0.5 MM, IS TOCTPOCHHSI MOJICITH IYCTOTHO-
ro MPOCTPAHCTBA B 00beMe 00pasiia MpuMeHsuICsS KyO
¢ pedpom 0,25 mm. TlocTpoeHue ke MOEIU, COBME-
MIAKOIIEH MOJIeNb IyCTOTHOTO MPOCTPAHCTBA U TBEP-
JIOW MaTpuiel 00pasia, moTpedoBago UCIOIb30BaHNE
Kyba ¢ pebpom 0.125 mm.

B pesynbrare MateMaTHueCKOTO aHaJK3a MOCTpoe-
Ha moziesib B 3D (puc. 10), rne cepsiM 1iBeToM 0003Ha-
YEHO PaCIOJIOKEHHUE B KyOU4eCcKkoM 00beMe CO CTOPO-
Hoit 0,25 MM TOp B MaTepuare.

AHaznoruuHas cbeMka (paspeuienue 1 MKM) mpoBe-
JICHA Ha TPEThEM dTaIe uisi 00pasiia, MOAUPHUIIPOBAH-
HOTO BBICOKOAMCIIEPCHBIM KapOuaoMm kpemuwus. OHa
N03BOJIHJIA O0JIee IeTalbHO U3YYHUTh CTPOCHHE MYCTOT-
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Puc. 9. Penmeenoeckue niocKkocHmule cpessl uzyuaemozo 00-
paszua 6 mpex niockocmsax (oouiee none cvemxu 4000 mxm)
X-ray plain sections of the sample under study in three planes
(total field of exposure is 40001m)

Puc. 10. Obvemnan mooens cmpoenus nycmomnozo npo-
cmpancmea 00pazua 00 3anoaHeHus €20 NOPO6020 NPOCHPAH-
cmea gvicokooucnepcuvim SiC; kyo ¢ peopom 0,125 mm

3D model of the void space of the sample before pore filling
with highly dispersed silicon carbide; a cube with the edge
of 0.125 mm
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HOT'O TMPOCTPaHCTBa 00pa3ia, BU3yaTHu3UpOBaTh €ro U
OIIEHUTH €r0 CTaTUCTHYECKHE XapaKTEPUCTHKH T0CIIe
IpoIecca YaCTUYHOTO 3aM0JTHEHMs 1TOp; Ha pucyHke 11
npejcTaBlieHa 00beMHasi MOJIENb MyCTOTHOTO TMPO-
CTpPaHCTBA.

B tabnuue | npuBeneHbl cTaTHCTUYECKHE pacue-
ThI, XapaKTepU3YIOLI1e MyCTOTHOE MPOCTPAHCTBO U3Y-
yaeMoro o0pasia Jio 1 IocJie ero 00beMHOTO MOTU(H-
[IUPOBaHMsI BBICOKOJMCIIEPCHBIM KapOUIOM KPEMHHSL.

AHalu3 NOJTY4YEeHHBIX JJAHHBIX B COOTHECEHUH HX CO
3HAUYEHUE OTKPBITON IOPUCTOCTH, ITOJTyYEHHON METOIOM
MPOMUTKH allETOHOM, ITO3BOJIIET TOBOPUT, UTO IMPOU30IILIO
3ar10JTHEHHUE HE TOJBKO KPYIHBIX 0P C THaMeTpoM 1 MKM
U BbINIE (KOTOPbIE MO3BOJISIET 3a(UKCHPOBATH METOJ
KOMIIBIOTEPHOH PEHTTeHOBCKOW TOMOTpauu), HO U IOP
C CYLIECTBEHHO MEHBIIUM JIHaMEeTPOM 3a CUET MpHUMe-
HEHHSI MAJIOBSA3KUX CTapTOBBIX CHCTEM.

3. 3akiaouenue

Puc. 11. O6vemnan mooens cmpoenus nycmomHno20 RpOCMpaH-
cmea o0pazua nocie 3anoaHeHus €20 nopo8o2o NPOCMPAH-
cmea evicoxooucnepchvim SiC; kyo ¢ peopom 0,125 mm

3D model of the void space of the sample after pore filling
with highly dispersed silicon carbide; a cube with the edge
of 0.125 mm.

[Toka3zana mepcrneKTUBHOCTb MPUMEHEHHST THOPH/I-
HOW METO/IMKY CHHTE3a HAHOKPUCTAJITUUECKOTo KapOu-
Jla KpEMHHUS Ha OCHOBE 30J1b-T€JIb ITPOIecca THAPOIN3a
TETPa’TOKCHCHUIIAHA C MPUCYTCTBUU MOJUMEPHOTO UC-
TOYHHUKA yIIepojia C 00pa30BaHMUEM TeJisl, CTyIIeHUaTOH

Tabmuua 1
XapaKTepuCTHKHI IreOMeTPHYecKoil MUKPOCTPYKTYPhI 00pa3La 10 1 1ocjie YAaCTUYHOI'0 3110 THEHHUs ero 1op
BBICOKOAMCIIEPCHBIM KAPOMI0M KpeMHUS
Geometry features of the sample's microstructure before and after partial filling of pores with superfine silicon carbide

The value before pore | The value after pore

Parameter filling filling
Volume within which the calculations were made, um’ 125250000 127210000
Total porosity, % 23.0070 15.6150
Total volume of pores, Pm’ 28815000 19865000
Open porosity, % 22.6260 13.7350
Volume of open pores, um’ 28337810 17472600
Surface area of open pores, Um’ 18666900 13511400
Closed porosity, % 0.4924 2.1801
Volume of closed pores, um’ 477190 2392400
Surface area of closed pores, Um’ 624970 2216300
Number of pores isolated from the sample surface 13754 18012

CYIIKH, KapOOHHU3AIMU CUCTEMBI ITPH YMEPEHHBIX TeMIleparypax (¢ GopMUpOBaHHEM BBICOKOAUCIIEPCHON XUMH-
YeCKU aKTHBHOM, MaKCUMAJIbHO OJTHOPOJHO pacipeaeneHHoi cucteMsl «SiO, — Cy) ¢ nocaenyomum kapooTep-
MHYECCKHUM CHUHTC30M IJId CO3aaHUA prO‘-IHf[IOHlCI\/'I MaTpulbl B O6’I)CMC KEpaMHU4€CKOTO Kap6I/II[OKpCMHI/IeBOI‘O
MaTepuana.

[TokaszaHo, yTO BapbUpOBaHHEM KOHILIEHTpalmu Katanuzaropa ruaponanza HCOOH moxHO 100uThCst ipu ocy-
HIECTBICHUU THPOJIHM3a U MOIUKOHAeH canuu Ipyu Temneparype ~60°C oOpa3oBaHus MpaKTHUECKH HE IOABEPTar0-
mierocst Teuenuto resst (300 cP) 3a Bpems ot 37 no 46 muH. [lpu 3ToM CyliecTBEHHOE U3MEHEHUE BSI3KOCTU
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CUCTEMBI, KOTOPOE MOXKET 3aTPYJIHUTH CTAJUI0 MPOIUTKHU MPHU MOAUDUIIMPOBAHUM KEPAaMHUECKOTO MarepHalia,
MPOUCXOAUT JUIIb B MOCAeNHUE 7-9 MUHYT, 10 3Toro B TedeHue 30-37 MUHYT BS3KOCTH KOJIJIOUTHOM CHCTEMBI
OJIM3Ka K MCXOJHOMU, O3TOMY MOXKET OBbITh MCIOJIb30BaHA JUJISl 3AII0JIHEHUSI TTIOPOBOTO MPOCTPAHCTBA 0A30BOTO
Marepuana.

Uccneoosanus evinoanenvl npu urnancosou noddepacke epanmos POOU 12-03-33005-mon_a_eed u
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HAHO-/MUKPOCTPYKTYPHBIE UBMEHEHUSA ITIOBEPXHOCTHU AIEP-
HbIX ®UJIBTPOB HA OCHOBE NMOJUATUJIEHTEPE®TAJIATHBIX ILJIE-
HOK ITPU O30H-KUCJIOPOJHOM BO3JENCTBUU

(mocrymia B peaakiuro 14/05/2014 npunsra B eyats - 02.12.2014)

oxx A C. CMmoasiHekui, ***M.U. Ukum, ****A.B. Kearosa, *C.M. Poinas, *A.C. IlIBenos,
***JI.. TpaxTtenodepr

*OAO «HUDXU um. JILA. Kapnosay, Mockea, Poccus
**PXTY um. J{.U. Menoeneesa, Mocksa, Poccus
**2 XD um. HH. Ceménosa PAH, Mockea, Poccus
**E¥XCVYHI MT'Y umenu M.B. Jlomonocosa, Mockea, Poccus

Mertonamu pacTpOBOIA AJICKTPOHHOM U aTOMHO-CHJIOBOM MUKPOCKOIIUH, PEHTTCHOBCKOM (DOTO3IEKTPOHHOM CIIEKTPO-
CKOITMHU U CMaYUBacMOCTH 110 HHCTHHHHPOB&HHOﬁ BO/IC M3YYCHBI 3aKOHOMCPHOCTHU B33HMOHCﬁCTBHH SJICKTPOXUMHYCC-
KU TEHEPUPYEMO 030H-KHUCIIOPOAHON CMeCH ¢ 00pa3liaMu SIePHBIX GHIBTPOB HA OCHOBE MOIUATHICHTEpehTanaTHbIX
TIEHOK B TA30BO M BOIHOM cpeiax. OOHapy»KeHO MPOTeKaHHe HHTEHCUBHBIX MPOIECCOB OKUCIUTENBHON IECTPYKIIMU
Ha MOBEPXHOCTH M OOKOBBIX CTEHKAaX MUKPOIOp NPH BO3JCHCTBHU 030HA KaK B Ta30BOM, TaK W BOIHOW Cpelax, 4yTo
MPUBOAWT K 3aMETHOMY YBCJIMYCHUIO UX PAa3MCPOB. HOKaSaHO, 4YTO UBMCHCHUEC CMAaYUBACMOCTU 3aBUCUT OT PECKUMaA
00pabOTKK 030H-KHCIIOPOIHON CMECKIO: B TA30BOM CpeJie MPOUCXOAUT rUapohoOn3alus MOBEPXHOCTH; B CIydae XKH-
KO(a3HOTO 030HOJTH3a YCTaHOBJICHO YBEINUSHUE THAPO(PUIBHOCTH HOBEPXHOCTH siIepHBIX GuitsTpoB. [Ipemioxen me-
XaHM3M JIECTPYKIMY TONMATUIICHTepedTaIaTa mpyu BO3AEHCTBIM 030HA B Ta30Boi (haze. B ciydae sxuakodazHoro 030-
HOJIM3a JIECTPYKIIMS MOXKET IIPOTEKATh TI0 MEXaHN3MY IIEJIOYHOTO THAPOIIN3a.

Knrueswie cnoea: 030H, iAepHbIA QUIBTP, TOIUITUICHTepeTANAT, OKUCICHHUE, IECTPYKIHS, pa3pylIcHuE,
MOBCPXHOCTh, KWHECTUKA, CMaYUBACMOCTb.

NANO/MICRO-STRUCTURAL CHANGES ON THE SURFACE OF
NUCLEAR FILTERS PRODUCED FROM THE POLYETHYLENE
TEREPHTHALATE FILMS AFTER OZONE-OXYGEN TREATMENT

**x A S, Smolyanskii, *** M.I. Ikim, **** A. Zheltova, *S.M. Ryndya, *A.S. Shvedov,
*** | |. Trakhtenberg

*JSC Karpov Institute of Physical Chemistry, Moscow, Russia
** Mendeleev University of Chemical Technology, Moscow, Russia
**  Semenov Institute of Chemical Physics of RAS, Moscow, Russia
¥ SESC MSU n.a. M.V. Lomonosov, Moscow, Russia

By means of scanning electron and atomic force microscopy, X-ray photoelectron spectroscopy and wettability by
distilled water interaction of a electrochemically generated ozone-oxygen mixture with nuclear filters on the basis of
polyethylene terephthalate was studied in the gas and water environment. Intensive course of oxidizing destructior
processes on the surface and the side walls of the micropores when exposed to either gas or water in the ozone w
found, which yields a noticeable increase in their size. It was shown that the wettability changes depended on the mod
of the sample handling by ozone-oxygen mixture: in the gas phase the increase in the surface hydrophobicity occurs; i
the case of liquid-phase ozonolysis the increase in the hydrophilicity of the surface nuclear filters was observed. The
mechanism of destruction of polyethylene terephthalate when exposed to ozone in the gas phase is suggested. In t

case of liquid-phase ozonolysis destruction can go on according to the mechanism of alkaline hydrolysis.
Keywordsozone, nuclear filter, PET, oxidation, destruction, fracture, surface, kinetics, wettability
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1. BBeaenue

OHOI U3 TeHJIEHIINI COBPEMEHHBIX HAHOTEXHOJIOTHH SIBJISIETCS pa3padoTKa METO/IOB MOJyUSHHS 1 H3YUCHUE
CBOMCTB MHOTO(YHKIIHOHAIBHBIX MaTepHaoOB, CTIOCOOHBIX OHOBPEMEHHO pelIaTh pa3iudHble 3a1a4u [1]. B ya-
CTHOCTH, TIEPCIEKTUBHBIM KJIACCOM HaHO- MUKPOCTPYKTYPHUPOBAaHHBIX MaTE€PHUaJIOB, HA OCHOBE KOTOPBIX MOYKHO
C03/1aBaTh PAa3JINYHbIE BTOPUYHBIE HAHOCTPYKTYPBl 1 HAHOMATEpHaIbl HOBOTO ITOKOJIEHUS, CIIEyeT CUUTATh SAep-
Hble GunbTpel (D) [2, 3].

Kak npaBuito, ams mpuanust HOBBIX ()YHKIIMOHAIBHBIX CBOMCTB OCYIIECTBIISIIOT MTOBEPXHOCTHYIO MO (HKa-
o SO ¢ ucnonp3oBaHUEM METOIA MPUBUTOMN NoIuMepu3anun [4]. B pesyibrare Ha HOBEPXHOCTH M Ha OOKOBBIX
crenkax SIM o0OpasyeTcs MOKpBITHE U3 IPUBUTOTO MOJTUMEpPa, MPHYEM XUMHUYECKas CTPYKTYpa MPUBUTOTO MOHO-
Mepa Ternepb yke OyJIeT OnpeelisaTh MOBEPXHOCTHBIC cBolicTBA D (ruapoPuiibHOCTh, TUAPOHOOHOCTD, ONTH-
YeCKHE XapaKTEPUCTHKH U ITpod. ). st ”HUIIMMPOBaHUsI TPUBUTON MOJIMMEPHU3ALIUH C LIEJIBIO TOBEPXHOCTHOM MO/~
¢duxanmn SO HCHoNb3YIOT pa3InYHbIC METO bl — BO3JICHCTBIE HOHU3UPYIOIINX 3JTyUYeHUH, 1a3Mbl, OKHCIHTEIb-
HO-BOCCTaHOBHTEIIBHBIC MTPOLIECCHI, PEAKIMHU PAciaa OpraHMYeCKUX MEPOKCUIHBIX COCANHEHU 1 rpou. [4, 5].

B wactHOCTH, ynydnienne rTHIpoUIbHBIX CBOKCTB 1D, MPOM3BOAMMBIX Ha OCHOBE MONUITHIICHTEpEPTANaTHBIX
(II9T®) nnénok, MOKET OBITH TOCTUTHYTO TTOCPEICTBOM TPOBEACHHST 00pabOTKK 030HOM [6]. MeTomoM peHTIreHo-
BCKOM (hoTORNIeKTpoHHOM criekTpockornuu (POIC) ObuIo MmokasaHo, 4to mnpupoja d(hQeKra MOKeT ObITh CBs3aHa C
MPOTEKAaHUEM TIPOIIECCOB TIOBEPXHOCTHOTO OKUCIEHUS TUIEHOK [I1ITD [6]. MOKHO MPEAON0KUTh, YTO BO3ICHCTBIE
KOHIICHTPHPOBAHHBIX TIOTOKOB 030Ha Oy/IET TaKKe IPUBOANTD K MOJM(PHKAIINH MOBEPXHOCTHBIX cBOHCTB [1DTD-AD.

B HacTosiem cooOIeHnn MprUBeICHBI PE3YJIbTaThl UCCISNOBAHUS M3MEHEHUH HAaHO- MUKPOCTPYKTYPBI TIOBEp-
xHocTH [IDTD-5D nocne 00paboTKH 030H-KUCIOPOIHOM cMechio (cojepxkanue 030Ha — 110 20 00.%, BBIICIISAIO-
HIeics ¢ aHO/A PIEKTPOXUMHUUECKOTO TeHepaTropa 030Ha [7], B BOAHON U ra30BOM Cpenax, MOMyUeHHBIE METONAMU
pacTpoBOH AIEKTPOHHON M aTOMHO-CHIIOBON MuKpockonuu (POM u ACM). PesynbsraTel u3MepeHuit HaHO-/MHKPO-
CTPYKTYpPBI ITIOBEPXHOCTH COIOCTABJICHBI C U3MeHeHHeM cMadnBaeMoctu [IDTD-SD no Boxme, 0OpaboTaHHBIX
030H-KMCJIOPOJAHOM CMECHIO B ra30BOU U BOJIHOM Cpelax.

