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Ipusedenvi Hogble OaHHbLe 0 GIUAHUU 000ABOK KePAMUYECKUX HAHOYACMUY HA CEOUCMEA MEePIbIX
cnnasog WC-Co. Komnnexcroe ucciedosanue meepovix CHAA808 C UCNOAb308AHUEM MPAOUYUOHHBIX
Memo008 UCHLIMAHUL MeXAHUYEeCKUX CGOUCME 6 COYemAaHuu ¢ MemaniocpapuiecKumu,
INEKMPOHHO-MUKPOCKONUYECKUMU Memo0amMu U PeHM2eHODA308bIM AHANUZOM NO3E0IUNU
YCMAHO8UMb CMAOULbHBLE KOPPETAYUOHHBIE CEA3U MENCOY 0OBEMHBIM COOEPAHCAHUEM HAHOUACUY
U CpeOHUM pasmMepoM Kapoudos, napamempamu MUKPOCMPYKMYPbl U HPOYHOCMbIO MEEPObIX
cnnagos. Hanouacmuywvi, 6éedennvle 6 cocmag meepoo2o CHIA8d, CHOCOOCMEYIOM YMEHbULEHUIO
MOTUWUHBL MEMALIUYECKOU NPOCIOUKY, U, KAK Pe3yIbmam, 00ecneuugaencs ygeauyeHue npouHocmu
C8A3VIOWE20 U MEEePOOCNIABHO20 KoMnosuma & yenom. OOHApydsceHo cmabuibHoe CHUICEHUE
cpedHezo pazmepa 3eprHa Kapouonou gaswvl (6ciedcmeue OIOKUPYIOUE20 IUSHUS HAHOYACTNUY HA
npoyeccol pekpucmaniuzayuu). Pezyromamor ucnvlmanuii noxazeleaiom, 4mo Mooupuyuposanue
HAHOUACMUuYamu cnoco6Cmayem noGbIUEHUIO OCHOBHBIX KOHEUHbIX (DUSUKO-MEXAHUYECKUX CEOUCME
MEepObIX CNAAB0E. MEEPAOCMU, MPEUWUHOCTNOUKOCTU, NPOYHOCHU HA U32U0, MOOYIs YRPY2OCHi,
UBHOCOCIOUKOCU.

Kuroueswie cnosa: nanovacmuybvl, meepooCniagblie KOMRO3UMbL, MUKPOCMPYKIYPHbIE NAPAMempbi,
CMPYKMYpHAs MOOeb, NPOYHOCHb HA U32UD, dIeKMPOUMNYIbCHOE CHeKaHue, penmeeHopa3osbiil
AHAU3, pasmep 3epHa, MoOYIb YNpy20Cmu.
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BBenenne

AHanu3 COCTOSHUS NMPOOJIEMBI MO UCIIOJIB30BaHUIO HAHOCTPYKTYPHUPOBAHHBIX MaTEPHAJIOB I10-
Ka3bIBa€T, YTO OJHUM M3 MEPCIEKTUBHBIX HAIIPABICHUH MOBBIIICHUS KaueCTBA TBEPIBIX CIIJIAaBOB U
W3JeNNH Ha NX OCHOBE SIBIISIETCSI (JOPMUPOBAHUE CyOMUKPOHHOHN CTPYKTYPhI € 3¢pHaMU TBEPIOH Kap-
6uHOM (azel pazmepom 300—400 uM. [IprmMeHeHre HAHO- U CyOMUKPOKPUCTAIIITMYECKUX KapOHIOB B
COYETAaHUH C METOIAMH COXPAHEHMSI MAacCIITA00B CyOMUKPOHHBIX 3€PEH IPH BHICOKOTEMIIEpATy PHOH
KOHCOJIM/IAI[MH MO3BOJISIET MOJYYHUTh TBEPAOCIIIIABHBIE KOMIIO3UTHI CO COaJIaHCUPOBaHHBIM COYETA-
HHUEM TBEPIOCTH, IPOUYHOCTH, TPEIIMHOCTONKOCTH M BSI3KOCTH MO CPABHEHHIO CO CIUIABAMU HOPMaJTb-
HOM MUKPOHHOU 36pHUCTOCTH.

OOBEKTOM HCCIEeOBAHUS SIBISIOTCS CIIEYCHHBIC TBEPAOCIUIABHBIE KOMIIO3MTHI, NpEAHA3HA-
YEHHBIE JJISI H3TOTOBJICHHUS METAJIOPEKYIET0 HHCTPYMEHTA B MAlIMHOCTPOCHUH, METaJIJI000pa-
60TKe, OypOBOTrO MHCTPYMEHTA B HE(TAHOW M YTOJBHOW MPOMBIIIJICHHOCTH, TOPHOI00BIBAIONIEH
OTpAaciii, U3BHOCOCTOUKHX PE3IOB MPHU CHITHUU AOPOXKHBIX MOKPHITHII U T.1. [IpoBeneHHbIe Hccie-
JIOBAaHHMSI ¥ TIOJIyYEHHBIE PE3yJbTaThl 0a3upPyIOTCS HAa HOBBIX HAYKOEMKHX TEXHOJOTHSIX CHHTE3a
HAHOMOPOUIKOB M M3rOTOBJICHUS reTepodasHbiX METAIIOKEPAMUYECKUX KOMIIO3UTOB Ha UX OCHO-
B€, NPEATOJIaraeT HOBbIE TEOPETHYECKHE IOAXOABI K KOHCTPYHPOBAaHHUIO, NPOrHO3UPOBAHUIO UX
(U3MKO-MEXaHUYECKUX U IKCIIJIyaTallUOHHBIX CBOMCTB, UCIIOJIb30BAHHIO HOBBIX COBPEMEHHBIX Me-
TOJMK HCCIIEIOBAHMS U KOHTPOJISL. 3a7auy MOBHIIIEHHU S KaueCTBA TBEPABIX CINIABOB MOT'YT OBITH 3(-
(EeKTHBHO pelICHBI 32 CYET UX HAHOCTPYKTYpUpOBaHus [1, 2] HyTeM UCHOIb30BaHUsI HAHOPa3Mep-
HBIX TOPOLIKOB Kapbunaa Bonb(ppama [3-5] 1ubo BBeneHUsT HAHOPa3MEPHBIX MOPOLIKOB KapOHMI0B
BaHAIMS, XpOMa, TaHTaJa WIN APYTUX HAaHOIPOUIKOB OKCHJOB, HUTPUIOB, KOTOPBIE HTPAIOT POIb
HHTUOUTOPOB pocTa 3epHa ocHOBHOW (a3sl WC npu ciekanuu [6-8]. Mcrons30BaHne Takoro crio-
co0a JuIs peanr3alui HAHOCTPYKTYPHO# (hparMeHTaIMK 32 CUET MCII0JIb30BaHUsI KapOuTHOW (a3bl
Pa3IUIHOTO COCTaBa U AMCIIEPCHOCTH YKa3aHO Takxke B padborax [9, 10]. [IpuMeHeHHe HAaHOTIOPOTII-
KOB JUJISI peaju3aliy rpagueHTa GyHKIHOHAJIBHBIX CBOMCTB HE NMEET allbTePHATUBEI MIPU CO3/1a-
HUHW TBEPIOCIIJIABHBIX JHUCIEPCHO-yIPOYHEHHBIX MaTepHajoB, TaK KaKk OHM MOTYT oOecIlieunBarh
CYIIECTBEHHOE MOBbIIIeHUE (PU3NKO-MEXAaHUYECKUX CBOMCTB M AKCIUTYaTal[MOHHBIX XapaKTePUCTUK
MIpH HEOOJIBIIIOM KOJIMYECTBE J0OaBOK K MAaTPUYHOMY MaTepHally, 0€3 yCI0KHEHUS TpaAHuIIHOHHOMN
0a30BOM (CTaHAaPTHOM) TEXHOJIOTUH U CYIIECTBEHHBIX JIONOJIHUTEIBHBIX 3aTPaT Ha 000pyI0BaHHE
1 ocHAcTKy. Ha pemeHne MMEHHO 3TOH 3a/1auM HANPaBJICHBI NCCIEAOBAHUS, PE3YIbTaThl KOTOPBIX
IIPUBE/ICHBI B HACTOSILIEN CTAThE.

OcHoBHas 3a/1a4a peleHa MmyTeM pa3paboTKH anmnaparypbl U TEXHOJIOTHHU MOTYUYSHHs] HAHOIIO-
POIIKOB OKCHJIOB, KAPOUIOB U HUTPHJIOB, COCTABOB M TEXHOJIOTUU W3TOTOBIICHHS TBEPIAOCILIABHBIX
KOMITO3UTOB, HOBBIX OPHTHHAJIBHBIX CIIOCOOOB BBEICHHSI HAHOZO0ABOK B CTPYKTYpY 0a30BOro TBEp-
JIOT0 CIIaBa, 00eCIeYrBaIOIUX OJTHOPOAHOE PACIIPE/ICICHUE X 110 00bEMY U PEAOTBpAaleHUE KOH-
TJIOMEpaIUH.

