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AnHOTamus. B crartbe mpeyioxkeHa K pacCMOTPEHMIO TEXHOJIOTHS JIETMPOBAHMS HAHOCTPYKTYPHUPOBAHHOTO YTJIEPOIHOTO
Marepuana TayHUT-M a30TOM M KpeMHHEM, codueTaromas B ce0e MEXaHOXMMHYECKHH CHHTE3 B IIApOBOH IUIaHETapHON
MeJIBHUIIE ¥ MHOTOCTaIMHHYI0 TepMudeckyo o0paborky 1o 1100°C. MexaHOXMMHYECKHE METO B 00pabOTKH yTIICPOIHOTO
Marepuasa Mo3BOJIAIOT OJIyYUTh B HEM CTPYKTYPHO-(a30Bble COCTOSHHUS, CoAepxKalue MeTacTabuiIbHble Ga3bl 1 aMopQHbIe
(HeKpHUCTaJUTMUECKUE) CTPYKTYPHI, KOTOpPBIE JPYTHMH METOJAaMU HE MOTYT ObITh peann3oBaHbl. IlogoOpaHHBIE MapaMeTpsI
00paboTKi CIocOOCTBYIOT JOCTH)KEHHIO PAaBHOMEPHOIo pacipeneneHuss (a3 B CHHTE3MPOBAHHOM YIJIEKOMIIO3UTHOM
Mmarepuaine. CoyeTaHHe MEXaHOXUMUYECKUX METOAOB M MOCIEYIOIEr0 OTXKNUIa CTAHOBUTCS AIbTEPHATUBHONW OCHOBOM IS
TEXHOJIOTHU TIOJIy9eHHs JIETUPOBAHHBIX YTJICKOMIIO3UTHBIX MAaTEpPHAJIOB, COJACpXKAIIMX (a3l HUTPHAA M OKCHHHUTPHAA
kpeMHHsl. OCHOBHOH TEXHOJIOTMUECKOW 3agadell MpH CO3JaHUM TAaKOTO MaTepHhaia sBISETCS JOCTIDKEHHE HEeoOXOJUMOro
GanaHca rmoyiepkaHue ONpeeTIeHHOro danaHca Mexy (GazaMu: yriaepos - HUTPUI KPEMHUS - OKCHHUTPUA KPEMHUS - (a3l
JIETHPYIONIHX 3JIeMeHTOB. MccnenoBan (a3oBblif coCTaB MONYyYEHHBIX 00pa3I[OB METOIOM PEHTTEHOBCKOH MH(MPaKTOMETPHH,
JaHa OLIEHKa MOPHCTOCTH U PACHpeNeleHHI0 XMMUUYECKUX 3JIEMEHTOB B 00paslax MOJydeHHOTO MaTepuia IpU MOMOIIN
PEHTT€HOBCKOM TOMOTpadUu M CKAHUPYIOIICH 3JIEKTPOHHON MHKpOCKOmuu. Ha OCHOBaHMM IOJyYEHHBIX pPE3yJIbTAaTOB
copMyupoBaHbl BBIBOABI O ()OPMHUPOBAHUU B TEPMOCTAOMILHOM HAaHOYTJIEpOAHOM MaTepuane (a3 rpaduTonoaobHOro
KapOOHUTPH/A, HATPHUIA U OKCHHUTPHUAA KPEMHHUS.

KnrodeBble c10Ba: MEXaHOXMMHYECKHI CHHTE3, JISTHPOBAHUE YIIIEPOAHOTO MaTepyaia, TepMOCTa0MIEHOCTh, IOPUCTOCTD,
rpaduTONIONO0OHBIN KapOOHHUTPUL, HUTPUJ U OKCHHUTPUI KPEMHUS
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Abstract. The article proposes a technology for alloying nanostructured carbon material with Taunite nitrogen and silicon,
combining mechanochemical synthesis in a spherical planetary mill and multistage heat treatment up to 1100°C.
Mechanochemical methods of processing carbon material make it possible to obtain structural-phase states in it containing
metastable phases and amorphous (non-crystalline) structures that cannot be realized by other methods. The selected processing
parameters contribute to achieving a uniform phase distribution in the synthesized carbon composite material. The combination
of mechanochemical methods and subsequent annealing becomes an alternative basis for the technology of obtaining alloyed
carbon composite materials containing phases of silicon nitride and oxynitride. The main technological task in creating such a
material is to achieve the necessary balance to maintain a certain balance between the phases: carbon - silicon nitride - silicon
oxynitride - phases of alloying elements. The phase composition of the obtained samples was investigated by X-ray
diffractometry, the porosity and distribution of chemical elements in the samples of the obtained material was estimated using
X-ray tomography and scanning electron microscopy. Based on the results obtained, conclusions are formulated about the
formation of phases of graphite-like carbonitride, nitride and oxynitride of silicon in a thermally stable nanocarbon material.