2. O0beKTBI M METOALI MCCJIEJ0BAHUS

Hcnons3oBanuck 00pasiisl 1D, M3rotoBneHHbIe U3 IByXOCHO-0pueHTHpoBaHHBIX [1DT® mnéHok Tommumnoin 10+1
MkM (I'OCT 24234-80); crernieHb BBITSDKKU 3, CTENEHb KPUCTAUIMYHOCTH - He Bbiie 50%, mioTHOCTh - 1400 kr/m?,
MosekyJsipHast Macca 31000. B kauecTBe HaNOIHKUTENS. Marepuail CoieprKall KaojuH; ero mMaccosast fois - 0,2, O0my-
YEHHE OTOKOM TSHKENBIX HOHOB (X', sneprus ~1 MaB/uykiton, pmoenc ~3x10°cm?) nposojmiucsk B Jlaboparopyu
SAnepubix Peaxunii um. I"H.®neposa (OUSN, 1. ly6Ha) Ha yckopuTene TshkEnbix noHoB Y-300 B yCIIOBHSIX BaKyyma,
[pH KOMHATHOH Temrieparype. XuMHuueckas 00padoTka o0mydeHHbIX HoHamu TIEHOK [1DT® ocymecTrisiach B BOJI-
HBIX pactBopax 0,5-5 NaOH B o6mactu Temneparyp 303353 K. B pesynsrare B miénke [19T® BozHHMKaI MaccuB
OTKPBITBIX MUKPOIIOP IMJIMHAPHIECKOH (GopMbl co cpennnM quamerpom ~0,3 MM (Puc. 1).

KoHUEeHTpUPOBaHHBIA 030H IOy YaIICs SIEKTPOIN30M BoAHBIX pacTBopoB 40% NH, HF, u 7M HBF, na mo-
nyne-o3oHaTope CY-20 npu TokoBoi# Harpy3ke 10 A, ¢ BOAHBIM OXJIAKJIEHUEM 3JIEKTPOJI0B [7]. DieKkTpoiausep
COJICPKHT TeHEPaTOP 030HA, COCTOSIINN U3 aHOAA ¥ KaToAa IMIIMHAPUIECKON (OPMBI, KOAKCHAIBHO CKPETIEH-
HBIX CBEPXY M CHHU3Y KOJBIEBBIMU (PTOPOIJIACTOBBIMU ACTAISIMH, 00€CIEUNBAIOIIMMH TI0/Ia4y W OTBOJ rasa.
[Ipu 3TOM KOpITYyCOM CIIYXKHUT KaTOJ, a aHOJl PAcIOJIOKEeH BHYTpU Karona. AHoj u3 crekinoyriepona (CY), a
karoy usrorasiusany uz CVY, Ni, crann.

Peakiuu, nportekaromue Ha aHozae (00pa3oBaHue U BbIZICTICHUE 030HA U KHCIIOPOAa):

CY +3H,0-6e- Ot +6H +CVY

CY+2H,0-4e- O, +4H +CVY

CY+2H,0-4e- CO+4H +CY

Peaknus, nmportekaroriasi Ha karoje (00pa3oBaHUe BOJAOPOA):

CY +2H,0O +2e - H,t +20H + CVY (V)

[ToToK BBIIEIISIONIMXCS aHOTHBIX T'a30B HAIIPABJISUICS B a0COpOep Jyisl yIaJIeHuUs apoB BOJIbL, @ 3aTeM — B KOJIOY
Turienko, e pasMernanuch oopasipl [IDTD-SAD [7]. Beixon 030Ha onpenelisics METOIOM HOIOMETPUYECKOTO
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mag O HV tilt | det HFW WD

40000 x| 10.0kV |0 “|LVSED 6.40 pm 12.6 mm

Puc. 1. InekmpoHHO-MUKPOCKORUUECKOE U300PadCceHUs Adep-
HBIX PUILMPOE HA OCHOGE NOJUIMUTIEHmMEPePMANaAMHOl
NIAEHKU, 00YUEHHOII ROMOKOM MANCENBIX UOHOB KCEHOHA
(Onepeusn - 1 MaB/cm) e Jlabopamopuu SAoepnvix Peaxyuii um.

I H. ®népoea (OUAH) u 06padbomannoii 6 600HOM pacmeope

5N NaOH npu 343 K, (nosepxnocmuasn niomnocmos Mukpo-
nop ~108 em®): @) ucxoomwiii obpazey, 6) nocie obpabomxu
030HOM 8 OUCIMUTIUPOBAHHOU 600¢ 8 meyenue 30 munym, 8)
@pacmenm paspywennozo obpasya nocie oopabomru 8 no-
331.2nm (s) MOKe 030H-KUCIOPOOHOU cmecu 6 meyenue 60 Murym.

SEM images of the nuclear filters based on polyethylene
3 terephthalate film, irradiated by Xenon heavy ions having energy
331 2nm ) ~1 MeV/cm in the Flerov Laboratory of Nuclear Reactions
- (JINR) processed in aqueous solution of 5N NaOH at 343 K,
(surface density of micropores is about 33Hn?): (a) initial
sample,(b) after treatment with ozone in distilled water for 30
minutes;(c)fragment of the fractured sample after processing in
the flow of ozone-oxygen mixture within 60 minutes

381.2 nm (s)

318.8 nm (s)

SMA - Quanta 3D FEG

TUTPOBAHUS: TIPH TPOBEIEHHN 00paboTKK 00pa3IoB B ra3oBoii (haze copepKaHue 030HA B CMECH COCTaBISLIO 9,6
00.%, - B IMCTUILTMPOBAHHOM Bojie, — OT 5,5 710 8,9 00.%; py 5TOM KOHIIEHTPALSI PACTBOPEHHOTO 030Ha M3MEHSIIACH
ot 0,04 10 0,07%. Bo Bcex ciydasx o0pabOTKy 030HOM OCYIIECTBIISIIACH TIPU KOMHATHOM TeMIIeparype.

W3meHeHne HaHO- MUKPOCTPYKTYphI oBepxHOCTH [IDTD-AD nocne 06paboTKH 030HOM PErHCTPUPOBANIHN C
MPUMEHEHHUEM pacTPOBOTO AIEKTPOHHOTO MUKpockomna Quanta.

Amnamus noBepxuHoctu [ITD-AD merogom ACM mpoBOIHIIH C HCTIOTB30BAaHIEM CKAHUPYIOIIETO 30HI0BOTO MUKPO-
ckona (C3M) « MHTEI'PA-Tepmax. [Tpu 3ToM BBIOMpAJCs Y4aCTOK MMOBEPXHOCTH 00pa3iia IUIOMAAb0 3 X3 MKM?
u ocymecTBsuInch 1024 ckanuposanus. B mporecce ACM-u3MepeHuit HCII0Ib30BaTUCh MOJTMKPEMHUEBEIC KaH-
tunesepsl HA_NC (nmpousBoactBo — 3A0 «HTW», 3enenorpan, Mocksa) B KauecTBE M3MEPHUTEIHLHOTO 30HAA.
ACM-uccreioBaHrEe Y4aCTKOB MOBEPXHOCTH Kax 1010 oopasia [IDTD-A®D npoBoauiu ¢ HOMOIILI0 HOBOTO KaH-
TriieBepa. [lonydeHHble YicIeHHbIE BEKTOPBI XapaKTepru30Baii Npoduiis noBepxHocTr oopaszua [1DTD-AD.

[ xapakTepUCTHUKY TOBEPXHOCTHBIX U3MEHEHNH CTPOUIIH, UCITOJB3YsI COOCTBEHHOE ITPOrpaMMHOE o0ecreye-
Hue C3M «MMHTEI'PA-Tepma», rucrorpammy pacrpeneneHus HeogqHopoaHoctel noepxHocT [I9TD-AD no
BBICOTE, KOTOpasl XapaKTepru30oBaja YnciIo COOBITHI perucTpannyd HEOJHOPOJAHOCTH paccMaTpUBAEMOW BbI-
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COTBI Ha M3MEPSIEMOM Y4YacTKe MOBEPXHOCTU oOpa3na. KpoMe Toro, MmareMaTu4eckyro oOpabOTKYy pe3ylib-
taToB ACM-n3MepeHnii mpoBoaniIn MeTooM (iaukkep-urymoBoii ciekTpockonuu (PILIC) [8]. C aToii 1enbro
POU3BOIUIIN YCPEIHEHHUE [TOJIYYCHHBIX IJaHHBIX [0 8 CKAHUPOBAHUSIM U Jlajiee TPOBOAUIN 00paboTKy Maccu-
Ba 13 128 4ncioBBIX BEKTOPOB U pacuéT napameTpoB Metoia GIIC ¢ moMomipio crienuanibHO COCTaBISHHOM
nporpammsl (B cpere MATLAB).

[Tpupomay 1 KOHIEHTPALMIO XMMHUYECKUX TPYTI Ha TOBEPXHOCTH UCXOIHOM 1 00paboTaHHbIX 030HOM [IDTD-SD
ycranaBiuBainu MetogoM PODC ¢ momomnipko criektpomerpa VersaProbelkommnannu PHI, o6opynoBanHoro Mo-
HOXPOMaTHYECKUM CKaHUPYIOIMM PEHTTeHOBCKUM HCTOUYHUKOM (M3nyueHue AIK anbga). BenmnunHy KOHTaKTHO-
T0 yIJla CMQuYUBaHUS U TOBEPXHOCTHYIO dHeprHio [[DTD-AD nmo aucTUuiimnpoBaHHOM BOAE OMPEISISIIA METOIOM
«JIeKAaILleH KarjIny.

3. Pe3yabTarsl U 00Cy:KIeHHE

BosneiicTBue konneHTpupoBanHoro o3ona Ha [IDTO-D B ra3oBoii pasze B Teuenue 40 — 60 MUHYT ITPH KOM-
HaTHOH TeMIlepaType MPUBOAMIO K pa3pyLIeHUI0 00pa3oB. B To jxe BpeMs mpoBeeHNE )KUAKOPA3HOTO 030HOIHU-
3a [IDTD-5D B TeueHue TPEX YaCOB HE MPUBOJIUIIO K pa3pyiieHuio oopasiia. POM-ananu3 noBepxuoct 00pado-
TaHHBIX 030HOM 00pa3uoB [IDTD-SAD (Puc. 1) He MO3BOIMI YCTAHOBUTH HAIMYHKE SIBHO BBIPaKEHHON TEHACHIIMH K
YBEJIIMYEHHIO Pa3MEPOB MUKPOIIOP B pe3ysIbTaTe MPOTEKaHUs MPOLIECCOB OKUCIUTENBHOM 1eCTPYKIINH.

AHanu3 TUCTOTpaMM paclpeie]IeHUs TI0 BHICOTE€ HEOJHOPOJHOCTEN MOBEpXHOCTH B ACM-n300pakeHusX
(Puc. 2, a, r) oopaszuos [I1DTD-AD no Bcemy n3ydeHHOMY y4acTKy oBepXxHOCTH oOpa3ina (Puc. 2, 0, 1) moka-
3aJI, YTO OCHOBHOMU BKJIaJI B Paclpe/IeICHHe BHOCAT HEOJHOPOAHOCTHU ¢ pa3mepamu ot ~2,5 (Puc. 2, 6) no ~3,4
M (Puc. 2, 1). [Ipu 3TOM HEOOXOAUMO OTMETHUTH, UYTO C YBEITUYEHUEM MPOJOKUTEIILHOCTH ra30(a3zHoro 030-
HOJIM3a TIPOUCXOJIUT CJIBUT MAKCUMYMa paclpeiesieHus 10 BbICOTE HEOJHOPOAHOCTH B CTOPOHY BO3pacTaHuUs
Mmacitadba HeoqHOpogHOCTelH. Kpome Toro, 06paboTka 030HOM B TeueHne 60 MUHYT MPUBOJUT K YBEIUYCHHIO
BKJIaJla KpyITHOMAcCIITaOHBIX HEOJHOpoAHOCTeN moBepXxHOCTH AD ¢ pazmepom ot 3,5 1o 4,0 um (Puc. 2, n).

AHaNOrHYHbII cBUT ObLT 00HapykeH npH u3ydeHnn ACM-uzo0paxenuii (Puc. 2, a, r) y4acTKOB TOBEPXHOCTH
00pasIoB, HE COJIePKAIIUX MUKPOTIOPHI (BBIJIEICHBI IPSIMOYTOJIbHOM pamMKkol Oesoro nBera). ComocTanisist pac-
IpeIeIeHus 10 BBICOTE HEOJHOPOIHOCTEH, MPUBEAEHHBIX HA pUCYHKAX 2, O, B U 2, I, €, MOXKHO 3aKJIIOYHUTh, YTO
BKJIaJl OT HEOJAHOPOHOCTEH TTOBEPXHOCTH, TIPOUCXOXK/ICHHE KOTOPHIX 00YCIOBICHO HAIMYHEM MUKPOIIOpP Ha TO-
BepxHOCTHU SD, He sBIsAETCS 3HAUYUTENbHBIM. bojiee Toro, MOXHO MpeAnoaaraTh NPOTEKAHUE IIPOLIECCOB YBEIIH-
YEeHUs IIEPOXOBATOCTH MOBEPXHOCTH TAKKe H Ha OOKOBBIX CTEHKaX MUKPOTIOP, TOJBEPTHYTHIX ra3o(asHoMy 030-
HOJIN3Y, YTO B UTOT€ MOKET MPHUBECTU K YBEIMUYECHUIO AHaMeTpa MUKpornop Ha ~10% mpu mponoKUTeIbHOCTH
00paboTku ojiMH 4ac (kak cieayeT u3 Puc. 1, cpeqnuit pa3mep MUKpPOIIOp B UCCIEIOBaHHBIX 00pasmax SAD co-
craBisieT ~0,3 MKMm).

CrenoBarenbHO, BO3MOKHBIM MEXaHH3MOM YBEITMUEHHSI IEPOXOBATOCTH TIOBEPXHOCTH U pa3pylIeHHus 00pas-
OB NP 00pabOTKe 030HOM B Ta30BOM (pa3e MOKHO CUMTATh HAKOIUIGHHE M POCT TIOBEPXHOCTHBIX JIEPEKTOB, U
nociielytoliee BO3HUKHOBEHNE TOBEPXHOCTHBIX TPelIHH. Hemnb3s HCKITI0oUNTh, YTO, B pe3yJIbTaTe yBeTU4YeHus pas-
MEpOB MUKPOIOP B XO/I€ Ta30(ha3HOr0 030HOIU3a, MOKET MPOUCXOIUTD MIEPEKPHIBAHNE TIOCIIEIHIX U pa3pyllIeHHE
obpasma [1DTD-SAD.

TenpeHIMs K yCHIIEHUIO HEOTHOPOAHOCTH MUKpopelnbeda nosepxHocT [IDTD-AD ¢ yBennyeHnemM BpeMeHH
00paboTKK HaOIIOAeTC s TAKXKE U B CITydae MPOBEICHNSI 030HOJIN3a B AUCTHIUIMPOBAHHON Bojie B TeueHue S5 u 60
muHyT (Puc. 3). [Ipu 5TOM MakcuMyM pacipe/ieNieHust 0 BLICOTE HEOJHOPOAHOCTEH Ha TOBEPXHOCTH MEMOpaHBI
capuraercst ot ~1,8 (pucyHok 6, 0) 10 ~2,5 HM (PUCYHOK 6, J1). AHAJIU3 MUKPOIIEPOXOBATOCTH MOBEPXHOCTH
y4acTkoB 00pasioB D, He copepKalInX MOpbl (PUCYHOK 6 B, €) MOKa3bIBAET, YTO HAINYHNE MUKPOIIOP HE OKa3bl-
BAaeT 3HAYMTEJILHOTO BIUSHUS HA ©3MEHEHHUE IIepOX0BaTOCTH NoBepxHOCTH D B ciryyae ®uaIkopazHOTo 030HOIH-
3a. [lo cpaBHEHHIO ¢ PACCMOTPEHHBIMH BBIIIE pe3yibraramu 00padoTku 030HOM SD-IIDTD B rasosoii dase,
MOKHO OTMETHTH OOJiee HU3KYIO BEIMYMHY U3MEHEHUS] MUKPOIIEPOXOBATOCTH MOBEPXHOCTH: MPpH 00paboTKe B
ra30Boii (paze BbICOTa HEOJHOPOIHOCTEH yBenumiach Ha ~0,9 HM, B TO BpeMs Kak xujikodasHblit o3oH0mU3 [1DTD-
S® npuBOAMT K CABUTY MOJIOKEHUSI MAKCUMYMa paclpeeseH s o BbicoTe HeoqHopogHocTel Ha ~0,7 HM. Kpo-
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Puc. 2. ACM-u3oopasicenue nosepxnocmu 0opaznoe I3 TD-AD, nodsepzrymuix 2azohaznomy 030no1u3y 6 meuenue 5 (a - e)

u 60 (2 - e) munym u cucmozpamma pacnpeoesenus no 6blCOMe NOGEPXHOCHHBIX HEOOHOPOOHOCHENL 8 UET0OM NO UBMEPAEMOMY
yuacmky nogepxrnocmu (3%X3 mkm) (0, 0) u oo1acmu 6e3 MuKponop (8, e) (MOKA3aHbL IPAMOY20IbHON PAMKOIL 01020 U8ema HA
ACM-u3obpasrcenusnx (a, 2), coomeemcmeenno). Konyenmpauus ozona 4,8% @ —6) u 5,9% ¢ —e) (06vém.)

AFM image of the surface of the PET-NF samples subjected to gas-phase ozonolysis fog)paad 60 ¢ - €) minutes and
the histogram of the height distribution of surface roughness of the measured surface area (3x3 um) indpdalgnd
selected area without micropores, €) (shown by rectangular white frame in the AFM imagesaarespectively). The ozone
concentration was 4.8% (as) and 5.9% (vol.){ - e)

M€ TOT0, a0COTFOTHBIC 3HAYCHUSI MAKCUMYMOB PACIIPEICIICHHI 10 BBICOTE HEOHOPOIHOCTEH moBepxHOCTH [1DTD-
S B cirydae )xuaAK0(Pa3HOTO 030HOIM3a OKA3bIBAIOTCS HIKE aHATOTUYHBIX 3HAYCHHH, yCTaHOBJICHHBIX 151 00pa3-
11oB [I1DT®D-AD, 06paboTaHHBIX 030HOM B Ta30BO# (hase.