HoBu3Ha u TexHUYECKHE 0COOCHHOCTH MOTYYECHHBIX B X0JI€ NCCIIEAOBAHUN METO/IOB U CIIOCOOOB
pelIeHHsl 3a/a4d TOBBIIEHUS (PU3NKO-MEXaHNYECKUX W 3KCIUTYaTallMOHHBIX XapaKTePHCTHUK CTaH-
JAPTHBIX TBEPABIX CILJIABOB 3aKJIIOYAIOTCS B pa3paboTKe CrelnaIn3npoOBaHHOTO 000PYI0BaHUS U all-
rapaTypsl I CHHTE3a HAHOMOPOIIKOB OKCH/Ia ATIOMUHHS, THOKCHIA IIUPKOHUS, HUTPHI0B METO/IA-
MH yJIapHO-BOTHOBOTO CHHTE3a [11], 3JIeKTpOB3phIBa, B MJIa3Me IYTOBOTO pa3psijia HU3KOTO JIaBJICHUS

[12, 13], n1a3MOXMMHUYECKOTO CHHTE3a MOIIHOIO YJIBTPa3ByKOBOIO BO3ACHCTBUA.
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MeToasbl U annapaTypa uccjael0BaHui

J1J1s TOATOTOBKY ITOPOIIKOBBIX cMecel KapOu10B Bosib(hpama, K0OabTa (B TOM YHCIIE IOy YeHHS
MOPOIIIKOB KapOuaa Boib(hpamMa ¢ HHTHOMPYIOMIMMHU JOOaBKAMH HAHOYACTHI[ OKCHA aJTIOMHHHUS U
JMOKCHIa INPKOHMSI KEPAMUKH) UCTIONb30BaH npenn3nonHble Beckl MettlerToledoAB204-S/FACT c
TOYHOCTBIO M3Mepenus 10 0,1 mr. [IpuroToBiIeHHBIE CMECH IPUMEHSUIIH JJIs1 K3TOTOBJICHHSI ITA0UKOB
JUts ipoBeneHus ucnbitanuit Ha u3rud (ISO/CD 3327), tabnetok P10x10 MM I H3yUYCHHS TTapame-
TPOB MUKPOCTPYKTYPBI U (PU3NKO-MEXaHUYECKUX XapPaKTEPUCTHK. AKTUBHPOBAaHHBIE B XKUJIKOH cpene
(Y3-aucneprupoBaHHbIE) JIETHPYIONINE HAHOYACTUIB AUOKCUIA UPKOHUS WM OKCHIA aJIOMHHHUS
CMEIIMBaJM C MOpOLIKaMH KapOujaa BosibppaMa W KOOaibTa B HY)KHBIX BECOBBIX COOTHOLICHUSX,
IIPECCOBaAJIM B )KECTKOM MaTpHIlE, TOABEPTajy CIICKaHUIO B BAKyyMHBIX Ile4aX WM KOHCOIUAMPOBA-
JIM B TJIa3Me UCKPOBOro paspsiaa Ha ycraHoBke SPS 515S SYNTEX. Ha oOpasiax pa3paboTaHHBIX
MaTepHajioB yCTaHABIMBAIN CIEAYIOMHNE (PU3NKO-MEXaHUIECKNE XapaKTEPHCTHKH: B IIPOLECCe CIie-
KaHUs M3Mepsiiach ycanka Ha nunatomerpe DIL402; Ha cnedeHHBIX 00pa3uax — IIOTHOCTh THAPO-
crarndeckuM MetonoM 1o ISO 3369; TBeprocts mo Bukkepcy n KoapPUIIMEHT TPEIIMHOCTONKOCTH
(Kic) mo metoxy IlanmkBucra Ha MukpotrBepaomepe TII-7P-1 myTem m3MepeHHs TUIMHBI TPEUIUHBI,
pacIpocTpaHsIoIIeiics OT yriia oTneyaTtka nupaMuaky Bukkepca (Harpyskenune npu ucnbitanuu 100,
200, 1 300 H) o ISO/DIS 28079; uzHococToiikocTs cornacHo cranaapty ASTMB611-85; nopuctocTsb
u conepxanue rpagura mo ISO 4505; kospuuTuBHAsA cuia Ha npudope «KobasbT» B COOTBETCTBUHU
¢ ISO 3326. AHanu3 MUKPOCTPYKTYpbl 00pa3loB TBEPIOCIUIABHBIX KOMIO3UTOB ITPOBOAMIIN Ha pac-
TpoBoM 31ekTpoHHOM Mukpockone HITACHI TM 1000 u pacTpoBBIX 1EKTPOHHBIX MHUKPOCKOMAX
JEOL JSM-7001F, JEOL JSM-7500FA c 3HeproaucriepcHOHHBIM U BOJIHOBBIM CIIEKTPOMETPAMU U KOM-
IIJIEKTOM NTPOOOTIOATOTOBKH; PEHTI€HOCTPYKTYPHBIH U peHTTeHO(a30BbIi aHAIN3 OCYLIECTBIISUIN Ha
nudpaxromerpe D8 ADVANCE. M3yueHue napaMeTpoB KPUCTAIIIMYECKOH CTPYKTYPbI TIOPOLIKOBBIX
MaTepHasoB (B TOM YHCJIE HAHOPa3MEPHBIX) U TBEPAOCIIIABHBIX MOIMKPUCTAIUIMYECKUX MaTEpUasoB
Ha ocHOBe WC IpOHCXOIHIIO METOZIOM PEHTTEHOBCKOM AU(PAKTOMETPHUH C IIPUMEHEHUEM PEHTT€HOB-
ckoro auppakromerpa ShimadzuXRD-7000. Mopdonoruueckue cBOHCTBa ITOPOIIKOB M HOPUCTHIX
MaTepHanoB uccienoBanu MetonoMm bOT ¢ onmpeneneHneM yaenpHOH MOBEPXHOCTH B IIMPOKOM JHA-
na3ose 0,1...2000 m/r. Ha OCHOBaHMY JJAHHBIX U3yUYCHHUS YICIbHOMN MTOBEPXHOCTH HCCIIEOBAHHBIX T10-
POILIKOB YTOUHSIN CPEIHUIN pa3Mep YaCTHIl B IPUOTMKEHUHU K UX PEaJIbHON IeOMETPHUH, T.€. HA OCHOBE
nzydeHust ux mMopdonorun meronom COM. M3yueHne HAaHOTBEPIOCTH M YHPYTOILIACTHYECKHUX Xa-
PaKTEpUCTHK CHEYEHHBIX 00pa30B TBEPIOCIUIABHOIO KOMIIO3UTA ITPOBOAMIIM Ha TOJIMPOBAHHBIX MO-
BEPXHOCTSIX C MCIOIBb30BaHUEM YIBTPAMUKPOTBEpAOMepa TuHaMudeckoro tumna ShimadzuDUH-211S.
Kpome tabnuuHO# 1 rpadruecKkoil 3aBUCMMOCTH TBEPIOCTH HCIBITYEMOr0 MaTepHralia OT YCUJIHs Ha-
I'PY>KEHHSI METO]I TTO3BOJISIET H3MEPUTH €ro KO3 (OUIIMEHT TeKyUeCTH, BETHUYNHY MOLYJIS IIPOAOJIEHOM
YIPYTOCTH, OTHOCUTEINILHYIO 100 paboThl ynpyroi fedopmannn MaTepualia lpy BAABIMBaHNH.

PacnipenesieHue 9acTHIl IO pa3MepaM UCXOAHBIX M CMEUIAHHBIX IOPOLIKOB OIPEACISIIN METO/Ia-

MU Ja3epHoil nudpakuuu Ha npudope SALD-7101 Shimadzu u COM.

Pe3yabTaThl 9KCIIEPUMEHTAJIBHBIX HCCJIEJOBAHUIA.

CHHTe3 HAHOMOPOLIKOB KapOHA0B 1 OKCH/I0B

[IpuMeHUMOCTh METO/Ia BaKyyMHOI'O AYTOBOro paspsaa (puc. 1) 1y cuHTe3a KapOu10B MeTall-

noB ZrC, TiC, WC npu pacnbuleHHH B alleTUIICHE, pa30aBICHHOM aproHOM WJIM BOJOPOIOM, Oblia
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Puc. 1. YcTpoiicTBO 31€KTPOyTrOBOI0 JUCIIEPTUPOBAHU S
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Tabnuna 1. PU3HKO-XMMHYECKHE CBOMCTBA YTIICBOAOPOIOB
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]

CooTHoIIeHHE
HanmeHnoBaHnue Monekynspuasa | JAuHamuueckas I[In0THOCTB,
dopmyna C/H B monekyne
yrJieBoOpoaa macca, r/MoJjb BSI3KOCTB, cl Kr/aM
(aTromHOE)

[Iponan CH4 86,2 0,307 0,66 0,429
AneruneH C2H2 142,3 0,907 0,73 1,000
Benszon C6H6 78,1 0,649 0,88 1,000
Tonyon C6H5CH3 92,1 0,584 0,87 0,875

nokazana B pabote [14]. OnpeznesneHbl KOppeasLUOHHbIE B3aMMOCBs3H (pa30BOro cocraBa HaHOIO-
POLIKOB, 00pa3yIomUXCs IIPH BAKYYMHOM JYT'OBOM pa3psilic METAJNIMYECKUX NPOBOJHUKOB OT XH-
MHYECKOT0 COCTaBa MHAMBHIYaJIbHBIX YIJIEBOAOPOJOB (Tali. 1) W 3MEKTPUUYECKUX XapaKTEPUCTHK
paspsina. J{is cuHTe3a HaHOTIOPOIIKOB MCIIOIb30BAIN AYTOBOW UCTIAPUTEIIb CO CIEAYIOMIMMHU XapaK-
TEPUCTUKAMU: TOK paspsiaa 500 A, HanpsKEHHOCTh MTPOIOJIBLHOT0 MArHUTHOT'O IT0JIs1 HA TOBEPXHOCTH
Karoja, co3naBaeMoro (oxycupyromen karymkoi, 80 spcren. B kauecTBe karona Ans pacibUICHUS
BBIOMpAJIM TUTAH, IIUPKOHUH, BOJIb(YPAM TEXHUUECKOW YUCTOTHL. J[J1s1 OCyliecTBICHUS MI1a3MOX UM HU-
YEeCKHX PEeaKIHH B KaMepy Mocje MpeJBapuTeNIbHON OTKaYKy 10 faBineHus | Mlla namyckanu raso-
By10 cMech 30 % yraeBomopon + 70 % Ar.