Keywords: mechanochemical synthesis, alloying of carbon material, thermal stability, porosity, graphite-like carbonitride,
nitride and oxynitride of silicon
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1. BBenenue

CriexTp WCHOJB30BAaHUS YIIIEPOAHBIX MAaTEPHAIOB BEChbMa INUPOK, B HETO BXOIST
AaBUACTPOCHUE H  PAKETOCTPOCHHE, METALTyprus, HePTSIHAs  MPOMBIIUICHHOCTD,
MaIIMHOCTpOeHHE U ap. DopMupoBaHUe B yIIEepOaHBIX HaHOMaTepuanax (a3 Hurpuaa (SizNg)
u okcunutpuna (SizN2O) kpemMHHS BeleT K MOBBIIICHUIO OKHUCITUTEIBHOU U
BBICOKOTEMIIEPATYPHOH CTOMKOCTH Matepuana. CUHTE3 TOJO0OHBIX CTPYKTYPHO-(Ha30BBIX
00pa3oBaHUil TpeOyeT TEXHOJIOTHIA, CBSI3aHHBIX C SKCTPEMaIbHBIM BO3CHCTBUEM Ha BEIIECTBO
B KOHJICHCHPOBAHHOM COCTOSHWUHW, BKJIIOYas BBICOKME [IABJICHUS W TEMIIEpPaTyphl.
Hcnonp3yemble TexHONOTUU (HOpMUPOBAHMS YKa3aHHBIX (a3 B OCHOBHOM Oa3upyroTCs Ha
MPOBEJICHUN XUMUYECKUX PEaKIUi MpH BBICOKUX Temreparypax [1]. [Ipu aTom mocturaercs
KpaifHe HepaBHOMEpPHOE pacipeeneHue (a3 B 00beMe MaTepuaia, 9To CHIKAET ero KaueCTBO

U CBOWCTBA.

2. llenb ucceno0BaHusA

Llenpro JaHHON pabOTHI SBIISIETCSA TOJYyYECHUE TEPMOCTAOMIBHOTO HAHOYTJICPOIHOTO
Marcpuajia, JICTUPOBAHHOTO a30TOM W KPEMHHCM, HUCIOJIb3Yysd COUYCTAHHC TEeXHOJIOTuH
MEXaHOXMMHYECKOTO CHHTE3a M MHOTOCTAIUHHONW TepMOOOpabOTKM TpU TeMIeparype He

BeIme 1100°C.
3. MeToabl 1 MaTepHUAJIbI HCCJIEI0BAHUS

MexaHOXMMHUYECKUN CUHTE3 MPOBOANIIM B IJIAHETApHOU 11apoBoi MenbHULE PM-100
(Retch Technology, Hamburg, Germany), B koTopoii 06pabaTbiBacMblii MaTepral HCIIBITHIBAT
KaK yJapHble, TaK W WCTUPAIONIUME BO3JCHCTBUA. MHOTOCTAIUIHYIO TEPMOOOPaOOTKY
MPOBOJMJIN B BaKyyMHOM I€4M MO3BOJSIONIEH moanep:kuBarh temneparypy 20-1100°C npu
BakyyMe He Xyxke 1*107 mbar.

J11st mosty4yeHust JISTHPOBAHHOTO HAHOYTJIEPOJHOTO MaTepuaia B KaueCTBE OCHOBBI B3AT
YIJIEPOJIHBI HAaHOCTPYKTYpHBINM Matepuan «TayHut-M» (TY 2166- 001-77074291-2012
Poccus, Tam6oB, OOO "HanoTexIlenTp"). B coctaB cmecu Bxoaunu: 0,5 r. « TayHut-My», 1 T.
kpemuuit (KPO T'OCT 2169-69), 2,5 r. menamun (I'OCT 7579-76), Bce KOMIIOHEHTHI
UCTIONB30BATH (hpakiuu < 56 MKM.