OueBUAHO, POITYCKaHNE TTOTOKA 030Ha CKBO3b BOAHYIO CpPEly MPUBOJUT K PACTBOPEHHUIO 030HA U PA3BUTHIO
€ro peaxiMii C MOJIEKYJIaMH BOJIbI, B PE3YJIbTaTe KOTOPBIX MPOUCXOAUT 00pa30BaHNE PAJANKAIOB M HOHOB THIPO-
keuna [9, 10]. B cBoto ouepenb, BHOBb 00pa30BaHHBIC aKTUBHBIE YACTUIBI MOTYT 3P (QEKTUBHO B3aUMOJIEHCTBO-
BaTh C KUCIOPOJICOACPKALIMMH TPyNnaMid B MOHOMepHOM 3BeHe [I9T®, npuBoas K ASCTPYKIMU HOIUMEPA I10
MEXaHU3MY IIEI0YHOTO0 Tuaponu3a [9].

COBOKYIHOCTB 3aperucTprpoBaHHbIX MeToioM ACM npoduiieit TOBEpXHOCTH MOXKET ObITh OTHECEHA K KJlac-
Cy (hIIMKKep-ITyMOBBIX CIIyYaifHBIX TIPOIECCOB, CIIEKTPaIbHAs MOIIHOCTh S(®) KOTOPBIX HMEET CTEIICHHYIO 3aBH-
CHMOCTbh OT 4acTOThL: S(®)~®", mpuuéMm mokaszarenb crenenn N = 2H+ 1, rne H — mocrosiunas Xapcra [8].
[MpuBenénusie Ha Puc. 4, a, 6 3aBUCHMOCTH [TOKa3aTesisi CTENEH! U IOCTOSTHHOM XapcTa OT BpeMEHH ra30-/KUIKo-
(ha3zHOTO 030HOIH3A B IIEJIOM OTPAKAIOT PACCMOTPEHHYIO BBIIIE TEHACHIIUIO K YCHUIICHHIO IIEPOXOBATOCTHU MOBEP-
XHOCTH UccieyeMoro marepuaia. [Ipu 3ToM Heo0X0ANMO OTMETUTh HaJIMUne JTMHEHHON 3aBUCIMOCTH TTapaMeT-
poB N, Hot Bpemenu o0paboTku 030HOM B BojiHOU cpene (Puc. 4, 0).

OOHapy eHO, 4TO MOBEPXHOCTHBIE CBOMCTBA (BEIMYMHA TIOBEPXHOCTHOM SHEPTUH Y M KOHTAKTHOTO yIila CMa-
yuBaHus O MO JUCTUUIMPOBAHHOW BOJIC) U3MEHSIOTCS B 3aBUCUMOCTH OT pexxuma odpabotku (Puc. 5, a, 6). Ha
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Puc. 3. ACM-u3oopasicenue nosepxnocmu oopasyoe INITD-AD, nodseperymulx 030HOAU3Y 8 OUCHUTIUPOBCAHHOIL 800€ 8

meuenue 5 (a- ) u 60 (2 - e) Munym u 2ucmozpamma pacnpeoeienus no blCone NOBEPXHOCHIHBIX HEOOHOPOOHOCHENL 8 UE0OM
no uzmepaemMomy yuacmiy noeepxuocmu (3?3 mxm) (0, 0) u oonacmu 6e3 muKponop (6, e) (NOKazanwvl NPAMOY20abHOU PAMKOU
oenozo yeema na ACM-uzoopasricenusx (a, 2), coomeemcmeenno). Konyenmpayus ozona 16,0% @ —6) u 6,7% 0ovém) (¢ —e)
AFM image of the surface of the PET-NF samples subjected to ozonolysis in distilled water fosbdad 60 ¢ - €) minutes
and the histogram of height distribution of surface roughness of the measured surface area (3x3 um) ingiadplahd
selected area without micropores €) (shown by rectangular white frame in the AFM imagesaarespectively). The ozone

concentration was 16.0% (as) and 6.7% (vol.){- e)
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Puc. 4. Pesynomamul ananuza uucnogvix eekmopoe ACM-npoguneit nosepxnocmu oopazoe [13TD-AD, nooseperymuix
2azoghaznomy (a) u sncuokoaznomy (06) 030H01U3Y, BLINOTIHEHHbIE MEMOOOM (PAUKKEP-UIYMO80U chekmpockonuu: 1 -
noKazameny CMEnEeHHOU 3a6UCUMOCIU YACHOMbL OM CREKMPA MOWHOCIMU CAYUANHO20 npoyecca; 2 — ROCMOAHHAA

Xapcma. Ipamole tunuu nocmpoervl MenoooM HaUMEHbUUX Keaopamoe (0)
Results of analysis the numerical vectors, describing the AFM surface profiles of the PET-NF samples subjected to gas-

phase (a) and liquid-phase?) the ozonolysis, conducted by the method of flicker-noise spectroscopy: 1 - exponent in a
power-law dependence of the frequency on the power spectrum of the random process; 2 - Hurst constant. The lines are

constructed by the least squares methay (
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The dependences of the PET-NF contact angle of wetting (1) and energy surface tension (2) in distilled water on the time of
ozone treatment in the gas (a) and waté) énvironments

HavYaJIbHBIX CTAAMSIX ra30(a3HOTO 030HOJIN3a YCTAHOBIEHO BO3PACTaHUE 3HAYCHUI ® U CHIKEHHE BETUYMHBI Y,
YTO COOTBETCTBYET POCTY ruipoPoOHOCTH oBepxHOCTH. OIHAKO IPU BpeMeHax 00pabOTKH, MPE/IIIeCTBYFOIINUX
paspyuieHuto oOpasiia, xapaktep 3aBucumoctu usmensiercs (Puc. 5, a). BepostHo, ruapodoOusaius moBepxHoc-
TH IPOMCXOIUT B pe3yibTare (PopMHUPOBaHUS 1e(hOPMATIOHHO-HAMPSHKEHHOTO COCTOSIHUS TOBEPXHOCTH MeMOpa-
HBI B pe3yJIbTare MPOTEeKaHUs MPOILECCOB OKUCIUTENbHON necTpykuuu [11].

Hanporus, *kuaxodaszHblii 030HOIU3 COMPOBOKAACTCS CHHKCHUEM BETMUMHBI ® M POCTOM 3HA4YEHHH 7Y, YTO
COOTBETCTBYET YAYUIICHHIO CMAauMBAEMOCTH MTOBEPXHOCTH MEMOpPaHBI 10 TUCTHINTMPOBAHHON BOJIE, T.€. TUAPO-
¢umuzanuu [IITO-AD. Heo6xomumo 0OTMETUTH TMHEHHBIH XapaKTep H3MEHEHHH TOBEPXHOCTHBIX CBOHCTB B 9TOM
ciydae (Puc. 5, 0). JIuneiiHast 3aBHCUMOCTH NapaMeTPOB @, Y OT MPOIOHKUTEIILHOCTH XKHIKO()A3HOTO 030HOJIN3A
(Puc. 5, 6) cornacyercs ¢ aHaTOTMYHBIMH 3aBHCUMOCTSIME TTOKa3aTest CTENIeHN N ¥ IOCTOsIHHOW H, mpuBeaéHHBIX
Ha Puc. 4, 0, kotopsie ObuTH paccuntansl MeTonoM PIIC B mpouecce ananuza pe3ynsratoB ACM-u3mepeHuit.

Pesynbrarhl u3ydyeHusi TOBEPXHOCTH 00pabOTaHHBIX 030HOM 00pa3ioB MeTo oM POIDC nmoka3piBalOT 3HAYU-
TEJIbHOE YBEJIIMYEHUE COACPIKAHHS KUCIOPOACOACPKAIIUX IPYII Ha MOBEPXHOCTH MEMOpPaHBbI, YTO TIPUBOJHUT K
JIOMUHHPOBAaHUIO KUCIOPOTHOTO MakcCUMyMa B 0030pHBIX criekTpax POIC B oboux ciyuasx (Puc. 6, a, r). He
00HapyKEHO CYIIECTBEHHBIX Pa3IMYMii B COCTaBE U KOHIICHTPAIMH KUCIOPOACOAePKALIMX IPYII JJIsi 00pasIoB,
00paboTaHHBIX KaK B Ta30BOM, Tak U B BoJHOU cpene (Puc. 6, B, e).

He3aBucumo ot pexunma 00paboTku 030HOM, Tipupoza nuka O1s (Puc. 6, B, €) onpenensercs BKIaI0M JIByX
KOMITOHEHT ¢ MaKCUMyMaMU 3Hepruu cBsi3u npu 531,59 — 531,77 3B (01), 533,10—- 533,31 3B (02). Cornacho [12
— 14], npoucxoxnenue makcumymoB O1 u O2 MoOkKeT ObITh CBA3aHO C aTOMaMK KHCIIOpOJia B COCTaBe KapOo-
HWJIBHOH TPYTIIIBI U B TJIABHOW IOJIMMEPHOH 1IETH, a TaKKe PparMeHTOB OKUCIUTEILHON ASCTPYKIMH U LIETIOYHOTO
TUJIPOJIN3a MaKpPOMOJIEKYIl, COOTBETCTBEHHO.

®opma nuka C1S MoxeT OBITh aNNPOKCHMHUPOBAHA YETBHIPHMSI FayCCOBBIMH KPUBBIMH C MaKCHMyMaMH
npu 284,64 — 284,81 (C1), 286,25 — 286,39 (C2), 288,68 — 288,81 (C3), 291,02 — 291,17 3B (C4), coorBeT-
ctBenHo (Puc. 6, 0, ). Kak uzBectno [2], ctpykrypa MmoHoMmepHOTO 3BeHa [IDT® BrirouaeT B cedst rpynmbl
aTOMOB yTiiepoja U3 OCH30JIBHOU, TITMKOIEBOW M JIByX KapOOHMIBHBIX rpyni. CoorBeTcTBeHHO [12 — 14],
npoucxoxaenrne komnonenra Cl nuka C1s B cnekTpax PODC MoxkeT OBITh CBSI3aHO C CUTHAJIOM OT HIECTH
aTOMOB yriepona 0eH301pHOro Kojibla; MUK C2 00yCcIOBIICH AByMSI aTOMaMH YIJIEpOAa, COJEPKAIUMUCS B
TJIMKOJICBOM TpyIine MoHOMepHOTo 3BeHa [I1DT®; C3 — ¢ n1ByMs aToMaMu yriepoJia, y4acTBYIOIIUMH B Kap0o-
HWIBHBIX Tpynmax. [Ipupona komnonerta C4 MokeT ObITh CBSI3aHa € T.H. «Shape-upm — n* nepexoaaMu 3ek-
TPOHOB B aTOMax yrjiepoja, pacrioloKeHHbIX B OeH301pHOM KoHIE [12 — 14]. MoxHo otmetuts (Puc. 6, 0, 1),
4T0 00pabOTKa 030HOM, KaK B Ta30BOM, TaK M BOAHOW Cpellax HEe MPUBOJIUT K MOSIBICHHIO HOBBIX YIIEPOICO-
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Puc. 6. 0O630pnuvie cnexmpol POIC oopazuoe IIITD-AD, nodsepzruymuix 2a3o- u #cudKopaznomy 030Hoau3y ¢ mevenue 40

(a) u 30 munym (2), coomeemcmeenno, u ppazmenmut cnekmpa POIC IIITD-AD 6 oonacmu maxcumymos yenepooa CI1s

(6, 0) u kucnopooa O1s (s, e). IlImpuxoevimu MUHUAMU ROKA3AHBL PE3YTbMAmMbl annpokcumayuu gopmvt makcumymos C1s

u OIsnabopom zayccosvix kpuswix (C1 — C4 u 01, 02, coomeemcmeenno)

XPS survey spectra of the PET-NF samples subjected to gas- and liquid-phase ozone treatment within 40 (a) and 30 minutes
(2), respectively. Fragments of the PET-NF XPS spectrum registered in the region of c&*b®#, 0) and oxyger01s g, €)

peaks. Dashed lines show the results of approximation ofthe and01s peak form by set of Gaussian curves (C1 - C4 and

01, 02, respectively)
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Tabmuma
3Havenus: ko3gdunnentoB A u B ypaBHenusi perpeccun Y = A + B-t, ncnoab30BaHHOTO
AJISl aNMPOKCHMANMHA MeTO/I0M HaMMeHBLIINX KBaJApPaTOB BPeMEHHOH 3aBHCHMOCTH M3MEHEHHS
NMOBEPXHOCTHON KOHIEHTPALUMH yIiIepoaa M KUcJopoaa, usMepeHHoii merogom P®IC, B o0pa3max
IITD-5SAD, 06paboTaHHBIX 030HOM B ra3oBoil U BOJHOH cpenax

Cpena XapaxkrepucTuKa MuKa B CIIEKTpax A, % (ar.) B, % (ar.)/Mun
P®OC
o Cls 70,15+0,81 -0,027+0,030
30H-KHCIIOPOJIHASI CMECh OLs 28.7050.58 0.0570,021
Boa Cls 70,81£2,27 -0,017+0,020
Ols 28,91+0,69 0,011+0,006
JiepKalux rpyIil.

YcraHoBIeHA TMHEHAS 3aBUCUMOCTh H3MEHEHHS TOBEPXHOCTHON KOHIIEHTPAIIMH yIIepoia ¥ KUcIopoaa (Ko-
TOpyto onpenensin B % (at.) myTém uaTerprpoBanus miomaau noj nukamu C1su O1ss ciekrpax PODC obpas-
1I0B, 00pabOTaHHBIX B 030H-KHCIOPOJIHON CMECH M B BO/IE) OT BpeMeHH (Tabnuua). lanHbie TaOIuIbl TO3BOJISIOT
c/IeaTh BBIBOJI O TEHJICHIIMU K YMEHBIICHHUIO TOBEPXHOCTHON KOHIICHTPALIUH YIJIEPOAa U YBEIMUYCHHUIO COepIKa-
HUSI KHCJIOPO/Ia B TIOBEPXHOCTHBIX CIIOSIX 00pa3IoB it 000MX peskuMax 00padOTKU 030HOM.

JIuHeHbIM XapakTep 3aBUCUMOCTH ITOBEPXHOCTHON KOHIICHTPAIMH yIIIEPOJia U KUCIOPOa OT BpeMeHHU 00pa-
OOTKH 030HOM, KaK B Ta30BOH, TaK W KHUIKOH (haze, MO3BOISET MPEIIONOKHUTD, YTO MPOLECC B3aUMOJCHCTBHSI
030Ha C OITUCHIBAECTCS] KHHETHYECKUM YPaBHEHHEM HYJIEBOTO TOpsiKa [9], T.e. peakiys OKUCIEHHS JIOKaI30BaHa
B TIOBEPXHOCTHBIX c10aX [I1DTD-AD.

Kak u3BectHO [6], BbICOKas peaklMOHHAsI CIIOCOOHOCTh 030HA MTO3BOJISIET BCTYNATh EMY B PEaKIH C aTOMaMHU
OCH30JIBHOM U TJIMKOJIEBOW TPYII MOHOMEPHBIX 3BeHbeB [IDT®D, B pe3ynbrare uero nmpoucxoauT oOpa3oBaHKE
KHCIIOPOCO/IEPKAIINX TPYHI PA3InYHON MPHUPOJIBI, KOTOpbIe coaepxar cBs3u -C-O-, -C(=0)-, kak cienyer u3
criektpoB PODC (Puc. 6, B, e). CiieoBareibHO, 3TH MPOIECCH MPOTEKAIOT HA MIOBEPXHOCTHU MPH MPOBEICHUN
00paboTKU 030HOM B ra3oBoii (ase.

Kak cnieyet u3 Tabnuiibl, KoHCTaHTa ckopocTh okuciieHus [I1DTD-AD (ko3 duiuent B, B ypaBHeHUHU perpec-
CHUH), B cliy4ae ra3oda3Hoii 00pabOTKU 030HOM, B IISTh Pa3 MPEBHIIACT aHAJIOTHYHOE 3HAYCHHE JIJIsi 00pa0OTKH B
BOJIHOH cpenie. OOHapyKEHHOE pa3inire MOKET OBbITh CBA3aHO C OTPaHUYEHHON PacTBOPUMOCTBIO 030HA B BOJIE
Y IPOTEKaHUEM MOOOUHBIX PEeaKInil 030Ha ¢ MOJieKynaMu BojbI [10].