YcraHoBneHo, uTo Hanbonee 3PPEKTUBHBIM YTIEBOIOPOIHBIM pEareHTOM SIBISETCS aleTHIIEH,
MOCKOJIbKY OH MMEET Ype3BbIYaiiHO BBICOKYIO 3allaCeHHYI0 XMMHUYECKYo dHepruto (+226,8 xJx/
MOJIb), 3aBHUCSIIYIO0 OT 00pa30BaHMsI TPOWHON CBS3M, 32 CUET yJacTHsI KOTOPOH B 00pa30BaHMUHU Kap-
OMIOB YBEIUYUBACTCS IK30TCPMUUCCKUN IPPEKT 00pa3oBaHus KapOUIOB B PEAKIMHU alETUICHA U

METaia.
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IIpu cuHTe3e HUTPUAOB U OKCHIOB COCTAB Ira30BOil cMecH (CpeAbl) M3MEHSJICS, HallpuMep, Ha
cmech 5 % O, + 95 % Ar unm asorconepxaniyto. CooTBETCTBEHHO U3MEHSIIIUCh U ONITUMHU3UPOBAIINCH
PeXUMBI CHHTE3a: 9YacTOTa UMITYJICHOTO AYTOBOTO pa3psAna, JINTENbHOCTh UMITYJIbCA, aMILTUTYAA
TOKa B UMITYJIbCE, AABJIECHUE ra30BOM CMECH U JIP.

OnnuMm u3 Haubonee 3(h(HEKTUBHBIX M MPOU3BOJUTENBHBIX METONOB CHHTE3a KapOUIHBIX IO-
POIIKOB IPHU3HAH IUIa3MOXUMHUYECKHI CHHTE3, O3BOMISIONIMI MOTYy4aTh HAHOMOPOILIKH C pa3MepoM
ygactui oT 10 g0 100 a™m [15].

MerToz Ia3MOXMMHYECKOTO CHHTE3a ObUI pealn30BaH Ha 0a3e KOHCTPYKIHMH KOAKCHAJIBHOI'O
MarnuroriazmenHoro yckoputens (KMITY), paspaborannoii B TOMCKOM MOJMTEXHUYECKOM YHU-
Bepcutete (puc. 2). OCHOBHBIM IPEHMYIIECTBOM YCTAaHOBKH CHHTE3a B IJIa3Me HU3KOTO IaBJICHHS
CIIY)KHUT BBEJICHHE JIETHPYIOIIUX UHITHOMTOPOB POCTa K OCHOBHOMY KapOWIHOMY Marepuajy Hero-
CPEICTBEHHO B IIPOLECCE CHHTE3a U BBICOKAs IPOU3BOAUTENBHOCTD.

[Tpu padore KMITY npoucxoaut nepexos 3arpy>keHHOr0 MaTepuasa B IJIa3MEHHOE COCTOSIHUE U
BBIHOC €T0 B KaMEPy-peaKTop, 3al0THEHHYI0 HHEPTHOI aproHoBoii arMocdepoil. B mpomecce BerHOCa
MarepHala B IJIa3MEHHOI CTpye OCYyILEeCTBIISIETCS IIIa3MOXUMHUYECKUH CHHTE3 KapOuaa Bojibppama
13 MCXOJHBIX PEareHTOB, COPOBOXAAEMBIN 3IEKTPOIPO3UOHHOM HapabOTKOH yIiaepoaa ¢ HOBEPXHO-
cTH rpaduToBbIX ekTponoB KMITY, koTopslii Takke HapsiAy C 3arpy>KEHHBIM YIIIEPOIOM YaCTHYHO
BCTyIAeT B PEakIHIo ¢ BOIb(ppamMoM, 00pasys ero kapomi. BeIHOCHMBIN B IPOCTPAHCTBO KaMephl-
peakTopa MaTepual paciblIsSIeTCs, KPUCTAIIIU3YeTCsl 1 00pa3yeT HaHOJUCIIEPCHBIE KPUCTAJIbI Kap-
6una Bomb(hpama.

Pe3ynbraThl HCClieOBaHUH MOKA3aJH, YTO BEIOPaHHBIE PEKUMBI IJIA3MOXMMHUYECKOTO CHHTE3a
¢ npuMeHeHueM pazpadorannoro KMITY npusenu k popmMupoBaHio CyOMUKPOHHBIX M HAHOYACTHII
npoxyKTa TpedyeMoi GpOpMbI C UX IIUPOKUM paclpeliesieHHeM 10 pa3Mepam, OJJHaKO He T03BOJIH-
JIY TIOJyYHUTh HOPOIIKOBBIN MaTepHas ¢ TpeOyeMBbIMH XapaKTEPHUCTUKAMH YHCTOTHI II0 OCHOBHOMY
kommoreHTy (WC). 115 moBbIlIeHHs KauecTBEHHOTO (110 xuMcocTtaBy WC, copep)aHuio CBOOOTHOTO
yriaepozaa) kapouaa Boib(pama 1eaecoo0pa3Ho MPOU3BOAUTH CHHTE3 B ABE CTaAuU. JlaHHOE 00CTOS-
TEIBCTBO MOTPEOOBAIIO MPOBEACHUS AONOIHUTEIBHBIX HCCIEIOBAaHUIN 10 ONTHMH3AIUN PEXHMOB

IJIa3MOXUMHUYCCKOI0 CHMHTE34d, a TAKXKC HM3YyHUYCHUS BO3MOXKHOCTH OAHOBPEMCHHOI'O AUCIICPrupoBa-

Puc. 2. Cxema, ycTpOoHCTBO U NPUHLMI ACHCTBUS KOAKCHAJIBHOIO MarHUTOILIA3MEHHOTO YKOPUTENISA: a — UC-
XOIHOC COCTOSIHHUE; O — paboTa yCKOpHUTeNs: 1 — HEeHTPaIbHBIN JIEKTPO; 2 — NEKTPOA-CTBOM; 3 — U30JISATOP
LEHTPAJILHOT0 NEKTPoa; 4 — KaHaJl OPMUPOBAHMS [IA3MEHHOM CTPYKTYPBI; 5 — HHAYKTOP (5'- KOHTAaKTHBIN
HUJTHHAP, S»- COJICHOUI, 5'» — KOHTAKTHBIH (1aHel); 6 — 3ariayiika; 7 — KOpIyc; 8 — u30asmus; 9 — mia3MeHHast
CTPYKTypa CHIBHOTOYHOTr0 pa3psaa (9' — mia3MeHHbIH KryT-ZnuH, 9» — Kpyrosas Ij1a3MeHHas HepeMbIuKa)
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Tabnuua 2. XapakTeprCTUKH TOPOIIKOBOTO IPOJAYKTa, CHHTE3UPOBAaHHOTO METOJOM IJIa3MOXMMHUYECKOI0 CUH-
Te3a Ha OCHOBE MCXOJHBIX OPOLIKOB Bonbdpama u rpadura

TpeboBaHus Kk mapameTpy

HaumenoBanue napamerpa Ex. Msmepenoe
p p sy, | HomuHaneHOe | IpenesnsHoe IHAYCHIIC
3HaUECHHE OTKJIOHEHHE

VYaenvHas moBepXxHOCTH yacTuly WC Mm%/ >1 +0,03 2-10
Wzmepenune cpeguero pazmepa gactury WC MKM <0,2 +0,05 0,12
V3mepenne rpanyIoMeTpHYECKOro COCTaBa 15
yacTull WC OTHOCUTENBHO CPEIHET0 3HAYCHU I % <£30 +30 oy
pasmepa 4acTuig

Hsmepenue copepikanus KMCI0poaa % <04 +0.01 0,2
W3mepenue copepikanus npuMecei % <+0,1 0,01 0,08

0,6
0,5
0,4 ——

0,3 ——

_ 0,2 mEEE
154 / \ 01 +— AR RN

354

30 -

254

dm/M #Ind

20 -

YacToTa

JIHameTp acTiiL, Hu

a §)

Ind/mKm

Puc. 3. ITonuron skcnepuMEHTAJIBHBIX U MOAZOOPaHHBIX YaCTOT paclpelelieHus 110 pa3MepaM HaHOIOPOIIKOB
kapOu 0B (a) u okcuoB amoMuHuIALO; (0)

HUA 10 Cy6MI/IKpOKpI/ICTaHJ'II/I‘-ICCKI/IX pasMEpoB U TOMOTCHHOI'O CMEIIMBAaHU S KOMIIOHEHTOB IMOPOIIIKa
TBEPJOrO CIIaBa C MCIOJIb30BAHUEM B Ka4eCTBE UCXOJHOIO CBHIPbsI JIJIsi CHHTE3a CMECh MOPOIIKOB
kapbuma Boiab(hpamMa U KoOajabTa MUKPOHHBIX Pa3MEPOB C J00aBKaMu TPeOyeMOro KOJW4YeCTBa Ha-
HOYACTHUI OKCHIHOT'O HHruouTopa pocta 3épeH (Al,O; unu ZrO,).