JlobGaBneHne B COCTAaB MeJaMHUHA HE CIydaifHOe, T.K. MEXaHOXUMHUYECKUH CHHTE3
MPUBOAUT K MOJYUYEHUIO TUCIIEPCHOTO MOPOIIKA, KOTOPHIM MPAKTUUECKH HE KOMIAKTHUPYETCSI.

JloGaBieHune MelaMuHa pellaeT 3Ty TEXHOJOormdeckyro mpobiemy. Kpome toro, memnamuH
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ABJIIETCS. MCTOYHUKOM a30Ta JAJIsl JITUPOBAHMS, a TaKKe JOMOIHUTEIbHBIM HCTOYHUKOM
yriaepoja.

Ha nmepBom a3tare npoBoauim MmexaHoxumudeckuii cuate3 B PM-100 mpu 600 06/MuH
B araTOBOM CTaKaHE C araTOBBIMH IIapaMu B dTaHoJIe. BpeMs 06paboTku coctaBuio 10 gacos,
IIpU PEKUME BKIIIOYAIOIIEM OCTAHOBKY Tpoliecca kaxaple 2 vaca Ha 0,5 waca. Kak Obuio
MOKa3aHO HaMH paHee [2] Takol peKMM MaKCUMaIbHO CIOCOOCTBYeT (Da3oo0pa3oBaHUIO B
00pabaTeIBaEMOM YTIIEPOJTHOM MaTepHUae.

Jlanee mosydeHHBI MaTepuall MpocymuBaics npu temneparype (60+2) °C B reuenue
4 4YacoB M KOMIAKTUPOBAJICSH B TAaOJETKH AuamMeTpoM 6 MM mpu maBieHuu 1,5 T (mpecc
TUAPABIMYECKUH ¢ MaKCUMalIbHBIM yeuiueM 10 1), Macca oOpasioB coctasuia (0,060 + 0,001)
T.

Ha Tperbem 3Tarie BBIIOJIHSJICS MHOTOCTYIIEHYATHIM OTXKUT B BakyyMme: (360+5)°C — 1
gac; 450£5 °C — 1 4; 1100+£5°C — 1 gac (2 gaca, 3 yaca, 4 yaca, COOTBETCTBEHHO JIJIsl K&KI0TO
obpasma). [Tocne kax10# CTyTIEeHHU BBITIOIHSIIA OXJIAKIEHHE 0 KOMHATHOM TeMriepaTypsl. [Tpu
Harpese 710 350°C ckopocth coctaBuna ~10 °C/mun; ot 350 g0 460 °C ckopocthb ~ 3 °C/muH;
ot 460 1o 1100 °C ckopoctb ~ 5 °C/mMuH.

[lepBbie ABE cTyneHN TepMOOOPAOOTKH BBHIOIHAIOTCS AJI pa3ioxkeHus menamuHa. Ha
NEepBOM CTYMEHH MeJIaMUH 4epe3 Psii MPOMEKYTOUHBIX peakluii mpeoOpasyeTcst B MeJeM C

BBIACJICHUEM aMMHaKa:
2C3HgNg — Ce¢HoN11 + NH37T — CeHgNio + NH37

Ha Bropo#i crymenm menem mpeoOpasyercss B MmenoH [CeN7(NH)(NH)], Takxe ¢

BhIZIcsieHneM ammuaka (NH3):
5Ce¢HsN1o — NH31 + [CeN7(NH)(NH)]s

JlanbHelilee TMOBBIMICHHE TEMIIEpaTypbl 00pabOTKM MPHUBOAUT K 0Opa30BaHUIO

rpaduTonomooHoro kapobonutpuma g-C3Ny [3]:
[CsN7(NH)(NH)]s . — g-C3Na + NH31

CymMapHOE BBIICJICHHE aMMHUaka TIIpUd  HCIOJIb3YyeMOM CHHTE3€, COIJIAaCHO
IPUBENECHHBIM peakuusaM, aocturaer 10 30 Bec. %. Takol pe3yinbraT HE NPOTUBOPEUUT
JIAaHHBIM U3MEPEHHMS yOBUTH Beca SKCIIEPUMEHTAIBHOTO 00pa3iia (TabJIeTKN) IMOCIe BCEX CTaaNi

00paboTKH.
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B peanu30BaHHOI TEXHOJIOIMH CHHTE3a, OTXKHUT B BakyyMe (<1*10~mbar) Beimomnssiics
TOJILKO Ha HAYaJbHOW CTaauu, a najee aTMochepoil CIy>KHIIU BBIJENIEMbIC BEIIECTBA, B
OCHOBHOM aMMHaK.