4. BeIBOaBI

[lokazaHo HayMuKe B3aMMOCBSI3M MEXKTY ITPOLIECCaMH TIOBEPXHOCTHOTO OKHCIeHHs U aecTpykuuu [I9TD-AD B
pe3ynbsrare 00paboTKU 030HOM, KOTOPBIE B UTOTE MPUBOJAT K TIOSBJICHUIO KPYITHOMACIITAOHBIX (DITyKTyaliid BEICOTHI
HEOTHOPO/THOCTH ITIOBEPXHOCTH MEMOpaHbI, M N3MEHEHHEM MaKpOXapaKTEPHUCTHK MTOBEPXHOCTH — MOBEPXHOCTHOM SHEPTHU
Y KOHTAKTHOT'O YIJIA CMAYMBAHMUS 110 IUCTUWIIUPOBAHHOM BOJIE. BO3MOXHOM IPUYMHOM PA3HON HAIIPABICHHOCTH U3MEHE-
HUSI IOBEPXHOCTHBIX CBOMCTB B pe3yJbTare 00pabOTKU B Ta30BOW M BOAHOM Cpefie SBISIETCS Pa3MYHbIA MEXaHNU3M
JeCTpyKLHu. B mepBoM ciry4yae 030H HENocpeICTBEHHO B3aUMOJIEHCTBYET C aTOMaMH O€H30/IbHOMN U INIMKOJIEBOI Iy
MOHOMEPHOTO 3B€Ha, a BO BTOPOM — Pa3BUBAIOTCS MPOLIECCHI THIPOIUTHUECKON AeCTPYKLIUH MakpoMonekys [19Td,
WMHUIIMMPOBAHHBIE POy KTaM1 peaKIiK 030Ha ¢ MosieKy1amMu Bozibl. OOHapy keHHbIH 2(dekT ruapododmnsammm mosep-
XHOCTH B Pe3yJIbTaTe ra3o0(hazHoro 030HOIH3a SIBISIETCsI HEOXKUIAHHBIM, TPOTHBOPEUHT TPAJAUIIMOHHBIM MPE/ICTABIICHHU-
SIM O POJTH TTOJISIPHBIX TPYIIT ATOMOB B MI3MEHEHHH MTOBEPXHOCTHBIX CBOWCTB IojmMepoB [6, 10].

*kk

Paboma evinonnena npu unancosoii noodepacrke Munucmepcmea obpazosanus u nayku P® (eocy-
oapcmeennviii konmpaxm om 12 mapma 2012 2. Ne 11.519.11.6032) u Poccuiickoeo ¢ponoa ¢ynoamen-
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manvHulx uccredosanuil (npoexmol Ne 12-08-00437, 14-07-00025), ¢ ucnoavzosanuem obopyoosanus L{KII
«Muxpoananus» Texnonapka Ckonxoso. Aémopuvl npusnamenvhvt Odeunyesy A.FO. 3a nomowp 6 npogede-
HUU UBMEPEeHUTl NOBEPXHOCMHBIX c8olicme 0opasyos [1DTD-AD.
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MNOJYUYEHHUE INOJIUMEPHBIX HAHOKOMIIO3UTOB
C UCHOJIb30OBAHUEM I'PAHYJIMUPOBAHHBIX MHOI'OCJIOMHBIX
YIVIEPOAHbBIX HAHOTPYBOK

(moctymuna B penakuuio — 28.07.2014, nepepaboranusiii Bapuant -04.12.2014, npunsita B nedars —07.12.2014)

Kproukos B.A.L, Kpwukos M.B.%2, Beimopkos H.B.3, IloptHoBa SI.M.3,
p Y p p
Bymanckuii H.B.%, Bymanckuii C.H.*

Y Unemumym npoonem negpmu u 2aza PAH
2 Unemumym opeanuveckou xumuu um. H. JI. 3enunckoeo PAH
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Omnwcan crnoco0 Moay4YeHus MOTMMEPHBIX HAHOKOMITO3UTHBIX MaTepHajioB ¢ HCIONb30BaHNEM TPaHyIMPOBaH-
HBIX YIJIEPOAHBIX MHOTOCIIOWHBIX HaHOTPYOOK (MYHT). Ha mpumepe aByxcnoiineix MYHT, BbIpamieHHbIX KaTa-
JUTUYECKUM [TUPOIM30M METAHA, OITUCaHA TEXHOJIOI M IIOJIyYE€HHUs IPaHy/l U HAHOKOMIIO3UTOB Ha UX OcHOBE. [Ipen-
CTaBJIEHBI pE3YJbTaThl HcciieqoBanus cBoiicTB MYHT, rpanyi u3 HUX, a Tak’Ke€ HAHOKOMIIO3UTOB HAa OCHOBE 3I10K-
cunHoit cmonel DJ1-20. [TokazaHo, 4To MCTONBb30BaHKE TPaHyaMpoBaHHbBIX MYHT i noiay4yeHust HaHOKOMIIO3H-
TOB II03BOJISIET 110 CPABHUTENIBHO IIPOCTOM TEXHOJIOTUU I0JIy4aTh MATEPHUAIIbl C BBICOKMMH  MEXAHUYECKUMU
XapaKTEPUCTUKAMH.

Knioueswvie cnoga: yrieponHble HAHOTPYOKH, HAHOKOMIIO3UTHBIE MaTe€pUalibl, HAHOKOMIO3UTbI, KaTaTUTHUEC-
KHU [IUPOJIN3.

PREPARATION OF POLYMERIC NANOCOMPOSITES BY USING
GRANULATED MULTILAYER CARBON NANOTUBES

Krychkov V. A. 1, Krychkov M.V. 2 Vmorkov N.V. 3, Portnova Y.M.3,
Bushansky N.V#, Bushansky S.N.*

DOIil and gas research institute Russian Academy of Sciences
2 N. D. Zelinsky institute of organic chemistry (ZIOC RAS)
%) JSC ORPE «Technologiya»
4 LTD «Compozit-pro»

A method for preparing polymeric nanocomposite materials by using granulated multi-walled nanotubes (MWCNT)
is described. A fabrication technology of the granules and granules-based nanocomposites is disclosed by using &
an example two-layered nanotubes. Properties of MWCNT's, their granules, and nanocomposites with epoxy resin
ED-20 are described. It is shown that the use of granulated MWCNT in hanocomposites yields a relatively simple
technology of materials with high mechanical characteristics.

Keywords carbon nanotubes, nanocomposites, nanocomposite material, catalytic pyrolysis.

1. BBenenue

VYriepoaubie HaHOTPYOKH (YHT) mIMpoKo MCTIONB3YOTCS B HAYYHBIX MCCIICIOBAHUSX YIS TIOMYYCHUS TIOJIH-
MEpPHBIX HaHOKOMITO3UTOB. JloOaBnenune YHT B konuuecTBe He Oosee S Macc.% 3aMETHO yIy4IIaT MEXaHHYEC-
KHME CBOICTBa nojauMepa. B nociennee BpemMsi OCHOBHOE BHUMAHUE YAEJIEHO UCIIOIb30BAHUIO MHOTOCJIOMHBIX YT~
neponHbix HaHOTPYOOK (MYHT). OHu 3HaunTenbHO JeinieBie ogHocaonHbix YHT U MHOTHE TEXHOJIOrHYECKHe
orepari MOXKHO OCYIICCTBIISITH C HUMHM Jierue U 0ojiee kadecTBEHHO. [loiydyaroT uX JOCTaTrOYHO MPOCTHIMH
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METOJaMU KaTaJuTUYECKOTO MUPOJIM3a YITIEPOJOCOAEPKALIETO Chipbi. TexHosorus npoussojacrsa MYHT mno-
CTOSIHHO COBEPIICHCTBYETCSI, YTO MPUBOAUT KaK K CHHKCHHUIO X CTOMMOCTH, TaK U YIyUIICHHIO UX (PyHKIIMOHAb-
HBIX XapaktepucTuk. OcHoBHBIE pobsiemMbl pumenenuss MYHT cBsizanbl ¢ mpobieMamMu UX pacipe/ielieHus B
nojauMepe, GyHKumoHanu3zanuu u opueHtanun. MYHT yke Ha cTajgun mpou3BOACTBA BCET/ia MOJTyYaroTcs B arjio-
MEpPUPOBAHHOM BHJIE. Pa3zMep amiomMepaTtoB MOXKET JOCTUraTh JECATKH U COTHU MUKpPOMETpOB. IIpoyHoCTh ar-
someparoB MYHT, kotopbie 00pa3oBajiuch Ha 3Talle MX MPOU3BOACTBA, HACTOJIBKO BEIIMKA, YTO MEXAHHYECKHE
METO/Ibl AUCTIEPTUPOBAHUS HE JAIOT OKMJIaeMbIX pe3yasraToB. K ToMy ke M3-3a BEICOKOH yleabHON MOBEPXHOC-
THOU 3Heprun MYHT oHu Jaxe rnocie qucrneprupoBaHusi CKIOHHBI K alTIOMEPUPOBAHUIO B TOJIMMEPHON MATPULIE.
B aTom ciydae s ekt MexaHHUeCKoro YpouHEHHs U apMUPOBaHMsI MaTPHUIBl HE JocTUraeTcs. [ pemeHus
npo0IeMbl pacTpe/ieIeHus C CaMOT0 Hauana MPUMEHSIOTCS pa3HOOOpa3Hble METO/IbI YIIBTPa3ByKOBOTO IUCTIEPTHU-
poBaHus (cMm., Hartpumep, [ 1]). DyHkmroHamM3aIws Heo0XouMa, 4ToObI 00eCIIeYUTh Kore3uto noaumepa k MYHT.
be3 xopomuero cueruienust MYHT ¢ monmumepom oHM OyayT TpEeACTaBIsATh COO0H TONBKO NeEKThl B CTPYKTYpe
Matpuiibl. CI0KHOCTB MPOOIIeMbI PyHKIIMOHAIN3AIMH COCTOUT B TOM, 4T0 (pyHKInoHanu3upoBanusie MYHT yike
B KOHIIeHTparusx He 6omnee 0,1 Macc.% CyIIeCTBEHHO MEHSIOT CTPYKTYPY NoJuMepHbIX matpuil [2-3]. HeobOxo-
JIMMO BBIOpaTh ONTUMAIIbHYIO TEXHOJIOTHIO (YHKIIMOHATU3AIMH, YTOOBI HE YXYAIIUTh (PU3NKO-MEXaHUUECKUE Ha-
HokoMno3uTa. Hanbonee cnoxxna npotinema opuentanuu MYHT B nonumepHoii matputie. OnTHMaIbHON TEXHO-
JIOTUH NoTy4yeHus opueHTrpoBanHblX YHT B HaHOKOMIO3UTax He cyiiecTByeT. K HacToseMy BpeMeHH uccieny-
t0Tcst MeTopl opueHTaruu YHT pasiuyHeiMH BO3AEHCTBUSAMU:

- BHEIIHUM OJHOPOJHBIM 3JIEKTPUYECKHUM I10JI€, BHEUIHUM MAarHUTHBIM I10JI€M; HEOIHOPOJIHBIM JJIEKT-
PUUECKUM TOJIEM, WHAYIHUPYIOMIUM AUAIEKTPO-(QopeTHYecKre CUIIbI Ha HAHOTPYOKH, SKCTPY3MOHHBIMH CIIOCO-
Oamu [4]. Bce 3T METOIBI OUeHb MaJlo MOIXOAST JUIsSl MPOMBIIIJIEHHOTO MAcCIITaOupOBaHUSI.

W3 cka3aHHOIO BBIIIE MOXKHO C/IEJIaTh BBIBOJ O TOM, YTO COBPEMEHHBIE TEXHOJIOTUYECKUE ITOAXO0/Ibl B KOHCT-
PYMPOBaHUHM HAHOKOMIIO3UTHBIX MaT€pPHaiOB OYEHb CI0KHBIC M B ONMMKalIIel mepcreKTHBE OYeHb TPYIHO OXKHU-
JIaTh UX MACCOBOTO PUMEHEHUsI B IPOMBILIIEHHOCTH. B 1aHHO# paboTe u3naraeTcsi HOBBIN OX0/ B TIOTyYEHUH
HaHOKOMIIO3UTOB — I'paHyJIbHbIN. [10/1 rpaHy/IbHBIM O/IX0/I0M IOHUMAETCS UCTIOIb30BaHME TpaHyiMpoBaHHbIX MYHT
OTIpEeJICIEHHOTO pa3Mepa U CTPYKTYphl. B miepBylo odepenb rpaHyiibl IOKHBL OBITH JOCTAaTOYHO JAWUCIEPCHBIE U
XOPOILIO MPONUTHIBATLCSA CMOJIOW. Takue rpaHysbl He HIEHTUYHBI UCXOHBIM, [TOJIy4EHHBIM IIPH ITPOU3BOJICTBE
YHT. CpolicTBa MOCIEAHUX OUYEHD CII0KHO KOHTPOJIUPOBATh, OHU COBEPIIICHHO Pa3HbIE Y BCEX MPOU3BOIUTEINCH, a
BBE/ICHHUE X B [TOJMMEPHYIO MaTPHILy HE FapaHTUPYET yaydlleHrne (PU3NKO-MEeXaHUUECKUX CBOMCTB MOJTMMEPHOI
KOMIO3UIMHU. [lepBbie pe3yabsTaThl 0 rpaHyAbHOMY CIIOCO0Y MOTy4YeHHsI HAHOKOMITO3UTHBIX MaTepHaioB U MOJIU-
(UIHMPOBAaHHBIX YIIIEIUIACTHKOBBIX KOMIO3UTHBIX MaTeprasioB nonydeHsl eme B 2007 roxy [5]. Lenbto nanHoi
paboTHI siBIsIeTCs MOAPOOHOE ONMCAHKUE TEXHOIOTHIECKHX Tpolieayp noixydeHus rpanyn MYHT u HaHOKOMITO3H-
TOB HA UX OCHOBE, a TAKXKE CBOMCTB IOJyUYEHHBIX MATEPUAIIOB.

2. MaTepHaJII)I U 3KCHNEPUMECHTAJBbHBIC MMPOLEAYPbI

B kadecTBe MoJiesIbHOTO MaTepuralia BeiOpaHa mokcuiHas cMoa I/ 22 ¢ oTBepaAuTEIIeM TPUITUICHTET-
pamul (TOTA). MYHT 0Obutn mosy4eHbl KaTaJIuTUYECKUM MUPOJIU30M METaHa Ha HUKEJIEBOM KaTau3aTo-
pe. [Ipouecc mpoBoauics Ha TpyO4aTroM MHOTOINOJIOYHOM peakTope. HuameTp peaktopa paBeH 50 MM, a
JutHa padoueit 30H1-500 MMm. [leperopoaku peakTopsl caeIansl B Buje nepdopupoBanubix auapparm. MYHT
BBIPALIMBAINCH HA HUKEJIEBOM KaTaJlu3aTope C MCHOJIb30BaHueM B kKauectse Hocutens Y-Al O,. Ipensapures-
HO OCaKJaJINCh YaCTHIIBI TUAPOOKUCH HHUKEJSl U3 BOAHOTO PACTBOPA a30THOKHCIOTO HUKEIS, YTOOBI TIOJTY4YHUTh
OJIHOPOJHOE paclpesiesieHHe 0 pa3MepaM YacTHIl HUKeJs B KaTaJln3aTOPHON KOMITO3UIUH. | UIApOKCHA HUKENs
THIATEIHHO MPOMBIBAJICS JUCTUIUIMPOBAHHOM BO/10H, BhIcymMBaics npu 105 °C u 3ateM cMenInBalics ¢ oMoJIo-
ThIM TI0pomikoM Y-Al O,. B npoiecce cmemBanus B cUCTeMY 100aBisIach aMopdHas 30/1b OKMCH aJIFOMHHHUS C
KOHIIEHTpalKel OKICH alnfoMUHNA B pacTtBope ~10 macc.%. KoHneHTparys HUKes B CHHTE3UpYeMOM KaTalnu3a-
Tope - 8,5 macc.%. Hebosbiast KOHIIEHTPAIMs HUKEJIS B KaTaIM3aTOPHOM CUCTEME BhIOpaHa, 4TOOBI IIPEI0TBpa-
THUTb POCT IUIOTHBIX arperatHelx cTpykryp MYHT. IlonyueHHas macra karaau3aropa HAHOCHUIIACh TOHKUM CJIO-
em (~0,2 - 0,5 MM) Ha OYMIICHHYIO OT 3arpsi3HEHHI MOBEPXHOCTh AuadparMm ¢ odoux cropoH. Juadparmser ¢
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HAHECCHHBIM KaTaJIn3aTOPOM CYIIMIIMCh HA BO3JyXe B TEUCHUU 24 YaCOB M 3aTEM B CYIIMWIBHOM KAy C MeJI-
JeHHBIM TIogbeMoM Temnepatypsbl (~10°C/gac) mo 105°C. Iocne Beinepxku npu 105 °C B Teuenun 12 yacos
JaTbHEHIYI0 TEPMUYECKYI0 00pabOTKY M BOCCTAHOBIIEHUE KaTaIM3aToOpa BOJOPOJAOM OCYIIECTBISUIN HEMOC-
peacTBeHHo B peakTope. Koneunas Ttemmeparypa BOCCTaHOBIECHHS Karaiu3aTopa cocTasisiia 550 °C. Kara-
JTUTAYECKUN TUPOIIU3 MIPOBOIUIICA B TOTOKE MeTaHa rpu temmeparype 550 °C no nonyuenus MYHT B konuye-
ctBe ~ 35 1/r. kar. O6mmmii Beixog MYHT cocrasisut ~150 r. Ounctka MYHT ot Hukenst ocymectsisuiachk 10%-
M PacTBOPOM COJISIHOM KHCIIOTHI. [10CIie MpOMBIBKY AUCTHIUITMPOBAHHOM BOJION U 00€3BOXKBaHus arletoHoM MYHT
HO/IBeprayinch GyHKIHoHanu3anuu 00padotkoit 10% pacTBOpoM a30THOM KUCIOTHI B COOTBETCTBHHU C METOIUKOM,
OIMKMCaHHOM B paboTe [6] 1 3aTeM MPOMBIBAIMCH JIUCTHILIMPOBAHHON BOJIOW, CYIIMINCH U MOJIOJHMCH Ha IIAPOBOM
MEJIbHUIIE B alleTOHE.