Hapsiny ¢ M3roToBIEHHBIMY TPAIUIIMOHHBIMA METOJIAMHU B PE3YJIBTATE HCIIOIB30BaHMS pa3pabdo-
TAHHOUN TEXHOJIOTUH MJIa3MOXMMHUYECKOr0 CHHTE3a ObUIH MOJTYUYCHBI MOPOIIKU KapOuaa Boibhpama,
OCHOBHBIE XapaKTEPUCTUKU KOTOPBIX MPEJCTABIECHBI B Ta0IMI. 2.

Mopdonoruueckuii, rpaHyIOMETPUYECKUN U CTPYKTYPHBIH aHAIN3 POBOIUIN [0 HU3KOTEM-
nepaTypHoil agcopOruu aprona no metoAay bOT, mpu moMomy 3IeKTPOHHON MPOCBEYUBAIOIICH U
PacTpoBOil MUKPOCKOIHH, PEHTTEHOCTPYKTYPHOrO aHa/in3a. Pe3ynbrarel U3y4eHus POy KTOB CHH-
Te3a mpeacTaBieHbl B padoTe [13] u Ha puc. 3. [lonHy0 KapTHHY paclpeesieHus] YacTHll 10 pa3-
MepaM IO3BOJISIET MOJYyYUTh METOJA PTYTHO# mopomerpuu. [lonydeHHbBIE 3TUM CHOCOOOM KPHBBIE
pacripeneneHust UMeOT HopMy, OIU3KYIO K JIorapU(MHUUECKH HOPMAJILHOM, U MOATBEPKAAIOT JAaH-

HbIE JIEKTPOHHO-MUKPOCKONMYECKUX U3MEPEHUM: nHTepBan pasmepoB dyactul ot 0,06 no 0,4 Mkm
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Puc. 4. Mopdonorust cHHTe3UpOBaHHBIX HAHOTIOPOIIKOB OKCHIA JIIOMUHUS U OKCHJa IIUPKOHUS

TaGuua 3. XapakTepucTHKA IOPOIIKOB, OJIyYEHHBIX YAAPHO-BOJIHOBBIM CHHTE30M

YAIT ®Da30Bblll COCTaB CpenHuii pa3Mep 4acTHIL, MKM
A1,05 ) 0,067
AL0; o 0,006
Z10,(Y,05) TeTp., KyO. 0,030
710, —t TETp. 0,6
Zr0, —m MOHOKJIMHHAsI 0,008

¢ makcumyMoM pactnpenenerus 0,12 mxm. [locie NONONHUTENBHBIX 3KCIEPUMEHTAJIBHBIX METO/IOB
00pabOTKM MPOAYKTOB CHHTE3a MOXKHO BBIICIHUTH TPEOYEMYIO 10 TEXHOJOIMYECKOMY PErilaMeHTy
W3rOTOBIICHHS TBEPAOro ciiiaBa (pakiuuo. Pe3yapraTel H3MEpeHUi yaeabHOi TOBEPXHOCTH CHHTE-
3MPOBAaHHBIX B3PHIBOM IIOPOIIKOB U MX pa3iIN4HbIX Gpakuuii mo merony bOT cBuaeTenbCTBYIOT, 4TO
CPEIHENIOBEPXHOCTHBIN pa3Mep YacTHIL JUCIIEPCHOM Qpakuuu d, MPaKTUYECKH COBNAJAET CO 3Haue-
HUSIMH, TTOJTYyYCHHBIMH CeIMMEHTaNueH (d.) 1 Ha SIEKTPOHHOM MUKPOCKOIIE. YeIbHasi HOBEPXHOCTh
HU3MEHseTCs B uHTepBaste ot 2 1o 10 M?/r (1711 pa3muYHBIX PEXKUMOB CHHTE3a M XUMHYECKOT0 COCTaBa
MIPOAYKTA).

B kauectBe MoauQUUIUPYIOMKX 00aBOK HCIIOIb30BAIN HAHOIIOPOLIKHY, HOIYYESHHbIE METOIOM
YapHO-BOJTHOBOT'O CHHTE3a JIMOO METOIOM 3JIEKTPOB3pbIBa, MOP(OJIOT S MOPOIIKOB IIPUBEICHA Ha
puc. 4, cpenauit pazmep yactui Bapsuponaics oT 0,008 mxm aist ZrO, g0 0,1 mxm nis Al,0;. Texuu-
YecKHe XapaKTEpPHCTUKHU TTOPOLIKOB NpHBeneHbI B Ta0. 3. KpuBble pacnpeneneHus HAHOIOPOIIKOB
OKCH/JIOB 10 pa3MepaM HMEIOT aHAJIOTMYHbIN xapakTep (puc. 30).

IMocne cennMeHTAMU WM APYTUX CIIOCOOOB pasiesieHus 0 (PPaKIUsIM MOXKHO HCIIOIb30BaTh
MOPOILIKH Pa3HOTO pa3Mepa JJisi MOAUGHUIIMPOBAHUS PAa3JIMYHBIX TBEPIBIX CIIJIABOB B 3aBUCUMOCTH
OT Ha3HAUCHMS U TpeOyeMbIX CBOHUCTB (KaK AMCIEPCHO-YIPOUHSIONINE J00aBKH, HHTHOUTOPBI pOCcTa
3epHa KapOuIHON (a3bl B TBEPIOM CIUIABE, HAHECEHHU S JIETUPYIONIUX 100aBOK JJIsl TOBBIILICHHSI U3~

HOCOCTOWKOCTH H T.II.).
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COCTaBbl, TEXHOJIOI's U3TrO0TOBJICHHUS,
CTPYKTYpa u cBoOlicTBa TBEPAOCIJIABHBIX KOMIIO3UTOB,

MOHﬂ(l)Hlll/lpOBaHHle HaHOYACTHIAMHU

[MonoxxuTenpHOE BIMSHKUE 100aBOK HAHOYACTHIl HA CBOMCTBA CTaHIAPTHBIX TBEPABIX CIIaBOB
OOBSACHACTCS, MPEXKIE BCETO, U3MEHEHHEM WX CTPYKTYPHBIX HapaMmeTpoB. PopMHpOBaHHE HAHO-
CTPYKTYPHBIX ()parMeHToB B 00bEME METAJITMIECKON KOOaIbTOBOM MPOCIONKN 00ecrieunBaeT CHU-
JKEHHE 10 CYOMHKPOHHBIX Pa3MEpOB €€ TOJIIHHBI MKy KapOMIHBIMU 3€pHAMH, Peaiu3yeTcs u3-
BECTHBIH B MaTepuaioBeJeHNN 3G eKT AUCIepcHOro yrnpouneHus. Kak pesynsrar obecrieunBaeTcs
KaueCTBEHHO HOBBIIl yPOBEHb CBOWCTB, yBEJIIMYMBACTCS CIIOCOOHOCTD CILJIaBA COIPOTHUBIIATHCS CIIBU-
TOBBIM J1e()OpMaLIUSAM, TOPMO3SATCS TPOLIECCH POCTA 3e€pHA KapOuaHoi (a3bl. BriatoueHus Tyromnas-
KHX M TBEPIABIX HAHOYACTHII B IIPOCIONKAX CBA3KHU MO3BOJISIIOT MOBBICUTH CTOMKOCTH K U3HOCY IPH
MTOBBILIEHHBIX TEMIIEPATYyPax, HAIIPUMEP IPU BHICOKOCKOPOCTHOM PE3aHUU, 1, KPOME TOTO, ABIISIIOTCS
OappepaMu Ha ITyTH PacCIpPOCTPAHEHUSI MUKPOTPELINH, MTOBBIIIAETCS IPOYHOCTh HHCTpyMeHTa. Ha-
HOYacTHUIBI KepaMuKy B KoauuecTse 0,05-0,2 % 1o Macce aucnepcHo yIpoYHsIOT He TOIBKO KOOab-
TOBYIO ITPOCITIONKY, HO ¥ KOMIIO3HT B I€JIOM (TTOBBIIIAIOT TPEIIMHOCTOUKOCTH 10 50 %, MpoYyHOCTH Ha
n3rud 1o 25 %), CTOHKOCTB K TEMIIEpaTypHBIM BO3JICHCTBUSM, CHUXKAIOT aAT€3NOHHOE CXBAaThIBAHNE
¢ 00pabaTbiBaeMbIM MaTepHaiioM, B 1,5 pa3a CHUKaeTCst abpa3uBHBIN H3HOC. Upe3BbIUaiiHO BaKHBIM
(akTOM, KOTOpPBIH ObUT OOHAPYKEH W MOBTOPSJICS NMPH M3YYCHUH MUKPOCTPYKTYPBI TBEpPAOCIIIAB-
HBIX MaTepuajoB, MoAuduunpoBaHHbIX HaHOYacTulamu B ycioBusix 1[3J1 u YHTL Kuposrpaacko-
T'0 3aBOJIa TBEPABIX CILIABOB, SBISETCS CTAOMIBHOE CHIDKEHHE CPEIHEro pa3Mepa KapOuIHBIX 3epeH
ocHoBHOH (a3l WC, TiC. DTo nouTy HaBEpHSKa MOKHO OOBSICHUTH TOPMOXKEHHEM MacCOIepeHoca
yepe3 KoOaIbTOBYIO CBS3KY, UTO 3aTPYAHSET MPOLECCH PEKPUCTAIIN3ANH U POCTa KapOUIHBIX 3e-
peH.