@da30BBIN COCTAB MOJYYEHHBIX 00pa3IoB ObUT MCCIIEIOBAH METOJIOM PEHTTEHOBCKOM
nudpakTomeTpun ¢ wucnoib3oBaHueM audpakromerpa JIPOH-3M, Co-Koe-u3nmyueHuem,
M3MEpeHHs ObLTH MMPOBECHBI B UHTEpBaJie yriioB bparra 10 - 90° ¢ marom ckanuposanus 0.05°
U DKCIIO3UIIHEN B TOUKE - 3 C.

JInsi OLEHKHM TOPHCTOCTH M HAJMYUSA/OTCYTCTBUS BHYTPEHHHX Je(eKToB ObLI
BBITIOJTHEH HEPa3pyIIAIOMUKA KOHTPOJIh KOMIAKTUPOBAHHBIX YIIEPOAHBIX 00Opas3IoB C
MOMOIIbI0 MUKPO(OKYCHON cHUCTeMBbl peHTreHoBckoro koHTposis Y. Cheetah 160kV [4].
JlanHast cucreMa PEHTIC€HOBCKOTO KOHTPOJSI 00J1aaeT MPEBOCXOJHBIMU TEXHUUYECKUMU
XapaKTePUCTUKAMU ISl TIOJyYEHUsI TaHHBIX O MECTOTOJIOKEHUU U TeOMEeTPUH JeeKToB [5].
TpexmepHas BU3yallM3alusi U aHAIU3 TPEXMEPHBIX H300pakKeHUN HCCIeNyeMBIX 00pa3IioB
BBITIOJIHSUTUCH ¢ TOMOIpi0 Tiporpammbl “VG Studio 2.2” [6], B KOTOpOH PEKOHCTPYKIIHS
JIAHHBIX PEATU3YEeTCs C MOMOIIIbI0 airoputMa denpakamma [7].

Pacrnipenenenre XMMHYECKUX 3JIEMEHTOB B UCCIIETYEMOM 00pasile aHATM3UPOBAIHN Ha
pacTpoBOM  3JIEKTPOHHOM MHUKPOCKOIE. XapaKTePUCTUKH PACTPOBOIO  AJIEKTPOHHOIO
mukpockorna JEOL: pazpemenue 0,8 um (15 kB), 1,2 am (1 kB), 3,0 am (15 kB, 5 HA, paGouwnit
otpe3ok 10 mm); yckopsttotiiee Hanpspkerue 10 B - 30 kB; karon — [lloTrTku; Tok myuka - 1 mA

- 200 HA; nuana3oH yBenundeHui ot x25 1o x1000000.
4. Ilony4eHHbIE pe3yabTaThl

Pentrenorpadudeckue wccienoBaHus MOJyYeHHBIX 00pa3iioB mocie 2, 3 u 4 4acoB
omkura npu 1100 °C BeEIBASIOT coBHagarouuii HAOOp IUQPAKIIMOHHBIX MaKCUMYyMOB
(pucyHok 1). DTO CBHAETENBCTBYET O TEPMHUYECKON CTAOMIBHOCTH (ha30BOTO COCTOSHUS B
CHHTE3MPOBAHHOM Marepuaie. B sxcnepuMenTe HaOm01aeTCs HAJIOKEHUE MHOTUX MTUKOB OT
pa3nmuuHbIX ¢a3. Vcrnonbp3oBanue xapakTepucTHueckoro Co-peHTI€HOBCKOTO HM3JIy4EHHUS U
Hanu4yue Ha JudpakTorpaMMe MHUKOB, MpuHaAIexamux Kp-muHum, cymecTBeHHO paclIupuiio
HAO0Op  AKCHEpPUMEHTalbHBIX  JaHHbIX. CoOINOCTaBiAs HMHTEHCUBHOCTM U  (opmy
TU(GPaKIUOHHBIX MaKCHUMyMOB, TIOJYYEHHBIX OT pa3HbIX (Da30BbIX COCTABIISIIOIIMX
uccnenoBanHoro oopasua st Co-Kq n Co-Kg nuHUMI M03BOINIO TOBBICUTH JOCTOBEPHOCTD
PE3YyJILTATOB I/II[GHTI/I(bI/IKaI_II/II/I. HpI/I aHaJIn3¢€ 6BI.HI/I HCIOJIb30BAHbI JSKCIICPUMCHTAJIbHBIC