B mpormecce momona gpoo6asisiics 1 mace.% TOTA. [Mocne momona MYHT BeicymmBanucs npu 70 °C u npo-
tupanuch uepes cura 050. ['panyinst MYHT nob6apnsuiuck B nogorpetyro 10 60 °C 31MoKCHIHYO CMOJTY U TIepeMe-
IIMBAJIKCh Ha Melajke B TeueHue 10 MUHyT. YpTpa3ByKoBO€ TUCIIEPIUPOBAHNE HE HCITOIB30BAIOCH. DIMOKCH -
Hast cmonma ¢ MYHT mnporpeBanace 10 100°C ¢ BbaepKKo# Ipu 3Toi Temmeparype ~ | daca, yToObl ylIaiuTh
CJIe/Ibl alleToHa. B anpHelemM Bce TEXHOJIOTUYSCKUE ONepalluy 1Mo NmojiyueHuo o0pasioB u3 cmecu MYHT ¢
SMOKCH/THOW CMOJION M M3 YHUCTOM 3MOKCUIHOM cMOJibl ¢ oTBepautesieM TOTA Obui CTaHIAPTHBIMU U OJIUHAKO-
BbeiMU. Conepxxanne TOTA B kommo3uiiuu coctaBisuio 14 mace.% B nepecuere Ha cMoiry. OTBepKIeHUE TTPOBO-
JIWIOCH TIPH KOMHATHOM Temmeparype. [loMumo 00pasiioB U3 YUCTON CMOJIbI OBUIN MOJIYYEHBI U UCCIICIOBAHBI
kommo3unm ¢ 5, 10, 15, 25 u 45 macc.% MYHT.

3. PeSy.]'leaTl)l IKCIEPUMEHTOB H oﬁcymaeﬂne

30J1b OKHCH AJIIOMUHUS UCTIOIB30BAJIaCh B MPUTOTOBJIEHUH KaTaJIN3aTopa Kak CBA3YIOIIee B CO3/1aHNHN KaTalu-
3aTOpPHOTO MOKPBITUS. [loMHMO 3TOTO, €€ HCIOIB30BaHKE MO3BOIMIIO PEIIUTh HECKOIBKO JPYyTuX mpodiem. Bo-
NEePBBIX, CHU3HUTH (DAKTOp HACIIEOBAHMS pa3Mepa YacTHUIl HUKEJIsl pa3Mepa MUKpOTIop B HocuTene. [Ipu oObraHOi
IIPONUTKE pacTBOpoM cojieit Hocutens (Y-Al,O,) pasmMephl YacTHIl HUKENs ONPEEAIOTCS KaK BHEIIHUMU, TaK 1
BHYTPEHHUMH MHUKpOTIOpaMu Hocutellsi. Kpome Toro, B HoCHTENE IPUCYTCTBYIOT B OOJIBIINX KOJTHUYECTBAX KPYII-
HbIE MEXKTpaHyJIbHbIE TOPHI (Me3anopbl). B Mezanopax GopMupyroTcst arpernpoBaHHbIE CTPYKTYPBI KaTAIU3UPY-
€MOro KOMITOHEHTA. B ciTydae HCIoNb30BaHMs 30JIH OKHUCH AMIOMUHMS Karaau3atopHbi kommoneHT (Ni) pacmpe-
JieTisieTCsl Ha BHEITHEH MOBEPXHOCTHU IpaHyl HOCUTENs 6€3 3aMeTHOTO IPOHUKHOBEHUS BHYTpb Hocutens (Puc. 1).
Bo-BTOpBIX, YaCTHIIBI 30JIM OKMCH aJTFOMUHUS MPETSITCTBYIOT arperaliii U pocTy KaTalu3aTOpHOTO KOMIIOHEHTa B
npoliecce TepMUUeckoi 00paboTku karanuzaropa. [lomyuaercs ogHOpPOAHAS MO pa3Mepy YacTHULl MUKPOCTPYK-
Typa KaTtajqu3aTopHoro nokpsitus (Puc. 2). B-tpersux, B mponecce pocra MYHT npoucxomuT BeIHOC KaTanu3a-
TOpHOTO KoMIIoHeHTa BMecTe ¢ MYHT u3 karasmsaropHoro nokpsitus u oraenesue MYHT or karanuzaTropHoro
HOKPBITHS IPOUCXOAMT MPAKTUUECKH O3 3arpsi3HEHUS UX YaCTHLAMH HOCHUTEIISI.

Haunnbie POA (Cu,, IPOH-4) nokasanu, uto nonydennsie MYHT umetor d,,= 3,338 HM 1 Ha peHTreHOrpam-
M€ OTCYTCTBYET I'aJlo B 00JIaCTH MaJIbIX YIVIOB, KOTOPOE COOTBETCTBYET amopdHoMy yriepoay. [locie rpanyns-
Uy pasMep rpanyi He npessiman 50 mxm (Puc. 3). Buytpennss ctpykrypa MYHT B rpanynax peixias, a opu-
eHTalys TpyOOK XaoTHYHAsl B BHUJE CBEPHYTHIX B KiyOok Hutel (Puc.4). Ilo sroit mpuuune nmuna MYHT ne
SBJISIETCSL ONPENEIIAIOIINM [TAPAMETPOM B IIOJYUEHUU IPAHYJI 1 HAHOKOMIIO3UTOB Ha nx ocHoBe. MY HT, nonyueHn-
HBIE 10 ONMMCAHHOH BBIIIE TEXHOJIOTHH, B OCHOBHOM SIBIISIIOTCSI ABYXCIIOWHBIMU. KOHIIBI HAHOTPYOOK OTKPBITHIE, &
Ha WX TIOBEPXHOCTH M B 00BbEME IpaHyJl HAOJIOIA0TCS CKOIUICHUST Mesko3epHucTor (assl (Puc. 5). OueBuaHo,
YTO 3TU CKOIUICHHUS BbI3BaHBI MEJIKMMHU YacTuiiamu yrieposaa ¢ TOTA. Mernkue yriiepoHble 4aCTHIIBI 00pa3oBa-
nuck B pesynbrare nomona MYHT. Tlomon cymiecTBeHHO HE BIMSI Ha MapaMeTphbl OTAEIbHBIX HAHOTPYOOK, HO
NPUBOAMI K pa3pyIICHHUIO arPETUPOBAHHBIX CTPYKTYP M KOHIIOB HAHOTPYOOK.

Cmecs MYHT c snokcugHON cMoJIOl Obljla yCTOWYHMBA K CEJJMMEHTAIIMOHHBIM HPOIIeccaM MPH KOMHATHOM
TeMIepaType B TeYeHUH BpeMEHHU He MeHee | CyTOK.

MukpocTpyKTypa MoJIMMEpPHBIX HAHOKOMITO3UTOB XapaKTepU3yeTCsl BHICOKOM CTENEHbI0 OJTHOPOJHOCTH U Ma-
JBIM COZIEp’)KaHHEM MHUKPOIIOp BILIOTH /10 KOHIEHTpaiwmid 15 macc.%. [lpu 6onee BeicokoM conepxkanunt MYHT
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MOBBIMIACTCS KOJIMYECTBO MUKPO- 1 Makponop (Puc. 6). Ha n3nome paspyuieHust o0pa3ioB HET SIBHBIX BBIXOJIOB
MYVYHT Ha noBepXHOCTh, HO OHH XOPOIIIO BU/HBI B TOPax ¥ KaBepHax u3jnoma. OueBUIHO, UTO pa3pylieHue oopas-
1{OB HAHOKOMIIO3UTOB IIPOUCXOAUT I10 MEKIPAHYJIBHOMY IIPOCTPAHCTBY, I1e opueHTanus MY HT napamiensHa no-
BEPXHOCTHU H3JIOMA.

MexaHn4YeCcKne XapaKkTepUCTHKH HAHOKOMIIO3UTOB CYIIIECTBEHHO 3aBUCAT OT KOJTMYECTBA I00aBICHHBIX Ipa-
Hyn MYHT. Ilpu no6asnenuu 5 macc.% rpanyn MYHT npoyHoCTHBIE TTOKa3aTe)IM OCTAIMCh HEU3MECHHBIMU B
npenenax norpemyocty uamepenus (Tadbnuna 1). OueBuaHO, YTO MPU MaJIBIX KOHIIEHTpauuax rpanyn MYHT,
OHHM 00pa3yIoT JIOKaJbHbIC BKIIOUEHHS, OKPYKEHHBIE CBA3YIOMIMM 1 He (POPMUPYIOT IPOCTPAHCTBEHHYIO CETKY
comnpsbKeHHBIX y370B. Kak u no0ble nokanbHble BKiItodeHus rpanynsl MYHT B aTom ciyyae He OKa3bIBaroOT
BIIMSIHUSL HAa BCIO Marpuiy. To, 4TO HET 3aMETHOTO CHUXKEHUS IPOYHOCTHBIX II0KA3aTelIel, yKa3blBaeT HA XOPO-
HIYIO TPONUTKY IPaHysl CMOJIOH. B 3TOM citydae oTcyTCTBYeT OTpHLIaTeNbHBIN (HaKTOp KOHIIEHTPALUHU HaTpsIKe-
HUs B 00JIACTH JIOKAJIbHOTO BKJItOYeHUsi. C yBenuueHueM KoHIeHTpanuu rpanyn MYHT B nepByro odepens
HaOroaeTcst pe3kuil pocT MoyJeit ynpyroctu. [Ipu konnenTpauuu rpanyn MYHT 15 mace.% moaynu ynpy-
TOCTH Ha pacTsDKeHHE W Ha M3THO BBIPOCIW cooTBeTcTBeHHO B 4,17 m 1,73 pasa. Ilpu 3T0#l KOHIIEHTpaUK
BBIPOCIH ¥ IPOYHOCTHBIE MoKa3aTenu. [IpounocTs Ha n3rnd ysenauumnack Ha 20,3%, a Ha pacTsHDKEHUE TOYTH
Ha 6%. C nanpHeHIINM yBelInueHneM KoHIleHTpauuu rpanyn MYHT nonnxatoTcs BeTUYMHBI MOLyJIEH yIIpyTo-
CTHU Y IIPOYHOCTHBIE JaHHBbIE. TaKkoe MOBEIECHUE CBA3aHO HE TOJBKO C YCUIEHUEM MEXIPAHYIBHOTO MOJIEKYJISIP-
HOTO0 B3auMoaecTeus nosmmMepHoi Marpuibl ¢ MYHT ¥ pocTOM JI0KaJIbHBIX HANIPS)KEHUM MEXKly TPaHyJIaMU,
HO ¥ C CWJIBHBIM YBEJIMYEHHEM NOPUCTOCTH 00pasnoB. O xapakTepe U3MEHEHHs TOPUCTOCTH MaTepUaIOB KOC-
BEHHO MOXKHO CY/IUTh 10 U3MEHEHUIO0 UX M1oTHOCTH (Puc. 7). Haunnas ¢ konuentpaunit MYHT okomo 15 mace.%
POCT IIIOTHOCTH HAHOKOMIIO3UTOB pe3Ko 3amemiisieTcsi. [Ipobnemsl 37iech Te e, YTO U IPU BBEACHUU B CMOJY
OOBIYHBIX TOPOLIKOBBIX HanoIHUTENEeH. [IprMeHeHre Baky yMUPOBaHHUS, YIBTPa3ByKOBOWH 00paOOTKH HAHOMO/IHU-
(GUIUpPOBaHHON CMOJTBI, TPABUIIBHBIN BHIOOP TEMIIEPATYPHOTO peskuMa (POPMOBAHHS ¥ TIOTMMEPHU3AIL[TH HECOM-
HEHHO TO3BOJISIT TOBBICUTH XapPaKTEPUCTHKH HAHOKOMIIO3UTOB C OONBIIMMHU KOHILEHTpauusiMu rpanyn MYHT.
OcHoBHast 00J1aCTh UX IPUMEHEHHUSI — MaTEPHAIIBI C TOBBIIICHHBIMH JJIEKTPUYECKUMHU M TETIOBBIMU CBOWCTBA-
MHU. [I71s1 ynydleHus CBOMCTB MOJMMEPHBIX KOMIIO3UIIMOHHBIX MAaTEPUAIOB, apMUPOBAHHBIMU BBICOKOMOAYJIb-
HBIMU MaTepHaliaMu, yKe JOCTUTHYThIH YpOBEHb HAHOMOJU(UITMPOBAHHON CMOJIBI C KOHIIEHTpaIiel okoio 15
macc.% MYHT siBnsieTcst JOBOJIBHO BEICOKUM M IIEPCIIEKTHUBHBIM I MPUMEHEeHHS. | paHylbHBIN crioco0 moiy-
YEeHUsI HAHOKOMITO3UTOB HE TPEOYeT KaKoro-To CHEUPUUECKOro 000py10BaHNs TOMHMO IPUMEHSEMOT0 B TIPO-
M3BOJICTBE KOMITO3UIIMOHHBIX MaTepHAIOB, OCOOBIX TPeOOBaHHUI K TEXHOJIOTaM M pabO4YMM Ha MPOU3BOACTBE.
On nerxko macmrabupyercsi. CoBepuieHCTBOBaHHE TexHooruu cuate3a MYHT HecomHeHHO mpuBeneT B Oy-
IyLIeM K PEe3KOMY CHH)KEHHUIO X CTOMMOCTHU M 3TOT (haKTOp SBISETCS ONMPEACISIONINM ISl TIPOMBIIUICHHOTO
MaciTabupoBaHUs JAHHOHW TEXHOJIOTHH.

200nm

4

SEl  30kV WD10mm  SS40 x30,000 0.5|'Jm .
Gubkin State University_nanokompozity / 17 Nov 2012

Puc. 6. ITosepxnocms paspywienus oopazyos: (a) - 15 mace.% MYHT,(b) - 25 macc. s MYHT
SEM. Fracture surfaces of the samples: (a) - 15 wt. % MWCNTSs, (b)- 25 wt.% MWCNTs
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Tabmuna 1
MexaHn4yeckne CBOWCTBA HAHOKOMIIO3MTOB
Cocras ITpouHOCTH Monynb ITpouHOCTH Ha Monynb
SIMOKCMHAHOKOMIO3UTOB | Ha m3rud, MIla | ympyroctuna | pactskenue, Mlla YIpyTrocTv Ha
n3ruo, I'Tla pactsikenue, [Tla
Yuctas cmomia 9J1-20 84 2,75 51 2,62
On-20 + 5 mace.%
MVYHT 83,5 2,75 51 2,61
O/1-20+10 macc.%
MVYHT 54,1 3,51 50,5 3,32
OJ1-20 +15macc. MYHT 101 4,76 54 10,94
OJ1-20 + 25 mace.%
MVYHT 86,6 4,03 34 5,345
][220 +45 macc.%
MYHT 46 4,0 27 5,42
1,215 T ‘
1,21 ; — -0 |
1,205
m 12
=
£ 1,195
)
G 1,19
2
lé 1,185
C 118
1,175
1,17
0 10 20 30 40 50

KoHueHTpauma MYHT 8 HaHOKomno3suTe, macc.%

Puc. 7. 3asucumocmsb n10MHOCMU HAHOKOMRO3ZUMHBIX 00pa3y 06 om konyenmpauuu MYHT
The density of nanocomposite samples versus concentration of MWCNTs

bubanorpadguveckuii cnucok

1. Koshio, A., Yudasaka, M., Zhang, M., lijima, S. (2004)Simple Way to Chemically React Single-Wall
Crabon Nanotubes with Organic Materials Using Ultrasonicatiddano LettersVol. 1, No. 7, 2001, p. 361-363.

2. Fiedler B., Goiny M, et al., Fundumental aspects of nanj-rainfored comp@sitap/ Sci. Techyv. 66, p.
3115-3125.

3. A.H. Axanrenxos, B. H. Anekcammn u np., Biusiaue Manbix KonmuuecTB (QyHKIIMOHATH3UPOBAHHBIX HAHOT-
pyOOK Ha (QHU3HKO-MEXaHUYECKHE CBOWCTBA U CTPYKTYPY AMOKCHIHBIX KOMIIO3ULUH, [Jechopmayus u paspyute-
Hue, Nell, 2011

4. 3. 3. JlaTpinoB, AHU30TPOITHOE YCUJICHUE CBOMCTB HAHOKOMITO3UTOB METOJIOM OPUEHTAIMU HAHOYACTHIL B
Mmarpuiie, Hayunoe npubopocmpoenue, , .21, Nel, ¢. 50-52, 2011

228



Komnozumut u nanocmpykmypuol Tom 6 (Volume 6) No 4
COMPOSITES and NANOSTRUCTURES 2014

5. BeimopkoB H.B., Kprouko B.A., [ToptHOoBa .M., DddekTHBHOCT, HAHOMOIN(UIIMPOBAHHS STTOKCUIHBIX
marpul, Cooprux 0oknadog 1V nayuno-npaxmuuecxou Kougepenyuu «Hanomexnonoeuu-npouzgoocmay
2007 » 28-30 Hosi0Opst 2007r.).

6. H. A. I'neboBa, A. A. HeuuraiisioB, @yHKIIMOHAIN3AIIMS [IOBEPXHOCTH YIJICPOIHBIX HAHOTPYOOK, [Tucvma 6
JKT®, tom 36, Beim. 19, ¢.8-15.

References

1. Koshio, A., Yudasaka, M., Zhang, M., lijima, S. (2004)Simple Way to Chemically React Single-Wall
Crabon Nanotubes with Organic Materials Using Ultrasonicatidsaimo Letters\ol. 1, No. 7, 2001, p. 361-363.

2. Fiedler B., Goiny M, et al., Fundumental aspects of nanj-rainfored comp@sitap/ Sci. Technv. 66, p.
3115-3125.

3. A. N. Akatenkov, V. N. Aleksashin and othdrgluence small quantities of nanotubes on physicochemical
properties and structure of composite epoxy matef@&rmation and destructio011, Nell.