OnHOHN M3 CIOXKHBIX TEXHOJOIMYECKUX MPOOIIEM, KOTOPYIO HEOOXOANMO PEIINTh MPH U3TOTOB-
JICHUU TBEPIOCIUIABHBIX KOMIIO3UTOB, MATPUYHO HAIIOJHEHBIX HAHOYACTULIAMH, SIBJISIETCS 0Oecrieye-
HUE OHOPOIHOTO0 PAaBHOMEPHOTO PACIPEAEICHUs HAHOYACTHII 110 00beMy KOOAJIBTOBOH MPOCIOHKH
¥ KOMIIO3UTA B LIEJIOM.

B nporecce BBITOTHEHNS UCCIIEIOBAHNH TIPEAJIOKEHBI HOBBIE CIIOCOOBI IIPEABAPUTEIBHON 1MO-
TOTOBKHM CHHTE3MPOBAHHBIX HAHOMIOPOILKOB, UX TUCIIEPTUPOBAHHUS ISl TOBBILIEHUS () (HEKTUBHOCTH
MOAM(UIIMPOBAHHS TBEPAOCIIAaBHBIX KOMIIO3UTOB, OOECIIEUEHHUS! CTATHCTUYECKONH OJHOPOTHOCTH
pacnpezaencHus, GOPMUPOBAHHUS HAHOCTPYKTYPHPOBAHHBIX (hParMEHTOB IO 00BEMY KOOAIBTOBOM
CBSI3KH, UCKJIIOUYEHUS arlIOMEPUPOBAHNS HAHOYACTHIL IIPU CIEKaHUU. J{JI TOCTHXKEHUS 3TOr0 HaHO-
pa3MepHBIe MOPOIIKH OKCHIOB alIOMUHMS (LMPKOHMS) IOIBEPTraOTCs MPEIBAPUTENBHO YIIBTPa3BY-
KOBOMY AMCIEPTHPOBAHUIO B BOZHOM PAacTBOPE NOTUBUHUIIOBOIO CIIUPTA A0 MOIYYEHHS CYCIEH3HH.
3areM CyCIeH3Us CMEIIMBAETCS C IOPOIIKOM KapOua BoJab(ppamMma U NPOU3BOAUTCS COBMECTHBIHN pa3-
Mol B TeueHre 20 4 10 MOIy4eHHs] OJHOPOIHOIO pacipelesieHus KOMIOHEHTOB. IIpu aToM 3a cuer
MeXaHHYECKON aKTUBAIMK M Pa3HUIIBI B pazMepax MiIacTU(UIUPYONUX CBOUCTB MOJIMBUHUIOBOIO
CIHMPTA Ha IIOBEPXHOCTH KapOuI0B (hOpMHUPYETCs IUTAKUPYIOLIHiT clloi n3 HaHOYacTHIl. [lonydueHHy0
CMECh JIOIIUXTOBBIBAIOT KOOAJIBTOM M JIONOJIHHUTEIBHO MEPEMEIINBAIOT, 3aTE€M IIOJ[BEPralOT CYIIKE C
nocneayomen rpanyisnuei. [IpeanokeHHOe TEXHUYECKOE PEILIEHUE TI03BOMISET CYLECTBEHHO YIIPO-
CTUTB TPAIUIMOHHYI0, HanboJiee NIMPOKO IMPUMEHAEMYI0 TEXHOIOTHIO IIPOM3BOICTBA TBEPABIX CILIa-

BOB, HCKJIFOUUTDb U3 TEXHOJIOTUYCCKOI'o UKJIAa pAJ MTPOMEKYTOUYHBIX onepaunﬁ.
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B urore naHHas TEXHOJNOTHsS MONYYEHHUs TBEPAOCIUIABHOIO KOMIIO3MTa 00ECIEeYHBaeT PaBHO-
MEpHOE pacripeiesieHie MOIU(PHUIHUPYONINX HAHOYACTUI OKCHJIOB II0 CTPYKTYpPE TBEPAOCIIIIABHOTO
KOMIIO3MTA B BHJI€ OJJHOPOIHOTO MIJIAKHUPYIOIIETO CJIOSI U3 HAHOYACTHII OKCH/Ia aJIIOMUHHUS HAa YacTH-
ax kapouaa Bonbppama (puc. 5a). IIpu criekaHMM HAHOYACTHUIIBI OKCHA ATIOMUHHS 00pa3yroT TOH-
KYIO MPOCIIONKY, pa3aelsioNly o 3epHa kapouaa Boiabhpama (puc. 50, Tadi. 4).

N3ydeHne MUKpOCTPYKTYPHBIX ITapaMETPOB TBEPIOTO CIIaBA METOJaMH PaCTPOBOM JIEKTPOH-
HOW MHUKPOCKOIIMH B COYETAHHWH C HCIOIH30BAaHHUEM IO3JEMEHTHOI'O aHAaJIN3a CBHIETEILCTBYET O
BBICOKOI CTaTUCTUYECKOH OJHOPOIHOCTH MX B3aWMHOTO PAaCHpEAEIeHUs KOMIIOHEHTOB KOMIIO3UTa
(xapOuoB Bob(ppama, k00aasTa U MOIUPHUIIMPYIOMIUX 100ABOK HAHOYACTHII) 10 00BeMy (pHC. 6).

3aaua TOMOT€HHOT0 CMELIMBAaHMSI YIIbTpaauciepcHoro nopomka BK-6 ¢ mukponobaskamu (1, 2
u 3 %) HaHOMOPOLIKA AUOKCUA IUPKOHUS, CTAOUIM3MPOBAHHOTO B TETPAroHAIbHOW MOAU(DUKAIUN
JN00aBKaMM OKCHAA UTTPUS, peIianach 3a CUeT NIPUMEHEHHsI aKTHBALIUH -IUCIIEPTUPOBAHUS B TIaHe-
TapHOM IIAapOBOM aKTHBaTope 2SL M yCcTpoicTBE «CyXOi» HEKaBHTAIIMOHHON YJIBTPa3BYyKOBOH ax-
THBaMHU NOPOIIKoOB [16]. Pacnpenenenne yacTui mo pazmepam UCXOJHBIX M CMEIIAHHBIX ITOPOIIKOB
BBISIBJISUIM METOJIaMU JiazepHoi audpakiuu Ha npudope SALD-7101 Shimadzu u COM. Ilo nanueim
nazepHod nudpakumm, Benmmanaa D50 pist qucniepruposanHoro nmopomka BK-6 cocraBuna 0,12 MkM.
B xauecTBe serupyromei 7060aBKH UCIOJIB30BAIH HAHOMOPOIIOK JUOKCHIA IUPKOHHUS CO CPEIHUM

pa3mepom yactuu 10 80 HM.

a §)

Puc. 5. DneKTpOHHO-MHKDPOCKONHMYECKHE H300pa)XeHUs HAHOCTPYKTYPHPOBAHHBIX TBEPABIX CIUIABOB,
MOAM(UIIIPOBAHHBIX HAHOYACTHIIAMH: a — IPECCOBKA, O — 00pa3oBaHMe MPOCIOWKH IIPU CHEKAHUU

Tabnuma 4. DIeMEHTHBIH COCTaB TOYCYHBIX H CyMMapHOTo crieKTpoB crutaBa T15K6-nano Al,Os5, x10000

Spectrum Instats. C Al Ti Co w Total
Spectrum 1 Yes 11.72 26.28 5.92 34.18 21.90 100.00
Spectrum 2 Yes 15.15 46.27 7.52 4.24 26.82 100.00
Spectrum 3 Yes 5.83 10.16 2.54 81.47 100.00

IIpumedanue: Tab1. 4 nmpuBeneHa aus puc. 50.
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Puc. 6. DIEeKTPOHHO-MHUKPOCKOITHYECKOE H300paKEHHE H3JI0Ma TBEPIOTO CIIJIaBa (8) M KOHIIEHTPALHOHHBIC KPH-
Bele pacnpezneinenus Al, Co, W, C, O (6)

Pe3ynbraTel peHTreHO()a30BOro aHajim3a MMOKA3aH, 4TO HM3TOTOBJICHHBIH MOPOIIOK TBEPIO-
CIJIABHOTO KOMIIO3UTA, JETHPOBAHHOIO HAHOYACTUIIAMHU JIHOKCHJIA LUPKOHHS B KoiuuectBe 1 %,
uMeet cpeaHuil pasmep kpucramautos (OKP) kapbuma Boabdhpama okoso 150 um (puc. 7a). IToBbI-
LICHHE COACPXKAHUS JIernpytomen nooasku ¢ 1 10 3 % oOHapyKHBaeT TCHICHUUIO K yMEHbLIICHHUIO
3¢ (}HeKToB KoaJeCleHIIMM HaHOYAaCTHIl KapOuaa Bojab(dpama mpu 00paboTKe B MIAPOBOM aKTHBATOPE
n Y3-aktuBauuu (puc. 70).