JAHHBIC U1 ATAJIOHHOTO TOPOIIKOBOTO O0pa3iia KPEeMHHUS C JAUCIEPCHOCTHIO 1+6 MKM,
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noaBepruytoro oTxury 1 gac mpu 1100°C (pucynok 1). Ha pucynke 1 mpucyrcTByeT
CIEIYIOMMA psAll WHTEP(PEPEHIIMOHHBIX MAaKCUMYMOB MpUHaAIex)amux kpemauo: (111)g;
(111)q, (200)g; (200); (311)s; (311)a; (400)p; (331)s; (400).. Hx cooTHOUmICHUE
uHTteHcuBHocTer (30:100:17:60:8:2:2:6:8) B mpenmenax TOYHOCTH DKCIIEPUMEHTA, KOTOpas
3aBHCHUT OT caMoii HHTeHcHBHOCTH (XN1'2), X0opoIo cornacyercst ¢ TaGIMIHBIMU JAHHBIMH [8]
U DKCHNEPUMEHTAIbHBIMU COOTHOLIEHUSIMU MHTEHCHUBHOCTEH NHU(PAKIMOHHBIX MAaKCUMYMOB
s Kg u Ky nuHuit stanonHoro obpasma. O KauecTBE PEHTTEHOBCKOTO SKCIIEPUMEHTa
CBUIETENLCTBYET pacmierieane aymieta Ko u Kg 118 nmudpakinoHHBIX MaKCHMYyMOB
KpeMHusi ¢ uHAekcamu wuHTepdepenmuu (220), (311) u (400). VYkazanubii s> dexr
coxpaHnsieTcs U Ha Judpakrorpammax o0pa3LoB U3 CHHTE3UPOBAHHOTO MaTepHaia.

Bce 5TO mO3BONSET € BBICOKOH CTENEHBIO JIOCTOBEPHOCTH YTBEPXKIAaTh, YTO B
MarepHaje NPUCYTCTBYIOT HECKOJBKO (HE MeHee JABYX) HOBBIX (CHHTE3MPOBAaHHBIX) (a3.
[TonTBepkIeHUEM CIIyKUT HAJIWYUE OTHOCHUTEIHHO OCTPOro MU(GPaKIUMOHHOIO MaKCUMyMa
(muanm) B obmactu 20 = 30,77° 1 cepuM HAKIAIBIBAIOIIUXCS Pa3MBITHIX MaKCUMYMOB BO
BTOpOM 1auama3oHe yrioB 20 = (39,67+45,90)°. Cxoxue CHUIBHO pa3MbBIThIe ITHKU
NPUCYTCTBYIOT M B TpeTbeM nuanasone yriaos 20 = (70+73)°. XoTs B 3TOM AMana3zoHe
NpUCYTCTBYET AU pakuoHHbIN MakcumyM Si (400)p, HO OH MMeeT ocTpyro GopMmy U ciaabo
BJIMSET HAa (OPMUPOBAHNE PA3MBITHIX TU(PAKIUOHHBIX MAKCUMYMOB. OTHOCUTENBHO OCTPbII
makcumyM st 20 = 30,77° (mepBast 001acTh) HE OTHOCUTCS K HMCXOJHBIM KOMIIOHEHTaM
cuHTe3a. bonee TOro B OKCIEpUMEHTE TNPUCYTCTBYET OTHOCSIICHCS K TOM ke
(cunTe3upoBaHHOM) Paze qudpakroHHbIi MakcuMyMm A Co-Kg-muauu npu 20 =27,77°. 910
MOJTBEPXKJIAeT €ro MHTEHCUBHOCTH (MO oTHOoWEeHHI0 K MakcuMymy Co-Kq-munun) u dpopma
(monmympuna). BTopoii u TpeTuii BBIICICHHBIC AUAMa30HbI YTIIOB CBOOOIHBI OT HAJIOXKCHUS
TU(GPAKIIMOHHBIX MAKCUMYMOB MCXOJHBIX (ha3, BKIIIOUas KPEMHUH U yriepos (B pa3imuHbIX
ero Momudukanusax). CormacHo wucTouyHuka [9] B ykazaHHYI0 00JIacTh IOTAAeT
nudpakionHbii MakcuMyM ¢asbl 3-Si3N4 (33-1160) ¢ d/n = 4,43 u das3er SixN2O (18-1171)
d/n = 4,44 (Ttabn.1), koTopbie HaYanu (HOPMUPOBATHCS €IIIE MPU MEXAHOXUMHUYCCKOM CHHTE3€
(cm. mudpaxrorpammy original Ha pucyHnke 1).