4. Z. Z. Latypov. Anisotropic enhancement of nanocomposites properties by orientation technique into the
matrix, Scientific instrumentatiqr2011, V21, Nel, p. 50-52.

5. Wmorkov N. V., Krychkov V. A., Portnova Y. M., Nanomaodification efficiency of epoxies’ madadection
of reports of the IV gsearch-to-practice conference «Nanotechnology for manufacturing 22889
November 2007).

6. N.V. Glebova F. V., A. A. Nechitylov, Functionalization of carbon nanotubes suifacknical Physics
Letters T. 36, v.19, p, 8-15, 2010.

Ceeoenusn 06 aemopax

B.A. KproukoB' : ct. HayuHbIi coTpynHuk MHcTUTyTa podnem Hedru u raza PAH, e-mailkruchkov06@mail.ru,
ten. +7 910 5459759

M.B. Kproukos: Nuctutyt opranuueckoit xumun uM. H. JI. 3enunckoro PAH, Hayunslii coTpyanuk, e-mail:
mail-mk@mail.ry ren. +7 916 9598575

H.B. Bymanckuii: /lupexrop OOO «Kommosut-ITPO», e-mail: compozit-pro@mail.ru, 8 (48439) 6-72-73, +7
910-914-23-76

C.T, Bymaunckuii: ['magusiii rexnoiaor OO0 «Kommosut-TTPOx», e-mail: compozit-pro@mail.taen. 8 (48439)
6-72-73

H.B. BoimopkoB: I'masuseiii Texnomor HITK «Kommosut»y OAO OHIIIT «Texuomorus», e-mail:
vymorkov@mail.ryresn. 8 (48439) 4-23-95, +7910-913-62-90

SI.M. TloprHoBa: Beaymuii umxenep - texuonor HITK «Kommozur»y OAO OHIIIT «Texuomorus», e-mail:
kiam63@mail.ru, 8 (48439) 7-05-55, +7 910-540-72-14

' KoHTaKTHOE JIUII0

229



Tom 6 (Volume 6) Ne 4 Komnozumul u nanocmpykmypuol
2014 COMPOSITES and NANOSTRUCTURES

CHUHTE3 KOMIIO3UTOB ITOJIMAHUJIMHA C IBYOKUCBIO CBUHLA

*Maruumsn A.A., **Xauarpaun T.T., *Axuazapsau T.JL., **Munacsau I.I.
(monyyena penaxiumeit 16.06.2014, nepepadorannbiii Bapuant —08.12.2014, npunsita B meyath — 15.12.2014)

*Kagpeopa IOHECKO - Meouxo-b6uonoeuueckuii MesicOyHApOOHbLIL YeHMP NOCAE8Y308CKO20O
obpaszosanus, Epesan, Apmenus;
**Uncmumym opeanHuyeckol Xumuu HAYYHO-MEeXHOI02UYeCK020 YeHMpPa Op2anuiecKkou
u papmayesmuuecrou xumuu, Epesan, Apmenus

HccnenoBanbl 3aKOHOMEPHOCTH OKHMCJICHUSI aHWIMHA TEePCyabParoM aMMOHHUSI B KUCIBIX BOJIHBIX cpelax B
npucyrctBuu PbO,. M3ydeno Biausnue PbO, Ha ckopocTh peakiuu, 0COOEHHOCTH MOIMKOHICHCAIMH aHUIMHA U
MOJIEKYJISIPHYIO Maccy o0pasyrolerocs noiumepa. BriepBele momydeHbl 3IeKTPONPOBOIHBIE KOMITO3UThI MOJH-
aHWIMHA C JIByOKUCBIO cBMHLA. [lonKOHIeHCaMs aHUIMHA W CHHTE3 €ro KoMnos3uTos ¢ PbO, coBmemiens! B
OJIHOM peakTope. MeTos Mo3BoJIAeT NOMyYHTh KOMIIO3UTHI C aapoM u3 PbO, u 0605104K0i U3 MONMaHUIKHA, A
TaKKe perynmposarh cojepxkanue PbO, B komnosurax. [lokaszano, 4To CKopoCTh MOIMKOHIEHCALMU AHUIIMHA Pa-
CTET NPOIOPLHOHAJILHO KonuuecTBy PbO, B peakinoHHOM cpejie, a MHIyKIMOHHBIH IEPUOJ PEAKIIMU U MOJIEKYJISP-
Has Macca MoJIMaHuInHa yMeHbInatoTcs. OnpesieneHbl COCTaB U CBOMCTBA MOJTYYEHHBIX TPOAYKTOB.

Kniouesvie cnoga: nonuaHuINH, 3JIEKTPOIIPOBOIHBIE KOMITO3UTHI, CBUHEI] IBYOKHCh.

SYNTHESIS OF LEAD DIOXIDE/POLYANILINE COMPOSITES
*Matnishyan H.A., **Khachatryan T.T., *Hakhnazaryan T.L., **Minasyan G.H.

*UNESCO chair - Life sciences international postgraduate educational center, Yerevan, Armenia;
**[nstitute of Organic Chemistry of Scientific - Technological Center of Organic and Pharmaceutical
Chemistry, Yerevan, Armenia;

A study of oxidation of aniline by ammonium persulfate in acidic aqueous media in the presence of PbO, was
carried out. An effect of PbO, on the reaction rate, features of polycondensation of aniline and molecular weight of
aresulting polymer was studied. Polyaniline - lead dioxide composites were obtained for the first time. Polycondensation
of aniline and synthesis of its composites with PbO, combined in a single reactor. The method allows obtaining
composites with a core of PbO, and polyaniline shell, as well as regulating the content of PbO, in composites. It
was shown that the rate of the polycondensation of aniline increases in proportion of PbO, in the reaction medium,
and the induction period of the reaction and the molecular weight of polyaniline decreases. Compositions and
properties of the obtained products are determined.

Keywords: polyaniline, conductive composites, lead dioxide

1. Beeaenue

I'mbpuaHbIe MaTepHuabl 1 HAHOKOMITO3UTBI, COCTOSIINE U3 TIOJIMMEPHBIX MOTYTPOBOIHUKOB  HEOpraHHYeC-
KHX KOMIIOHEHTOB, 0COOCHHO BOCTPeOOBaHbI B MUKpo3jieKkTpoHuke [1-5]. Kommno3uter nonuanminaa (PAni) ¢
HEOpPTraHWYEeCKMMHU HAOJHUTENSIMU YK€ HalllJId IPUMEHEHHUE B JJIEKTPOHUKE U 3JIEKTPOTeXHUKe. B yacTHOCTH,
HaHOKoMII03uThl PAni ¢ TiO, HCIONb3yrOTCS 11t H3TOTOBIEHUS (POTONEKTPUIECKUX NPeoOpasoBareriei, pas-
JIMYHOTO THIIA JATYUKOB, IE303IEKTPUYECKUX MaTepuaos [2, 3, 5], nanokomnosutel SnO, ¢ PAni sBsiorcs
XOPOUIMMH KaTalM3aTopamMu OKHMCIIEHHS METaHola U B kKoHaencaropax [4]. Komnosuter PAni ¢ Bi,O, nmeror
MEPCICKTUBHBIE (DOTOICKTPUUECKUE CBOMCTRA, IPUMEHSIOTCS B CyNepKoH ieHcaTopax [6, 7]. Kommo3uter PAni
¢ PbO n PbO, nepcnektuBHbI 1151 5 (HEKTUBHOTO MOTOIEHUS BBICOKOYACTOTHOTO U3ITyYEHHUS, SKPAHUPOBAHHS
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OT 3JIEKTPOMArHUTHOTO U3y4eHHs, MOAU(DUKALMH CBUHILOBBIX aKKyMyIsATOpoB [5, 8, 9], a PtO, ¢ PAni npume-
HSIOTCS B KauecTBe kaTanu3aTopos [10] u cercopos st Bogopona [11]. Panee Hamu Oblia oKa3aHa BO3MOX-
HOCTh 00pa30BaHUs HAHOKOMIIO3UTOB KaK C SJpPOM M3 pasiudHbIX okucioB merawios (TiO,, SnQ, Nd203,
Er203, Yb203) u obosoukoii u3 PAni, Tak u ¢ simpom u3 PAni u o0onoukoii u3 Nd203, Er203, Yb203 [12-13].
Oco0eHHOCTh HAHOKOMTIO3UTOB PAni M Apyrux 3JEKTPONPOBOAHBIX MOJMMEPOB C CUCTEMON COMpPSIKEHHBIX
CBsI3€H, B TOM, YTO KaK 4aCTHUI[bl HAITOJHUTEIS, TAK H CAMOTO MOJMMEpPa MOTYT OBITh HAaHO pa3MEpHBIMH, IO~
9TOMY CBOMCTBA KOMIIO3UTA 3aBHCHUT HE TOJBKO OT pa3Mepa HAMOJIHUTEINS, KaK IPUHATO TPaJIUIMOHHO, HO TaK-
e Mopdosioruu nonumepa, koropasi GopMupyeTcst B poIiecce CHHTE3a M 0YeHb 3aBUCUT OT YCIOBHH peaKInu.
Hanpumep, n3meHeHrneM CKOPOCTH TOJIMMEPH3AIMK UM KOHIICHTPAIMY aHWJIMHA MOYKHO TIOJTY4aTh IUIACTHHKH,
rpaHyibl MEKpocepbl, HaHOBOJIOKHA PAni pa3znuunoro pa3mepa [5]. Ecnu ydects, 4To mpouecc cuHTe3a ocy-
[IECTBIISICTCS B IPUCYTCTBUU CHIIBHBIX KHCIIOT, OKUCIUTEICH U BOCCTAHOBUTENCH, KOTOPBIE MOTYT B3aUMOJICH-
CTBOBATh C HANIOJHUTEISIMH, MEHSITh MX TTIOBEPXHOCTHBIE XapaKTEPUCTUKH, CTAHOBUTCS MOHSATHO CTOJb OOJIb-
1o pa3Hoo0pa3ue CBOMCTB TAKMX KOMIIO3UTOB. HecMOTpst Ha epCreKTUBHOCTD UCIOB30BaHMsI KOMITO3UTOB
PANI B 3JIeKTPOHUKE U ITEKTPOTEXHUKE, METO/Ibl CHHTE3a U 0COOCHHO COCTaB, CTPYKTypa U CBOMCTBA MX HEJ/I0-
CTaTOYHO UCCIIe0BaHbl. BO3MOXHO TI03TOMY, IPUBEICHHBIE B INTEPATYPE PE3yIbTaThl YaCTO MPOTHBOPEUUBEI
WIK HE BOCIPOMU3BOJATCA. B wacTHOCTH, B Cilyyae OKHCJIOB CBHHIIA, ONMCAaHHBbIE B padorax [8, 9] cocTarsl
MOJy4eHHBIX KoMII03uTOB PAni ¢ PbO B kucCIbIX cpeax HeoJHO3HAYHBI, T.K. PbO B3auMojielicTByeT ¢ peakiu-
OHHOU Cpeoil ¢ 00pa30BaHUEM HEPACTBOPUMBIX COJICH, O HAJMYMKM KOTOPBIX HEe ynoMmuHaetcs. B pabore mo
npumenenuto PbO, B kauecTse okucnurens s noiaydenus PAni [14] ne oGcykaaeTcs HaIMYME OKUCIIOB U
coJIel CBHHIIA B TIOJTYYCHHBIX MPOAYKTAX U HE MOATBEPXKAaeTCsi 00pazoBaHKe MOIUMEPA, XOTS U3BECTHO, YTO
[IPH 3TOM B OCHOBHOM 00Pa3yloTCs aHHIUABI X HU3IINE OJUTOMEPHI.

B nanHo# paboTe uccne0BaHbl 3aKOHOMEPHOCTH TIOJTy4€HHs BRICOKONPOBOAAIIMX KoMo3uToB PAni ¢ PbO, u
HEKOTOpbIE KHHETHYECKNUE 0COOCHHOCTH MX CHHTE3a, U3Y4YEeHBI COCTAB M CBOWCTBA MONTYyUYEHHBIX MaTEepHAIIOB.

2. DKcnmepuMeHTBI

AnvnuH (Ani) kBamudukayn «Y1A» nepes CHHTE30M MeperoHsIcs NPy MOHMKEHHOM JIaBICHUH (né‘r’ =1, 583) ,

CBUHEI JIByOKUCH KBanupukanuu «1JJA», ammonuii HapcepHokucibiil (APS) kBamudukanum «XU», cepHast Kuc-
JI0Ta ¥ aMMHAaK BOJHBIN Mapku «Y» MCTOIB30BaATUCH 0€3 JOMOTHUTEILHON OYUCTKY.

Memoouka npuzomoenenua KOMnoO3umog:.

CuHTE3 KOMITIO3UTOB ITPOBOAMIICS B CTEKIISTHHOM ISITUTOPIION KoJi0e, CHA0KEHHOM MJIaTHHOBBIM U CTEKJISTHHBIM
ANEKTPOIaMH, TIPHCOESTUHEHHBIMHU K TOTEHIIMOMETPY. CKOPOCTh OKHCIIEHHST Ani KOHTPOJIMPOBAIACH 10 U3MEHEHHIO
noTeHuana oTkpeiToi nenu [15]. Torosuics pactsop 2,5 r (0,011 monst) APS B 30 mit 0,5M nnu 6 M H SO,
4yepe3 5 MUH NIPU MHTEHCHBHOM MEpeMEIINBaHUH TPUOABIISIIOCH PACCUNTAHHOE KOJTHMYECTBO MEJIKOUCIIEPCHOTO
nopomka PbO, (co cpexnumu pasmepamu 300 Mkm), oxnaxaanocs 10 0 °C ¥ K 10J1y4€HHOM CyClIeH3uH MPHOaB-
nsnock 1 mi (0,011 momb) Ani B 60 M1 0,5 M mim 6 M H,SO,. Yepes yac nocine J0CTHKEHUs TTOTEHLMAA
OTKPBITOH LIEIH, MJIATHHOBOTO AJIEKTPO/1a OTHOCUTEIILHO CTEKIISTHHOTO 3JIeKTpoJia cpaBHeHus, 400 MB, mony4eH-
Has cycrniensust B Gopme amepanbauHoBoi conu (EMS) oTguabsTpoBEIBaIoCk, OT)KUMAIIOCH MO/ BAKYyYMOM, MPO-
MBIBaJIOCh UCXOJIHOM KHCJIOTOM 2 Yaca, 3aTeM BOJIOH JI0 HEUTpaJIbHOU peakiuu (uibTpara (mopsjka 3 yaca) u
cymminock npu Temmeparype 50 °C. Jli1st mpuroToBieHUs] KOMIIO3UTa SMepalibAuHOBOT0 ocHoBanus (EM) momy-
YeHHas BaxHas nacta oopabareiBanack 10 kpatHbiM n3bbiTkom 1M NH, 24 yaca, ocaiok GpuisTpoBacs, mpo-
MBIBAJICS BOJIOM M CYLIHMJICS, KaK OMKMCaHO BhIlIe. CpeHssl CKOPOCTh MOJIMKOHIEHCAIIUH OIIpeIesiaiach 10 ypaBHe-
Huto W=[Ani]/t, rae [Ani] - ucxopHast KOHIIEHTpalMs Ani, t - BpeMsl IIOJIHOTO Pacxo10BaHUs OKUCIUTENs. O0bEM-
Hasl AEKTPONPOBOIHOCTH KOMIIO31Ta (hopMbl EMS M3MepsIoch Ha TabneTkax ¢ miomaabio 0,4 cM i TOMIHHO#
0,1 cM, moTy4eHHBIX MTpeccoBaHUEM MOPOIIKOB rpu faBneHuu 600 MIla. MK-cnekTpbl mpoIyKTOB CHHTE3a CHUMa-
nuck B Tabnetkax ¢ KBr Ha @ypbe-ciekrpomerpe «Perkin Elmer 1600» MeTo10M HapylIeHHOTO TOJIHOTO BHYT-
pennero otpaxkenus ¢ kpuctawioM ZnSe (ATR-FTIR), na mpubope «Nicolet/NEXUSy. IIpuBenénnas BI3KoCcTh
0,9% pacteopos komnosutoB B H,SO, usmepsiocs Buckozumerpom OcTBanba.
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3. Pe3yabTarsl U 00Cy:KIeHHE

HccnenoBanus mokasaiu, 4TO CKOPOCTh OKHCIEHHUS Ani mepcyib(aroM aMMOHHUS B KUCIBIX CpPelIax Pe3Ko
BO3pacTaeT B npucyTcTBuu PbO,, a MHAYKIMOHHBIA NEPUO/ M BA3KOCTh MOIMMEPA YMEHBIIAKOTCS IPONOPIIUO-
HaJIbHO KOJTIMYECTBY OKHUCJIA B peakinoHHoi cucteme (Puc.1).