PesynbraTsl peHTreHO(ha30BOro aHaIKM3a KOHCOIHIMPOBAaHHBIX 00pa3loB NOKa3aJid, YTO U3r0-
TOBIICHHBIH MeToAoM SPS TBEPHOCIIABHBIA KOMIIO3HT, JIETHPOBAaHHBI HAHOYACTUIAMHU IHOKCHIA
LMPKOHUS B KonuuecTBe 1 %, umeeT cpeanuii pasmep kpuctamnutos (OKP) kapouaa Bosnbdpama 244
HM (puc. 8a). [ToBbllIeHHE coepKaHUs JErHPYIOIIel 100aBKH 10 3 % IPUBOAUT K CYIECTBEHHOMY
OI'PaHUYCHUIO MIPOLIECCOB pocTa pa3mMepoB 3epHa: cpenuuit pasmep OKP s aTux 06pasuos cocra-
BUJI BEMYMHY B Auanasone ot 151 no 163 um (puc. 86). Cpennnii pazmep OKP kobansroBoii MaTpu-
1161, 10 JaHHBIM PDA, He npeBbImaeT 22 HM.

Crenyer 3aMeTHTB, YTO OOHApPYI)KEHHbIC B MOATOTOBJICHHBIX MOPOIIKOBBIX CMECSX C JISTHPYIO-
uumu qobaskamu ZrO, daser Hu3MIEero kapouaa soashpama W,C nocie SPS-KoHCOMMAANNH TPAKTH-
YeCKH MOJHOCTHIO Nepeln B MoHokapoua Bonbhpama WC (puc. 8). [ToctopoHHNX ITpUMecHBIX (a3
1 CBOOOJIHOTO YIJIepo/ia B U3rOTOBJICHHBIX 00pa3slax Takke He 00HaAPYKEHO.

CpaBHUTEJIBHBIA aHATH3 COCTOSHUS MEX(pa3HbIX I'PaHHL KOMIIO3HTOB AaeT BO3MOXKHOCTD 3a-
KJIIOYUTh, YTO TPAJAUIIMOHHASI TEXHOJIOTUS PECCOBAHUS C MOCIEAYIONUM CIIEKAaHUEM HMPUBOJUT K
BO3HHKHOBEHHIO JIN0O KPYIHBIX YYaCTKOB KOOAJIBTOBOM MaTPHIBL, JIMOO IPAaHHI IPSIMOT0 KOHTaKTa
3épeH kapbuaa Boabdpama (puc. 9a). SPS-TexHOIOTr M, HAIPOTHB, IIO3BOJIACT 00eCIeYnTh HOPMHUPO-
BaHMe TOHKHX (10 100 HM) M MPOTSHKEHHBIX MPOCIOEK KOOAIBTOBON MaTPHILIBI TAXKE MEXKITY METKUMH
3épHamMu KapOuIa Bob(ppama, 00eCeynBaeT IIOTHBIC HHTEPPEHCHBIC COMPSIKCHUS 3EPSH U MaTPH-
usl (puc. 96). OcTaTouHble MOPHI, KOTOPbIE HAOIIOAAIOTCS HAa KPYIHBIX Y9acTKax KoOaibTa, MOTYT
OBbITh YCTpaHEHbI TEXHOJIOTMYECKMMH PEKUMAMH KOHCOJIUAALNY (IIOBBILICHUEM JIaBJICHUS MOATPEC-

COBKH).
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Puc. 7. PenTrenorpaMmbl nopouika TBEPIOCILUIABHOI'O KOMIIO3UTA, U3TOTOBJIEHHOIO0 aKTHUBALlMOHHBIMU METO-
JaMU JUCIIEPTUPOBAaHUS M CMEUIMBAHUA U3 CyOMUKpOHHOTO nopomika BK-6, nerupoBaHHOr0 HaHOYACTUIIAMH
IUOKCUIa NUpKOHUA B komaectse 1 % (a) u 3 % (0)

HarnsnHoe mpencraBiieHHe O XapaKTepe paclpeleieHus JETHPYIOMHUX H00aBOK MO 00BEMY
TBEPIOCIIIABHOTO KOMITO3UTA JatoT pe3ynbrarsl EDS-kaptupoBanus (puc. 10, 11).

MOXHO ompenenéHHO YTBEPKIATh, YTO PE3YIIbTAThl HCCICJOBAHHUNI CBHUIETEIBCTBYIOT 00 3(-
(DEeKTUBHOCTH MPEJIOKEHHBIX TEXHOJIOTHYECKUX MTPUEMOB C TOUKH 3PEHHSI OJHOPOIHOCTH pacipe-
JIEJICHUS JIETUPYIOMUX T00aBOK HAHOYACTHUI[ OKCHJIOB IO 00bEMY (B CTPYKTYpE) TBEPAOCIIIIABHOTO
KOMIIO3UTa U 00€CICYCHU S UX MHIHOMPYIOLIEro BIUSHUS Ha IPOLIECCH PEKPUCTAIIN3ALUN KapOu -
HBIX 3€pEH.
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Puc. 8. PenTrenorpaMMsl KOMIIO3HTa, H3TOTOBIEHHOT0 MeTotoM SPS n3 cybmukponHnoro nopourka BK-6, neru-
POBaHHOTO HAHOYACTHIIAMH AMOKCHAa TUPKOHUS B KosnmdecTBe 1 % (a) 1 3 % (0)

Nzy4enne mapamMeTpoB MUKPOCTPYKTYPHI CIUIaBa IMOKAa3bIBAET CTAOMILHOE CHUKEHUE pa3Mepa

HaHOYaCTUI] KEpaMUKH.

KapOUIHBIX 3€peH Y MOJU(PHULIIMPOBAHHBIX CILIABOB, YTO MOXKHO O0BSICHUTH TOPMOKEHUEM ITPOLIECCOB

NepeKpUCTAIUIN3ANY Yepe3 KoOaIbTOBYIO a3y M3-3a MPUCYTCTBUS B HEH MHTHOUPYIOMINX 100aBOK

PesynpraThl M3MepeHni pa3mepa 3epHa, MpelCTaBICHHbIE B rpaguueckor (popme, HaTsiIHO

— 281 —

HJUTIOCTPUPYIOT, YTO Ha pa3sHbIX 0a30BbIX MapKkax TBepuoro ciuiaa WC-6 % Co, WC-8 % Co, WC-

15 % Co cTabuiabHO oOecriednBaeTcsl yMEHBIIEHNE CPEAHEro pa3Mepa kapouiHoro 3epHa (puc. 12)



% 33,000 15. 0KV

Puc. 9. COM-n3o0paxenus: UHTepHEUCHBIX MeK(pa3HBIX TPAHULl TBEPAOCIIIIABHBIX KOMIIO3UTOB, CIIEYEHHBIX
MPSIMBIM paIHAIlHOHHBIM HarpeBoM (a) u metomom SPS (0)

-
R e e
4 1"'._ P ....‘t'";
g LI.l
== { ¥ o WS
110 pm COMPD

1l um

CK

110 pm oK 110 pm Al K

10 um Co K ——— 10 ym WM

Puc. 10. Pezynbrarsl EDS-kapTHpoBaHus NOIMPOBAaHHON IOBEPXHOCTH TBEPIOCIIIABHOIO KOMIIO3UTA, H3TOTOB-
JICHHOT'O Ha OCHOBE MUKPOHHOI'0 ITOPOLIKA C JOOaBKAMHU OKCH/A aTFOMUHUS



WC-Co-101_011

rE——

3.0 pm CK

3.0 pm CoK 3.0pum WM

Puc. 11. EDS-kapTa J0KaJbHOrO 3aJleraHusl JETHPYIOLUIET0 KOMIIOHEHTa Ha IMOBEPXHOCTHU TBEPIOCIIABHOTO
KOMIIO3MTA, U3rOTOBJICHHOI0 Ha OCHOBE MUKPOHHOI'O MOPOILKA C J00aBKaMH OKCUAA aJIIOMHUHHUS

Bt

a0
30
w0
10
4]
6 1 3 5 7 7
Pa3smep 3epHa, MKkM Pasmep 3epHa, MkM Pa3mep 3epHa, MKM
a 0

Puc. 12. Biusiue 106aBOK HAHOYACTHIT HA H3MEHEHHE KapOMIHOT0 3epHa TBepbIx citaBoB BK6 (a), BKS (6) u BK15
(B): 1 — cranmapTHBIH cruiaB, 2 — cruias ¢ qobaskamu Al,Ox— HaHO, (d; — mpoueHTHOE coneprkanue 3epeH WC)
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pH BBeJCHUH HaHouacTull kepamuku (Al,0;), 3¢ hekTHBHOCTS HHTHOMPYIOIIEr0 BO3ACHCTBHUS 10-
BBIIIAETCS C YBEINUYSHUEM KOHIICHTPALUH 100aBOK HAHOYACTHUI] U YMEHBIICHHUEM X CPEAHET0 pas-
Mepa.

[TpencraBisieTcss MHTEPECHBIM NPOAHAIM3MPOBATH NeHcTBUE 100aBOoK HaHodacTHll Al,0; Ha
MPOYHOCTH TBEPABIX CIUIABOB PA3IMUHBIX COCTABOB B COMOCTABIICHUH C JAHHBIMH, TOJTYYEHHBIMH IS
TBEpABIX cI1aBoB Ha ocHoBe BK8 (puc. 13, xpuBas 3), MmoguduimpoBanHoOil HAHOYaCTUIIAMH. 3aMeTHa
pasHuIa B XapaKTepe U3MEHEHUsI [POUYHOCTH Ha U3rHO y ATUX TPYII CIJIABOB C YBEIUYEHHEM KOHIICH-
Tpammu HaHoyacTu Al,0; (3keTpeManbHEIHA y rpymnmsl BK u 6omee MmoHOTOHHBIH v BKS).