-
o
|

%

Therate ofreaction / mol/l-min-10—=

5 -
2,5
+in 0,5M H=S0,
0 ®in 6 M H2S04
0 25 50 75 100

Content of PbO2{ %

Puc. 1. 3asucumocms ckopocmu oxucaenus Ani nepcynvhamom ammonus om cooepycanus Ph0O,
Dependence of oxidation rate of Ani by ammonium persulphate on PbO, content

VYBenrueHne CKOPOCTH OKUCIUTEILHON TTOJIMKOHICHCAIMH ANi B TPUCYTCTBUH Pa3IMYHBIX I00aBOK, B TOM YHC-
Jie OKHCIIOB METAJIJIOB, HEOJHOKPATHO oOCykiaiics B nuteparype [S5, 16, 17]. Ilpeanonarainock, 4To Karaiu3
CBsI3aH C a7icopOIMell MOHOMEpa M HayaJIbHBIX OJIATOMEPOB Ha MOBEPXHOCTH 00aBOK, UTO 00JIer4aeT OKMCICHNE
¢ 00pa3oBaHUEM KaTHOH-PAJIMKAIOB. DTO SBJICHUE 00BICHEHO B padorax [13, 18], riue mokazaHo, 4TO MpoIece
00pa3oBaHus TOTUMEPA TPOUCXOUT MPUCOSTNHEHNEM MOHOMEpA K XHHOHUMUHHBIM rpyTnaM. HauaabHbIM mpo-
JyKTOM, KOTOPBI MO CYLIECTBY SIBIsieTCS IEHTpoM pocTa PAni, sensercs qumep Ani, Tounee - N-pennien-1,4-
OCH30XMHOHIMMMUH. Bo3pacTanue ckopocTH OKHUCIIEHHs Ani B IPUCYTCTBUH OKUCIIOB MOYXKHO OOBSICHUTB YCKOpe-
HHEM PEaKlUK FeTePOreHHOr0 OKMCIeHHs Ani 10 TUMepa Ha IOBEPXHOCTH HanonuuTend. B ciyuae PbO, peskoe
YBEJIIMYEHUE CKOPOCTH OKUCICHUSI ANi MPOUCXOAUT HE TOIBKO W3-32 acOpOMU Ani Ha TOBEPXHOCTH OKHCIIA, KaK
5TO HAOJIFOAETCA ISl IPYTHX OKUCIIOB, Harpumep st AL O, [19], HO 1 n3-3a BRICOKOTO 3HaYEHHUsI OKMCIIUTENBHO-
BOCCTaHOBMTENIbHOTO noteHnuana PbO,, kotopas cnocoOcTByeT ObICTpOMY OKMCIEHHIO Ani 10 JUMeEpa 1 00pa3o-
BaHUIO HU3KOMOJIEKYJISIPHBIX IPOTYKTOB OKHCIICHHUS, COZIEP KAIIMX XMHOHUMHUHHBIE TpyIibl. [lonTBep K aeHreM SToro
ABJISIETCSL TO, YTO OKUCIEHUEM Ani B BOJHBIX CPEAax U B YKCYCHOW KHCIIOTE, B TOM YHCIIE U JIByOKHCHIO CBUHIIA,
BBIJICNICHBI PA3IMYHBIC CEMUIUHBI U HU3IIUE OUTOMEPBI-aHIIU b [20, 21]. YMeHbIIeHre TpUBEIEHHOMN BA3KOCTU
nonaumepa ot 6,5 g uucroro PAni 1o 1 Haubonee BBIpaXKeHO JUIs KOMIIO3HUTA, CoAep kaliero okono 65% PbO,,
BEPOATHO CBA3aHO C yBEIMUYEHUEM KOJIMYECTBA LIEHTPOB POCTa LieNel. YUnThiBas 10Xy pacTBopumocts PbO,,
MBI TIPEAIOIaracM, YTo BI3KOCTh KOMIIO3UTa B OCHOBHOM OMpPEeNsieTCsl MOJIEKYIsIpHOH Maccoi PAni. YMmeHb-
HIeHUE MOJIEKYIISIpHOM Macchl PAni ¢ yBenMueHHeM coliepKaHus TuMepa Mpyu CHHTE3e 0TMEYalloCch paHee B pse
paGot [18, 22].

OGHnapy»eHO Takke, 4TO CKOPOCTh PEaKLMU U BBIX0 NpoaykToB B 6 M H SO, npu yMepeHHOM COlepKaHuH
PbO,, ymenbmarorcs mno cpasuenuio ¢ 0,5 M. Takoe sBIeHHe HaMU HAOMIONAIOCH PaHEEe NPH MCCIIEN0BaHUU
3akOHOMepHOCTel cunTe3a PAni ot konuentpanuu H,SO, n 00BACHAIOCH YBEIMIEHUEM PACTBOPHUMOCTH OJIUTO-
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MEPHBIX MTPOAYKTOB KOHeHCaIuu ANi B peakiimoHHo# cpeje [23]. YeaoBus cunTes3a, BHIXOA U HEKOTOPhIE CBOT-
CTBa MOJYYECHHBIX MTPOTyKTOB MPUBEICHEI B TAOJIHIIE.

Tabmua*
HapaMeTpl,I CHHTE3a, BbIXOA " HeKOTOpre cnoﬁcma lIOJIy‘{eHHbIX HpO}IyKTOB
2 ) X .
= S ~ = 5

< g [_‘“ Ermo E — .% § % §
3 3 g g - o - A= M =
5| g5 3 E == s o 2 %
= | E8 =3 gu = £ e 3

= T = jus) o
5 S E = 20 s 8 S =
ol = Q \»-Q = S g = Q O
= 9 g = S 5 = 4 e

T S s 2 =2 5 %

= 3 s 8 = =

Bl O

~
1 - 2,68 0,94/0,75 - 21 2,5-20
2 0,1 54 1/0,77 0,02/2,6 23 4,320
3 0,25 6,76 1,1/0,91 0,16/17.,6 17 40
4 0,75 7,39 1,59/1,43 0,68/47,8 10 7,510
5 2,25 8,63 3,23/3 2,25/75 7 1,170
6 - 1,04 0,6/0,45 - 25 9,4-B0
7 0,25 457 0,88/0,74 0,29/39,72 16 6,910
8 0,75 6,28 1,29/1,21 0,76/62,8 6 4,1°10

*Cunresbl 1-5 nposezenst B 0,5 M H,SO,,a6-8 - 86 M H,SO,

IIpu BrIcOKOM cozepaxanun PbO, (B 6 M H,SO,, cuntessl 7 u 8) HabmonaeTcs yBeIMYEHHE BBIXOAa KOMIIO3HU-
Ta CBEPX TEOPETHYECKH PACCYUTAHHOIO 3HAYEHMs, YTO CBA3aHO ¢ oOpasosanuem PbSO, u3 PbO (mo manubiM
aHaJM30B colepKaHue cynbparoB MeHee 5% cmM Tabll.), MOCIEIHMI, B CBOIO ouepeab, oOpasyercs mpH BoccTa-
HoBneHuu PbO, anuninom.

M36b1TOK OKHCIIUTENS, B TOM uncie PbO,, NpuBOaMT K NpEMMyIECTBEHHOMY 00pa30BaHUIO IIEPHUTPAHUITMHA,
MIPOAYKTOB JIATbHENIIIEr0 OKUCIIEHUS MOJIMMepa U THPOJIN3a, YTO MOATBEPKIAeTCsS YMEHBIIEHUEM 3JIEKTPOIPO-
BOIHOCTHU KoMI1031Ta oT 10710 10 (Omecm) ™ (Tabn.) (puc. 2) u pesynsraramu UK cnekrpockonuu. B UK crek-
Tpax KOMIO3UTOB HaO/II0/IaeTCsl yBeIMIeHHe MMKA XMHOMIHBIX TPy B o6mactu 1590 cM™' 1o cpaBHEeHHIO ¢ GeH-
3ouaHBIME-1490 cM™' 1 mormomenuio o6mactu 1630 cm™ (C = O), 4To CBA3AHO ¢ THAPOIU3OM TEPHUTPAHUINHA.
VYMeHbLIEHNE TPOBOIMMOCTH KOMIIO3UTA NIPH YBEIMYEHHUH CONepKanus okucautes (Ha npumepe CeO,) B uTe-
patype oOBsCHIETCSl TaKKe BO3MOXHBIM OJIOKMPOBAaHUEM MYTEH MPOBOJMMOCTH YAaCTHLAMH OKHCJA, BCTPOCH-
HBIX B MaTpuity PAni [24].

Wcxonst 13 mpoBeIeHHBIX paHee NCCIIe0BaHU, OBUIO [TOKAa3aHO, YTO MPH UCTIONB30BaHIUH METOJUKH CHHTE3E
KoMI03uTOB PAni, Korjja monumep pacTeT B CyCIIEH3MH HAITOTHUTEIS, KOMITIO3UT COCTOUT M3 SI/Ipa HAIOJTHHUTEIIS, Ha
MOBEPXHOCTH KOTOPOTO aJICOPOMPOBAaHbI HAaHOPa3MepHbIe YacTullbl PAni [12,13, 25-29]. Takum o0pa3om, CTpyK-
Typa KOMIO3MTa OIPEEIIAETCS METOOM ero cuure3a. Hamu mokasano, 4ro B ciydae PbO, pasmep ero uactun
B IIpoIlecce CHHTE3a He MEHSETCs, a pa3Mepbl HAHOUACTHUI] TPaHy/sIpHOTO PAni B 9THX yCIOBHSX CHHTE3a HAXO-
nsares B mpenenax 100-200 .

4. 3akijoueHue

Taxum 0Opaszom, nomydensl koMno3utsl PbO, ¢ PAni ¢ aapom u3 okucna cBuHIa U 000104k0# u3 PAni. O6Ha-
PYKEHO YBEIUYEHHE CKOPOCTH 00pa3oBaHus PAni, yMEHBIICHUE €r0 MOJICKYJISIPHOW MAacChl M WHAYKIIMOHHOTO
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Electrical conductivity of the composite versus PbO, content

Mepuo/Ia PEeaKIuu OT KOJIUYECTBA PbOz. OOBsCHEHO BIHSHUE PbO2 Ha TapaMeTphl CUHTE3a U CBOMCTBA KOMIIO3U-
Ta UCXOJISl U3 MEXaHU3Ma PEaKIUU-TIOIUIIPUCOSUHEHMS Ani K XAHOHUMUHHBIM (pparmMenTam. Mcciie1oBaHbl HEKO-
TOPBIE CBOWCTBA MOJYYCHHBIX KOMIIO3UTOB B 3aBUCUMOCTH OT COJICPIKAHUS OKCHIA (ICKTPOIPOBOAHOCTD, CTPYK-
TYpPHBIE OCOOCHHOCTH, OTHOCUTEIIbHAS BI3KOCTh).
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YAK 620.186.14

OIEHKA BJIMAHUA PA3JIMYHBIX BU/IOB PE3A HA KAYECTBO
MMOBEPXHOCTH OBPA3IOB U3 NOJMMEPHBIX KOMIIO3UIINOHHBIX
MATEPUAJIOB METOJAOM KOJMYECTBEHHOI'O AHAJIN3A
BUJIEOU30BPAKEHUI

(moctynuna B penakuuio 11.08.2014, nepepaboranubiii Bapuant — 15.12.2014, npunsita B iedats — 17.12.2014)
Hcxon:xanosa U.B., boinenko O.A., AutiodpeeBa H.B., Cronsnkos 10.B.
@I'VII «Bcepoccutickuil uHCMuUmym asuayuoHHbIX MaAmepuaiosy

[Tpu u3yvyeHun BIUSHNS TEXHOJIIOTHH pe3a 00pa3IoB U3 MOIMMEPHBIX KOMITO3UIIMOHHBIX MaTtepuanoB (IIKM)na
KaueCTBO MOBEPXHOCTH OOHApyKEHO, YTO, TOMUMO M3BECTHOTO BUa Ae(eKToB (TpeluHbl), Ha 00paboTaHHON
MOBEPXHOCTH MPHUCYTCTBYIOT Ae(EKTH B BUIE CKOJIOB, KOTOPBIE TAK¥Ke SIBISIOTCS (pakTopamu, ONpeAessIFOIIMH
KauyeCTBO MOBEPXHOCTH IMOC]e MeXaHHueCcKod oOpaboTku. OmpeneneHbl KOJIUYECTBEHHBIE MapaMeTphl,
XapaxkTepu3ylolre oOHapyKeHHbIH BU 1e(heKTOB M MPEATIOKEHA METOIMKA €r0 OIICHKH.

[Npencrasien MeTon olieHKH KadecTsa pe3a n3 [IKM nocne 00paboTku pe3aHueM IpH UCTIONB30BAHUH Pa3THYHbBIX
THIIOB OTPE3HOr0 00OpYyAOBaHUS METOAOM ONTHYECKONW MUKPOCKONHH M KOJIMYECTBECHHOTO aHaIM3a
BUICOM300paKEHUH ¢ MCIoNb30BaHueM porpaMM «lmage Expert Sequencés u «lmage Expert Pro 3x».

Knrouesvie cnosa: 11IKM, yrinernactuku, nedextsl pe3a [IKM, ckoibl U TpelUHbI, KOJTUUSCTBEHHBINA aHATN3
BU/ICON300paKEHNH.

ASSESSMENT OF EFFECT OF CUTTING ON THE SURFACE QUALITY OF FIBRE REIN-
FORCED POLYMER SPECIMENS BY USING QUANTITATIVE ANALYSIS OF VIDEO IMAGES

Iskhodzhanova 1.V., Bytcenko O.A., Antyufeeva N.V., Stolyankov Y.V.
ALL-RUSSIAN SCIENTIFIC RESEARCH INSTITUTE OF AVIATION MATERIALS

When studying effect of cutting technology on quality of surface in the cutting zone, it is found that, in addition to
a known type of the defects being flaws and cracks, on the surface there are chipping clearage which also define
surface quality after cutting. Quantitative parameters characterizing the discovered type of defects are determine
by a proposed technique of their assessment.

The method of the machine PCM cut quality assessment after processing by cutting when using different types
of cutting and cutoff devices by optical microscopy and quantitative analysis of video images using Image Expert
Sequencer 4 and Image Expert Pro 3x program packages.

Key wordsfibre reinforced polymers, CRHPCM, carbon compaosites, quality of machine cut, cracks, chipping
clearage, quantitative analysis of video images.

1. BBEAEHHUE

B Hacrosimiee Bpemsi HaOJMIOAACTCS MOCTOSHHBIA POCT MCIOJIB30BaHUS MOJUMEPHBIX KOMITO3HITHOHHBIX
marepuasioB (ITKM) B KOHCTPYKIIMSIX CaMOJIETOB, 00YCIIOBJICHHBIHN MOBBIIICHHBIMU TPOYHOCTHBIMU CBONCTBAMHU
[IKM u 3HaYUTENbHBIM CHIKEHHUEM HUX CTOMMOCTH. KauecTBO M IKCIUTyaTallMOHHAsI HAJCKHOCTh M3ACIUN W3
KOMIIO3ULIMOHHBIX MAaT€pUajIoB 3aBUCUT OT CBOMCTB IMPENPEroB U YIIIEMJIACTUKOB, UCIOIb3YEMBIX JJId HUX
usrororienus [ 1]. Haubosee BaKHBIMU XapaKTEPUCTUKAMHU, OTBETCTBEHHBIMHU 32 SKCILTYyaTAI[MOHHBIC CBOHCTBA
netaneit uz cinoucteix [IKM, SBISIOTCS MPOYHOCTH MPU MEKCIOCBOM CABHUTE, B TOM YHCIIE TIOCIE BO3JACHCTBUS
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Ha MaTepuall dKCIUTyaTalMOHHBIX XujkocTed [2]. Hust pazpaborku meToank «OmnpeaeneHue NpouYHOCTH
YIIETJIAaCTUKA TIPU MEXKCJIIOEBOM CJABHUI€ B MCXOJHOM COCTOSHMM U IMOCJE HACBIIIEHHS HKCIUTyaTal[HOHHBIMHU
KHUIKOCTSIMI» U «OmpeienieHue IIOTHOCTH U TOJIIUHBI MOHO CJIOsI» OBIITH MPOAaHAIN3UPOBAHBI MEXTyHAPOIHBIE
cTaH/AapThl [3], CONIACHO KOTOPBIM JUIS OLEHKU IIPOYHOCTH YIVIEIUIACTUKA Ha TOpLEe 00pa3IoB (pe3e) He JOIKHO
OBITB OoJIee MATH TPEILMH Ha OJJMH JAI0WM JUTHHBL. O/IHaK0, KpOME TPEILMH, B paMKaxX HACTOSIIEH paboThl 0OHapYKeH
elle OJJH B 1e(EeKTOB, BIMAIOIINI Ha KaUeCTBO Pe3a — CKOJIbI Ha IOBEPXHOCTH 00Pa3I0B YIIEIIACTUKOB. DTOMY
(akTopy MOCTaBIEHBI B COOTBETCTBUE KOJMUYECTBEHHBIE MMapaMETPhl, KOTOPbIC U3MEHSIOTCS B 3aBUCUMOCTH OT
BU1a 00pabOTKH.

C uesnblo onpe/esieHns OCHOBHBIX TUTIOB JIe()EKTOB M HX MOP(OJIOTHH Ha ONITHYECKOM MUKPOCKOIIE IPOBEICHO
HCCIIeI0BaHKE TOPLIEBOI TOBEPXHOCTH Pe3a yIIEIUIACTUKOB Ha PA3IMYHbIX TUIIAX OTPE3HOr0 000PYI0BaHMUS.

2. METOJMKA MPOBEJEHUS UCCJIELOBAHUI

HccrnenoBanue kauecTBa MOBEPXHOCTH pe3a 00pasioB M3 yIICIUIACTHKOB MPOBEICHO METOJOM ONTHYECKOIl
MUKPOCKOIINHU. O6p33]_[I)I JJId UCCIICAOBAHUA MMOJTYYCHBI C IMOMOUIBIO PA3JIMYHBIX TCXHOJOTHYECKUX MPUEMOB!
OTPE3HOTO AMCKA C OXJaKAeHnEM (AnMas — A), pe3ku 00pa3ioB Ha pOOOTH3UPOBaHHOM (hpPEe3epHOM CTaHKE THIIA
«CharlyRobot (PoboT — ®p) u pe3ku aama3HbiM auckoM ( Anmas-Ai). B mepBom cityuae pe3ka mponu3BOIHIACH
¢ mofaveit cMazouHo-oxnaxkaatoniei sxkuakoctu (COX). CnocoObl pe3KH OTINYAIICh TAKKE BETHUNHOMN TMHEHHOMI
CKOPOCTH PEXKYIIeil KPOMKH MHCTpYMEHTa. B cilydae TUCKOBOTO OTpPEe3HOT0 0OOpYIOBaHHS, B TOM YHCIE
CTaH/IapTHOTO, JINHEWHAast CKOPOCTh cOoCTaBIsUIa 35-37 M/c, B TO BpeMst Kak IPH KCIOIb30BAHUU POOOTH3MPOBAHHOTO
CTaHKa JIMHEHHAsi CKOPOCTh HE IMpeBbiiaia 3 m/c. B 3Toii cBsi3u Jijist JJAHHOTO crioco0a mof0op PexKUMOB pe3aHUs
IIPOU3BOIMIICS B IMANIA30HE HAMMEHBIIIMX BO3MOYKHBIX BEJIMYMH 1of1a4u. [1py pe3ke Ha 0Tpe3HoM 000pyI0BaHUH 1Tojiada
Marepuala Ha eyl HHCTPYMEHT OCYIIECTBISUIACh BPYUHYHO. YCIOBHOE 0003HAYEHHE MCCIIEyeMbIX 00pa3IoB
npejcrasieHo B Tadmume 1.

Tabnuma 1
YciaoBHOEe 0003HAYEHHE HCCJICAYEMBIX 06pa3uon B 3aBUCHMOCTH OT BH/JAA pPE€3aHUd U TUIIA CTAHKA
No Tun oTpe3Horo o00pyI0BaHHUS, Jluneitnas CxopocTb nojiauu,
CKOPOCTb PEXKYIIEH V non, MM/MUH
oOpasia YCJIIOBHOE 0003HaueHNe P pexy o
KPOMKH,
V nuH., M/c

OTpe3Hol qucK ¢
1 37 py4Has mnojaada
oxnaxaenueM — OxJ

O06paboTka pe3anreM Ha hpe3epHOM
2 P P dpesep 2,5 0,25
poOOTH3UPOBAaHHOM CTaHKe — Dp

CxopocTb
3 OTpe3HOol amMa3HbIi TUCK — AJ 35
[oJa4u — SMM/MUH.

Ha moarotoButensHoM dTare paboThl pa3pe3 00pa3oB U3 yIIIEMIacTHKA MPOBOAMIICS KaK B IPOJOJIBLHOM, TaK
U B TIONIEPEYHOM HAIlPaBJICHUSX OTHOCHTEIBHO MOBEPXHOCTHBIX BOJIOKOH. Tak Kak B TONEPEUYHOM HaIlpaBICHUH
KaueCTBO MTOBEPXHOCTH pe3a 0Ka3alloCh 3HAYMTEIBHO XyKe MPOJOIBHOTO, OBIJIO pEIIeHO CPaBHUBATh Ka4eCTBO
00paboOTKH pe3aHnueM Ha 00pasiax, BEIPE3aHHbIX B MTOTIEPEYHOM HaAPaBJICHHH.

HccnenoBanne MOMEPEYHBIX PE30B MPOBOIMIOCH HA ONTHUYeCKOM MHuKpockore «Leica DM IRM» mpu
yBenmuueHnn x100. Cremka nzo0paxenuit Benach nudpooii kamepoit VEC-335 (3 meranukcena), naHOpaMHbIE
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CHHMKH C JIBYX TPOTHBOIIOJIOKHBIX CTOPOH 00pa3iia Moy4eHbI IPH MOMOIIU KOMITLIOTEpHOH porpaMmsbl «lmage
Expert Sequencet» mpu x100, a monroropka n300paxeHU K KOJTMUECTBEHHOMY aHAIU3y U MaTeMaTH4YecKast
00paboTKa BBIMOIHIACH IPY TIOMOIIN KOMITBIOTEpHOH nporpammMbl «lmage Expert Pro 3xps].

Ha nanopaMHbIX CHUMKax Ha rpaduueckom ruianmere \Wacom Intio$ Obiia usmepena obmias aiuHa pe3a L B
MKM, IIpHU 3TOM MECTA MMAaHOPAMHBIX CHUMKOB, Ha KOTOPBIX 110 PA3HBIM IIpUYUHAM (HaHpI/IMep, HaJIM4nue KaKoro-
MO0 TIOCTOPOHHETO MPEAMETa) HEBO3MOXKHO ObLIO 3a(pMKCUPOBATh HAJIMYKE TPEIIHMH, HE BKJIFOYAIach B OO0
JUIMHY pe3a. 3aTeM BPY4HYIO KOHTPACTHBIM [[BETOM OBLIM IPOPUCOBAHBI JIeeKThI, 00pa30BaBIINECS TOCIIE PE3KU
00pasIoB yIIIeIIaCTHKOB,

J1y1sl KOpPEKTHOM OIIEHKU KauyecTBa pe3a ObUIO PEIICHO pa3/IesiuTh e(eKThl Ha 2 TUIIA: TPEIIMHBI U CKOJIBI.

Tpemmnubl — neeKTH TOBEPXHOCTH, UMEIOIINE B HANMpPaBIeHUH Y (MEPIEHANKYJISIPHO MIOCKOCTH pe3a)
3HAYUTEIHHO OOJBIIUI pa3Mep 10 CPAaBHEHHIO C X — U3MepeHueM (BIoJib pe3a) — cM. Puc. 1.

-

Puc. 1. Tpewyunut nocie pe3anus 6 ROGEPXHOCMHOM C10€ 00paA3ya U3 y2ieniacmuxa
The flaws after cutting in the surface layer of the sample of carbon fiber

TpetuuHbl aHATU3UPOBATUCEH 10 CHESTYIONTUM MapaMeTpaMm:

— KOJTMYECTBO TPEIIUH Ha eMuHuIy JTHHBI pe3a N/L, mt/mw;

— 001as mIomaab TPEIMH S Ha TaHOPAMHOM CHHMKE, MKM?;

— 00beMHas JIOJISE TPEUIUH B % OT IUIOIIAIU IMHUYHOTO cHUMKa X 100;

— IIoWa/b TPEIMH Ha eAMHUILY JUIMHBI pe3a, S /L Mm%/ mm;

— MaKCUMaJibHas TIIyOWHA TPEUUHBI, MKM;

— Cpe/iHsIs TIyOMHA TPEUIUHBI, MKM;

— CpEeJHSS BBITSTHYTOCTD TPEIIUHBI,

TperuHbl MOTYT OBITh CBSI3aHBI KaK C PACTPECKUBAHUEM MaTepHalia B IPOIECCe PE3KH, TaK U ¢ jJedeKkTaMu
(Hanpumep, lapanuHamMu) Ha MoBepXxHocTH oopasua (Puc.1).

CKO0JIbI — 3TO OTKOJIOBIIIMECS] YYAaCTKM MaTepuaia, Kak MpaBuiio, C TIOBEPXHOCTH 00pa3iia, UMEIOIIHNE B JBYX
HAITPABJICHUSIX — X U1 Y OJTHOTIOPSIJIKOBBIE pa3Mephbl. J1J1si KOpPEKTHO# OlIEHKHU TTyOHHBI CKOJIOB CILIONIHBIC YYACTKH CKOJIOB
YCJIOBHO Pa3JIelICHbI Ha OTJIEIIBHBIC «MOHOCKOJIBI, OTHOCSIIUECS K KKIIOM SIMHUYHOMN «BepImHe» ckojioB (Puc. 2).

Puc. 2. Cxonvl nocie pe3anus Ha NOBEPXHOCMU 00PA3UA U3 Y2TIeNIACIUKA
The chips after cutting in the surface layer of the sample of carbon fiber
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CKoJTbI aHAITU3UPOBAIIKC T10 CIISIYIOIINM MapaMeTpam:

— 00mwas cyMMapHas IUIOLab CKOJIOB Ha IAHOPAMHOM CHUMKE, S MKM?;

— 00beMHast JJ0JIsI CKOJIOB B % OT IJIOMIAAH SIMHIYHOTO CHUMKA npn x100;

— IUIOIIA/b CKOJIOB HA €/IMHUILY UTMHBI pe3a S/L, MKM?/MKM;

— MaKCHUMaJibHas U3MEpCHHad FJIY6I/IH3 CKOJIa, MKM;

— Cpe/Hsis TIIyOMHA CKOJIa, MKM.

Kaxk npaBuio, 06a tuna je()eKTOB NPUCYTCTBYIOT B OJHOM MECTE Ha IMOBEPXHOCTH pe3a, OJHAKO B Pa3HbIX
COOTHOUICHUSIX JJIsl Pa3HBIX BHJOB 00paboTKu pezanueM 1 THIOB obopynosanus (Puc. 3a). Ha Puc. 36 mokazano
TO K€ W300paKeHUE, TOArOTOBICHHOE K KOMMYSCTBEHHOMY aHaIM3y - OejaM I[BETOM MPOPUCOBAHBI CKOJIbI, a
YCPHBIMU U3BUWJINCTBIMU JIMHUAMU 0603Ha‘ICHI)I TPCUICHBI.

3. PE3YJILTATHI UBMEPEHUI W UX OBCYXXJIEHUE
Ha Puc. 4-6 npencrasieHsl )parMeHThI TAHOPAMHBIX CHUMKOB IIOBEPXHOCTH 00PAa31I0B U3 YIIIETIIACTHKA ITOCTIe

00paboTKa OTpe3HbIM JUCKOM ¢ oxnaxkjenueMm (Puc. 4), poborusupoBanHoro ¢pesepHoro cranka (Puc. 5) u
00paboTka OTpe3HbIM anMa3HbIM jauckoM (Puc. 6).

0

Puc. 3. Dpazmenm nanopamvl nOGEPXHOCHU 00PA3UA U3 Y2IENIACMUKA ROCIE ONEPAUUU PE3AHUS HA POOOMUUPOCAHHOM
¢pezeprnom cmanke (oopazey @p): a — ucxoonoe uzobpaicerue; 6 — TO Ke, OATOTOBICHHOE K KOJIMYCCTBEHHOMY aHATTU3Y
The fragment of the panorama sample surface of carbon fiber after cutting operation on the Robotic Milling Machine
(sample Mill): a — the original image,; b — the same image, prepared to quantitative analysis

[Ipu cpaBHeHHH HparMEeHTOB MAHOPAMHBIX CHUMKOB BHJIHO, YTO HaMMEHBIIIEE BO3CHCTBUE HA TOBEPXHOCTh
pe3a okaszbiBaeT 00paboTKa Ha OTPE3HOM CTaHKE C MOMOIILI0 a0Pa3UBHOIO KPyTa ¢ OXJIAXKICHUEM, a HauOOJIbIlee
BO3JICHCTBHE OKa3bIBaCT Mporiecc Gppe3epoBanus 00pas3oB Ha POOOTU3MPOBAHHOM CTaHKE.
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Puc. 4. Dpazmenm nanopamnozo CHUMKA ROGEPXHOCHIU Pe3a 00pa3ya u3 y2ieniacmuKa nociie Onepayun pe3aHus ompes-
HbIM OUCKOM C oXN1arcoenuem (oopaszey An)

The fragment of the panoramic photo of the cut surface of the sample of carbon fiber after cutting operation on the Cutting
-off-obrasivewheel with lubricating coolingagent (sample Cool)

Puc. 5. @pazmenm nanopammozo CHUMKA NOGEPXHOCIMU Pe3a 00pA3ua U3 yelnennacmuKka nocie onepayul pe3anHus na
pobomusuposannom gpezepruom cmanke (oopazey Op)

The fragment of the panoramic photo of the cut surface of the sample of carbon fiber after cutting operation on the Robotic
Milling Machine (sample Mill)

are e

e ~amol o ] ‘. A

L

Puc. 6. Dpazmenm nanopamnozo CHUMKA ROGEPXHOCHIU Pe3a 00pa3ya u3 y2ieniacmuKa nocjie Onepayun pe3anHus ompes-
HbIM AIMA3HBIM OUCKOM (00pa3zey An)

The fragment of the panoramic photo of the cut surface of the sample of carbon fiber after cutting -off diamond obrasive
wheel (sample Dmd)
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Pesynbrarsl onpenenenns 00beMHON J0IM M Pa3MepOB TPEIIMH U CKOJIOB MpuBeAeHbl B Tabmumax 2 u 3
COOTBETCTBEHHO.

Tabmuua 2
Tl'eomeTpuyeckne mapamMeTpbl M 00bEMHAsI 10JIsI TPEIIIH HA MOBEPXHOCTH Pe3a 00pPa3oB U3 yIIEIIACTHKA
B 3aBHCHMOCTH OT PA3TMYHBIX BUI0B Pe3aHUS H THIIOB 000PYI0BAHUS

Ne Tum obpasna | Uccnemo- | OOmas [Tnomans Maxkcum. Cpennsist Cpennsist
n/m BaHHas [UIOMIah | TPEUIMH Ha ryouHa rayOuHa | BBITSHYTOCTb
JUTHHA TPEIIUH CIUHUILY TPCIIUHBI, | TPEIIHHBI, TPEIIUHBI
pesa L, S.MkM® | [UTHHBI pe3a, MKM MKM
MKM Sr/L,
2
MM /MM
1 | Otpesnoit 31 236 22 640 0,725 174,4 49,6x2,6 6,6+0,3
JIACK C
OXJIAXKICHUEM
2 | PobotusmpoBa | 27 534 64 925 2,358 674,3 103,7+6}2 10,6+0,3
HHBIA
(bpe3epHsIit
CTaHOK
3 | dpesep 24 372 40 948 1,680 161,2 88,3+2,[7 12,7+0,5
TPEIIUHBI
Tabmuua 3

T COMETPUYECCKHE ITAPAMETPBI K 00bLeMHAs J10JI51 CKOJIOB HA IIOBEPXHOCTH pe3a 06pa3u03 13 YIVICIUIACTUKA B 3aBUCUMOCTH
OT Pa3/IMYHBIX BU/10B Pe€3aHUs U TUIIOB oﬁopmm;anml

Hccneno
Ob6mas Oo6wemHas gons ITnomans ckonoB Cpenuss
-BaHHAas Makec.
IoIaab ckoJ1oB %, Ha €JUHULlY JAJIUHBI rnyouHa
Ne Tun o6pasua JUIMHA rinyouna
n/m CKOJIOB & (paz6poc pesa SJ/L, CKOJa,
pe3al, ) ) CKOJIa, MKM
MKM pu x100) MKM“/MKM MKM
MKM
OTpe3Hol AuCK ¢ 1,48
1 31236 480520 15,38 101,8 35,3+1,0
OXKITKICHUEM (1,23-1,75)
PoboTuszuposan- 6.28
2 | Hblii GpesepHbiit | 27 534 1612335 58,56 2244 82,3+2,5
(5,39-7,15)
CTAHOK
OTtpesHoit 4,08
3 24 372 1103457 45,28 408,8 54,942 9
aJIMa3HBIN JUCK (2,67-5,03)

[IpuBenEHHBIC TaHHBIC [TOKA3BIBAIOT, YTO MUHUMAJILHOE KOJIMYECTBO JIPEKTOB, a, CJISI0BATEIILHO, M HAWITYUIIIEe
KaueCTBO MMOBEPXHOCTHU Pe3a UMEIOT 00Pa3Ilbl MOCIIC MEXaHHMUYECKOW 00pa0OTKH Ha OTPE3HOM CTAHKE C ITOMOIIbIO
OTPE3HOTO0 Kpyra ¢ oxJaxacHueM. Hanbospiue 3Ha4eHust 3TUX apaMeTPOB U, COOTBETCTBEHHO, XY/IIIEE KaueCTBO
MOBEPXHOCTH pe3a 00HAPYKEHBI ITOCIIe 00paObOTKU Ha pOOOTHU3UPOBAHHOM (PPE3EPHOM CTAHKE.
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Crnenyer 3aMeTHTbh, YTO CHJIIBHO OTIMYArOIIeecsl KadyeCTBO MOBEPXHOCTH 00pa3lloB B 30HE pe3a Mmocie
MPUMEHEHUSI Pa3IMYHbIX CIIOCOO0B PE3aHus M 000PYA0BaHNS, MOJKET OBITH CBA3aHO C HEIOCTAaTOUHON OTPaOOTKOM
PEKUMOB pe3aHusl U JAHHOTO MaTepHraja Ha poOOTH3UPOBAHHOM CTaHKE U C MIOMOIIBIO OTPE3HOTO aJIMa3HOTO
qcka, a npumenenne COX mpu 00paboTke pe3aHreM Ha OTPE3HOM CTaHKE C IIOMOIIBIO AJIMa3HOT0 KpyTa MO3BOJIHIIO
IIOBBICUTH KAQYE€CTBO O6pa6OTaHHOﬁ IMMOBECPXHOCTU U HUBCJIMPOBATH BO3MOXKXHBIC HETaTUBHBIC MOCIICACTBHA I1JIOXO
1Mo I00paHHOr0 pexuMa pes3aHus [5]. 3aMeTUM, 4TO pe3ysibTaThl MO OMPEACIICHUI0 MPOYHOCTH 00pa3IoB
VIJICTUIACTUKOB TP MEKCIIOCBOM CJIBUTE, MOJIyueHHbIE 10 pa3paboraHHbM MeToankam Bo OI'YII BUAM, He
OTJIIMYAIOTCA OT PE3YJILTATOB I/ICHI)ITaHI/II\/'I, IMMPOBCACHHBIX MO MEKAYHAPOAHLIM CTaHJAapTaM.
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