[TpuunHON SKCTPEMaLHOTO M3MEHEHH s TPOUYHOCTH MOIU(PHUIIMPOBAHHOrO TBeproro cruiasa BKS
SIBJISIETCS, BUAMMO, TOT (haKT, 4TO IpHu copepkaHuu HaHodactul C,=0,4 mac. % MX KOHIEHTpAIHs B
EIMHUYHOM 00bEME CBSI3YFOIIETO TOCTUTACT MOPOTOBOM, KPUTHICCKOHN BETMYHMHBI, IIPU KOTOPOI pE3KO
BO3paCTaeT YUCIO MEKIACTHIHBIX KOHTakTOB Al,0;-A1,0;, B mporiecce criekaHusi 00pa3yoTcss KOH-
TJIOMEpaThl C Pa3BUTOI BHYTPEHHEH MUKPOIOPHUCTOCTHIO, SBISIOIINECS UCTOYHUKAMH 3apOXKICHUS
MUKPOTPEIINH IPY HArpy>KEHUH, YTO U OXPYITUNBACT MaTepHaJ B IIEIOM. Takoe 0OBbsICHEHHE XOPOLIO
COIJIaCyeTCs C MOJIOKEHUSIMHU T'eOMEeTPHUECKON MOJIETTH TUCTIEPCHO-YIIPOYHEHHOT'O0 KOMITO3HTA.

Jl1s1 onpeneneHuss MUKPOTBEPIOCTH | JJISI CPABHUTEIHHON OLIEHKH HOBEACHUS 00pa3IoB U3-
TOTOBJICHHBIX TBEPAOCIIABHBIX KOMIIO3UTOB MPH JIOKAJIBHBIX JIe(hOpMALMAX HCIIOIb30BaAIN METO
JUHAMUYECKOTO MHJCHTHUPOBAHUS aJIMa3HOI'0 HAKOHEYHHKA BHKKepca B MOJIMPOBaHHYIO MOBEPX-
HOCTB. B mpoliecce HHACHTHPOBAHUSA 110 CXEME «HAT Py KEHUE-Pa3rpyKEeHUE)» PETUCTPUPYETCS KPHU-
Bast 3aBUCHUMOCTH TJTyOHHBI OTPYXKEHHS HHICHTOPA OT TEKYIIEro 3HAYeHUs yCUIINS Ha HHACHTOP.
Tekyuiast BeJu4rHA MIyOHHBI OIPYKEHHS MHACGHTOPA, a TAKXKE YIPYTHil OTKIMK UHICHTOPA MPH
CHSITUU HAarpy3KH MEPECYUTHIBAIOTCS IIPUOOPOM B 3HAUCHUSI MUKPOTBEpAOCTH (puc. 14), ynpyroro
moayis (puc. 15), koadduimeHTa TeKyueCcTH, OTHOCHTEIBHONW 0K paboThl yrnpyroi nedopma-
197978

AHanu3 MOMy4YEeHHBIX PEe3yJbTaTOB IO3BONISET 3aKIIOYUTh, YTO OMPEACIIIONIUM JJIsI BRICOKHX
YHPYTOILUIACTHYECKUX XapaKTePUCTUK 00pa3oB sIBIsIeTCs pa3Mep 3epHa. B yacTHocTH, HanOONIBITY O

UHTErpaJIbHy10 (IMHAMUYECKY0) TBEPIOCTH OOHAPYKHUBAET I'PyIINa 00pa3LoB, U3TOTOBJIEHHBIX METO-

(3]

0.1 0,

03.__C%

Puc. 13. 3MeHeHHe MPOYHOCTH Ha U3rub (G,) U pazMepa KapouaHoro 3epHa (d) B 3aBUCHMOCTH OT KOHIIEHTPa-
nuu HaHono6aBok (C): 1 — BK6 — HanoAIOs; 2 — BK15 — HaHOALO;; 3 — n3menenue pasmepa zepHa WC B 3a-
BHCHUMOCTH OT KOHLeHTpauu Al,03 — HaHO
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Puc. 14. KpuBble IMHAMHUYECKOH TBEPAOCTH MPU MHICHTHPOBAHUH 00Pa3LOB TBEPIOCIIABHBIX KOMIIO3HTOB
Pa3IMYHOrO COCTaBa C JISTHPYIOIKMMHU 1o0aBkaMu HaHodacTH ZrO, (a) 1 okcuaa anmoMuHus (0)

Dl gers  WO-CE_Ged MR Dilgars I rRaT -
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Puc. 15. MeTonuka onpeeneHus MOLyIeH yIpyrocTH NPH HHACHTUPOBAHUH TBEPAOCIIIABHBIX KOMIIO3UTOB C
nerupylomumu fodbaBkamu Hanodactur ZrO, (a) n okcuga anroMuHus (0)

noM SPS-criekaHus U3 IUCIePrUPOBAHHBIX U Y 3-aKTHBUPOBaHHBIX CYOMHKPOHHBIX IIOPOLIKOB TBEP-
noro criaBa (puc. 14a), 3aMeTHO MpeBbIIIas MOKa3aTelu CIIaBoB, SPS-CHHTE3UPOBAHHBIX U3 KOM-
Mepueckux nopourkos BK-6 u BK-60M (oco60 menknit). Cpenn 3To# rpymnisl SPS-cHHTe3npOBaHHBIX
00pa3ioB MakCHMaJbHbIE OKA3aTeNd JTUHAMHYECKON TBEPIOCTH HAONIONAIOTCS Y JIETHPOBAHHBIX
HaHodacTuaMu ZrO,. Jlyummuii pe3ysnbrat JOCTUTHYT JUIsl MaTeprasia, JIeTHpOBaHHOTO 3 % HaHO4a-
CTHII TMOKCH]IA LIUPKOHUSI.

JluHamudeckass TBEPIOCTh TPAJAWIHOHHO CHEUYEHHBIX KOMIIO3UTOB HAa OCHOBE MHUKPOHHBIX
mopoirkoB coctaBa BK-8 ¢ serupyromumMu 100aBKaMu OKCHIa aJIFOMUHUS TaK)Ke OOHAPYKHBAET

TEHACHIUIO K IMOBBIIICHUIO C YBECIWYCHHUEM COACPKAHUA JICTUPYOMICTO KOMIIOHCHTA (pI/IC 146)

— 285 —



10.U. T'opnees, A.K. AbkapsH... PazpaboTka 3 peKTHBHEIX ITyTell yIpaBICHUS CTPYKTYPOH U CBOHCTBAMHL. ..

Tabnuma 5. YopyromiacTH4eckue XapakTepUCTHKH TBEPAOCIUIABHBIX KOMIIO3MTOB, M3MEPEHHBIE METOIOM
YJIBTPaMHUKPOTBEPAOMETPHUH IIPH HArpy3ke nHAeHTuposanus 2000 MH

2 = é

a. = = 1)

275 2 = g & - 2

T 5 ° = I S e = 0
Matepuan S o s 0B« g 5 E_ s £ o
f2% |Ee=EE| 286 | »EEL =
SEE | Fass| T2 5885 ER
S o = s -
Sg2g |S5EE| 2830 |&&%E| ==
BK-6 xommepueckuii 0 305 1,4 38,3 17,54
BK-60M koMMepueckuii 0 240 1,1 47,1 19,95
0 300 1,4 42,0 19,50
BK-6 aucn. nerup. ZrO, 2 330 1,4 41,2 20,36
3 295 1,4 45,1 22,01
0,1 187 1,6 41,5 14,87
0,2 166 1,4 45,2 15,51

BK-8 kommepueckwuii, nerup. Al,O,

0,3 213 1,5 41,2 16,04
0,4 171 1,6 429 15,17

MakcuMaabHOE 3HAYCHUE TUHAMHYCCKOW TBEPAOCTH, KaK M OKHIAAIOCh, OOHAPYIKUJI KOMIIO3HUT C
0,3 % nerupyromeii go6aBku. [Ipu 3TOM HanbHEIIee TOBBIIICHUE COACPKAHUS OKCHIA ATIOMUHUS
10 0,4 % mpUBOIUT K CHU)KEHUIO HHTETPAJIBHON XapaKTePUCTHKH JUHAMHYECKON TBEPAOCTH.

BenuumHa ynpyroro MomyIisi BIaBIMBaHHS OIICHHBAIACH 0 YTy HAKJIOHA TUHEWHOTO YJacTKa
KPHUBO# pa3rpy3ku npu uHaeHTHpoBaHuu. Koaddunuent texyuyectu aiis SPS-CHHTE3MpOBAHHBIX Ma-
TEPHAJIOB C JCTUPYIOMUMH J00aBKaMH MPAKTUYSCKU HE 3aBIUCHUT OT WX COACPIKAHUS M TUIIA, OTHAKO
MaKCHMaJIbHbIe 3HAUSHHsI yIIPYyTUX MOJyJiel HaboaaloTesl y MaTepuana ¢ 1o6aBkoii ZrO,.

CremyeTr 3aMeTHUTh, YTO HHTETPaNbHAs XapaKTECPUCTHKA TUHAMHYECKOW TBEPHOCTH IS
JIy4IIero MaTepuala C JIMraTypoil Ha OCHOBE OKCHJA aJIOMHUHHS yCTyINaeT mokazareisiMm SPS-
CHHTE3UPOBAHHBIX KOMIIO3UTOB C MoOaBKkaMu HaHOYaCTHI] Z1rO,.

O06001EHHBIC PE3YIIBTAThI HK3MEPEHHUSI YIIPYTOIIACTHUYSCKUX XaPAKTEPUCTUK METOOM JUHAMH-
YECKOH yIBTPAMHUKPOTBEPAOMETPHH CHHTE3HPOBAaHHBIX KOMIIO3UTOB, B TOM YHUCIIE C JICTUPYIONTUMHU
no0aBKaMHu, IPEACTABJICHBI B Ta0II. 5.

OCHOBHBIE XapaKTePUCTHKH 0OPa3IOB, MCCICIOBAHHBIX B COOTBETCTBHH C pa3pabOTaHHBIMH

IpOrpaMMaMH U METOAMKAMU HCIIBITAHUH, OTpa’keHBI B Ta0I. 6.

BoiBoabl

1. HoBu3Ha U TeXHHYECKHE OCOOECHHOCTH IMOJYYCHHBIX B XOA€ I/ICCHCI[OBaHPII;'I METOIAOB M CIIO-
co0oB peuieHus 3a1a4 IMOBBIMICHU A (I)I/ISI/IKO-MCXQ.HI/I‘IGCKI/IX M OKCILTyaTallUOHHBIX XapaKTECPUCTUK
TBCPAbLIX CIIJIABOB 3aKJIIOYAKOTCA B pa3pa60TKe CricquaJIn3npoBaHHOI'O 060pyZ[OBaHI/I$I U alnrmapaTrypbl
JJI1 CUHTE3a HAHOITOPOLIKOB U U3IrOTOBJICHHU A HAa X OCHOBE FeTepO(baSHI)IX TBEPAOCIIJIAaBHBIX KOMIIO-
3UTOB, NPEAINOJIAratOT HOBbIC TCOPETUUCCKHUC NOAXOAblI K KOHCTPYHUPOBAHUTIO, ITIPOTrHO3UPOBAHUIO UX
@HSHKO-MGX&HI/I‘I@CKI/IX 1 OKCILTYyaTalluOHHBIX CBOﬁCTB, YOpaBJICHUIO UX KAYECTBOM Ha BCEX CTaAUAX

TCXHOJOTHUYCCKOI'O IMKJIa U3IrOTOBJICHHUA.
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Tabnuna 6. OCHOBHBIE XapaKTEPUCTUKU IKCIIEPUMEHTAIBHBIX 00pa30B TBEPAOCIIIIABHOIO KOMIIO3UTA C JIETH-

pyromuMu nobaBkamMu HaHodacTul ZrO,

TpeboBanus Wsmepennoe
HaunmenoBanue Copnepxanue K apaMeTpy 3HAa4YEHUE
o En. usm.
napaMerpa nobasku (Zr0,), % HomunansHoe HopmanbHbie
3HAYEHUE YCITOBHS
) 0 19,49
TaEprocts no 2 I'Tla >19 20,36
Buxkkepcy
3 22,01
0 9,3
TpemnHOCTORKOCTh 2 Nﬁ}f ! >9,0 91
3 8,7
0 2031
Ipenen npotnoctn 2 MIla 2000 2100
TIpH u3rude
3 2166

2. Hcrionp30BaHe HAHOMOPOIIIKOB ISl pean3alii rpagieHTa GyHKIMOHAIbHBIX CBOHCTB HE
MMeeT aJIbTePHATHBHI IPH CO3JaHUH TBEPIOCIIABHBIX KOMITIO3UTOB, TAaK KaK OHH MOT'YT 00SCIIeYNBaTh
CYIIECTBEHHOE MOBBIIICHUE (PU3MKO-MEXaHMUCCKUX CBOHCTB M DKCILUTYaTAI[MOHHBIX XapaKTEPHUCTHK
IIpU HEOOIBIIOM KOTHUYECTBE NOOABOK K MATPUYHOMY MaTepHalry, 0e3 YCIOKHEHHs TPaaHIIHOHHON
0a30BOH (CTaHIAPTHOM) TEXHOJIOTUU U 03 CYIIEeCTBEHHBIX MOMOJHUTEIbHBIX 3aTPaT Ha 000pyI0Ba-
HUE ¥ OCHACTKY.

3. Pa3paboTaHbl HOBbIE METO/IbI BO3/ICHCTBUS HA CTPYKTYPY JETUPOBAHUSI CBS3KH HHTHOUTOpA-
MH ¥ HaHECCHUS ILIAKUPYIOMIETo cios Ha yacTUbl WC, COCTOSTHIE TPAaHHMII 332 CUeT MeTomoB SPS-
CIICKaHHUs. YCTaHOBJICHBI KOPPEISLMOHHBIC CBSI3U MEKIY IMapaMeTpaMu CTPYKTYpPhI M CBOHCTBaAMU
TBEPAOCILIABHBIX KOMIIO3HTOB.

4. HaHono0aBKH KepaMUKH HE IPOCTO ABISIOTCSI MHTMOATOpaMU POCTa 3€pHa OCHOBHOM Kap-
OoumHON (pa3bl, HO W MO3BONSAIOT CHOPMUPOBATH (PparMEeHTApHO HAHOPA3MEPHYIO CTPYKTYpY, Ia-
paMeTpaMu KOTOPO MOXHO yIpPaBJsATh, ICJICHAIPABICHHO U3MEHSITh 3a CYCT W3MEHEHHS COOT-
HOIIICHUH pa3MepoB U 0OBEMHBIX KOHIICHTPAIIUH OCHOBHEIX CTPYKTYpPHBIX cocTaBisromux (WC,
Co, HaHOTOOaBKH).

5. [oBrImieHME conepkaHus lerupyromiei rodbaBku HaHodactuil ZrO, ¢ 1 1o 3 % oOHapyx uBaeT
TEHJICHIINIO K YMEHBIICHHUIO 3()(HEeKTOB KOAICCICHIINH HAHOYACTHUI] KapOuaa BoIb(ppaMa Ipu A0I0J-
HHUTETBHOH 00pabOTKe B IIIAPOBOM aKTHUBATOpE U Y 3-aKTUBALIHH.

6. Pe3ynbraThl IPOBEACHHBIX KOMILICKCHBIX MMApaMETPUICCKUX HCCICIOBAHHMI CBUACTEIbCTBY-
FOT O TOM, YTO Y TUX KOMITO3UTOB pPealn3yeTCsl M3BECTHEIN B MATEPHUATIOBEICHUH IIPUHIIATI «COCTAB —
CTPYKTYypa — CBOWCTBay. [IpuMeHeHHe pa3pab0TaHHBIX COCTABOB TBEP/BIX CIIJIABOB, TEXHOJIOTHH UX
HM3TOTOBIICHUS 00CCIIEYNBAIOT H3MECHEHHE CTPYKTYPHBIX MapaMETPOB, TONIIHUHEI KOOAIBETOBOH Mpo-
CJIOMKH CBSI3YIOIIEr0, CHU)KEHHE CPETHEro pa3Mepa KapOuIHOTO 3epHa U, KaK pe3yJIbTaT, JUCTIEPCHOE
YIPOYHEHHE CBA3YIOIIETO U TBEPAOCIUIABHOTO KOMIIO3UTA B IIEJIOM; YBEeIHWYeHHE (10 CPABHEHUIO CO
CTaHJAPTHBIMU MaTepUajaMH) MPOYHOCTH Ha M3rub Ha 25-30 %; TpeuuHocToitkoct Ha 50 %; U3-

HOCOCTOMKOCTH (CTOMKOCTh K MCTUPAHUIO) B 2—2,5-pa3a. 3a c4eT HAJIW4YHUS B CTPYKType TBEPAOTO
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CIJIaBa HAHOTIOPOIIIKOB OKCHJIA aTFOMUHUS TOBBIIIAETCS CTOMKOCTD PEXKYILEro HHCTpyMeHTa B 1,3 —

1,8 pa3a 1o CPpaBHCHUIO ¢ UCXOAHBIM CIIJIABOM.

Paboma eévinonnena npu noooeprycke Munucmepcmea oopazoeanus u nayku P®, I'ocyoap-

cmeenuvlit kKonmpaxkm Ne 14.513.11.0039 om 20.03.20132., 20c3adanue «Haykay.
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Developing Effective ways Formed
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by Nanoparticles
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New data about influence of ceramic nanoparticles additives on the hard metals WC-Co properties
are received. Complex investigation of hard metal using suggested conventional mechanic testing
methods combined with metallography, electron microscopy and x-ray phase analysis enabled to
establish stable correlating links between volume content of nanoparticles whith average sizes of
carbide and micro structure parameters and strength of hard metals. Nanoparticles introduced
into a binder size decrease of the metal interlayer and therefore increase the strength of binder
and composite as a whole. The reduction of the carbide grain average size was found out as well
(owing to nanoparticles blocking influence on recrystallization). The test results display that the
modification thought nanoparticles enables to improve the main final physical and mechanical
properties of hard metals properties: hardness, fracture toughness, transverse rupture toughness,
elastic modulus, wear resistance.

Keywords: nano-particles, hard metal composites, microstructure parameters, transverse rupture
toughness, spark plasma sintering, x-ray phase analysis, grain size, elastic modulus.