OtcytcrBue ¢a3zel SiC 00bscHIETCA (Ha30BBIM NEPEXOAOM B IPUCYTCTBUM aMMHaKa OT
PEUMYIIECTBEHHO CTPYKTYPHI, cBsi3aHHOH Si—C, K CTpyKType, cBa3aHHoi Si—N. Pacuers [10]
MOKa3bIBAIOT, YTO aTOMHAs CTPYKTypa co CBI3bi0 Si—N—C JIeMOHCTpHUPYET 3HAUUTEIHHO
MeHbIyI0 o0mryro sHepruio 0,65 3B, uem npu cBs3piBanuu Si—C—N, 4T0 00BsCHAET OOJEe

CHIIbHOE cpoacTBO cBsizer Si—N, ueM Si—C cBs3H.
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Takum o00pa3oM, MPHOPUTETHBIM TMPOLIECCOM B JIAHHOW TEXHOJOTHH SBIISETCS

¢dopmupoBanue (assl a-SizN4, KOTOpast PH BBICOKUX TeMIlepaTypax nepexoaut B 3-SizNa, a
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UCCJIEIOBaHMSI TOKa3bIBAIOT, YTO B pe3yibTare Ha nudpakrorpamme (GpopmMHUpyeTcsl MUK T10
amop¢Homy Tumy okojo 30° (pucyHok 2), KOTOPBI HajaraeTcs Ha eie aBa muka ~22,9° u

~28,5°.

Taymen ucx:

+ t + + + + +

10 20 30 40 50 60 70 80

Pucynoxk 2. ludpakrorpamMmmsl 11 coctaBa « TayHUT-M»+menamuH.

beuto  BRICKa3aHO  TpeamnoNiokeHne O  GopMUpOBaHWM — mUporpadutra U
rpaduTono00HOro KapOOHUTpUIA. DTO HAXOAUT MOATBEPXKACHHUE B pAJe paboT yueHBIX.

CUHXpOHHBIM TEPMUYECKHN aHAIIU3, BBIMOJHEHHBIN B pexxume nuddepeHImanbHbIA
TepMUYECKUA aHanmu3 —tepmuueckas rpaBumetpus ([ATA/TI) ¢ wucnonb3oBaHueM
nepuBarorpada Shimadzu TG-60, mokaswiBaer, uro npu 445 °C BO3MOXHO pa3liOKEeHUE
MeJloHa A0 rpaduronogodHoro kapoonuTpuaa [3].

Cormacao [11] Ha mudpakrorpammax oToxokéHHoro MenamuHa mnpu 450 °C
¢bukcupyrorcst peatreHoBckue pediuekcol (Cu - Ko nznyuenue) npu yriax bparra ~13,1° u
27,5°, coorBercTByromme uHAekcam Mwmiepa (100) u (002) rpadurtomogoOHOrO0 HUTpHUIA
yraepoaa. Judpakuuss peHTTeHOBCKOTO W3IyYEHUS MPU 3TOM TMPOUCXOJUT C OCHOBHBIX
CTPYKTYpPHBIX 351eMeHTOB g — C3Ns4 — TpHC-TpHAa3UHOBBIX OJIOKOB M COMPSHKEHHBIX ¢ HUMU

apomarndeckux kojer [12]. C poctom Temmneparypsl 06padotku 10 550 °C ynopsmounBaercs
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KpUCTAIIIMYECKasl CTPYKTypa rpaguTornog00HOro HUTPUIA yIiepo/ia, MOBbIIIAETCS IIIOTHOCTh
oOpa3sia.

ABTOpBI [3] Takke yTBEpKIAIOT, YTO C pocToM Ttemmeparypsl or 450 mo 550 °C
YBEIMUMBAETCA y/eNbHAsA MOBEPXHOCTh 10 58,6 M’T! M TpexKkpaTHO BO3pacTaeT CyMMapHBIH
o6seM mop ¢ 0,07 10 0,20 cv’r! Hapsiy ¢ yBenuuenueMm cpeaneii mupuHs! op ¢ 0,6 10 13,8
HM.

[Tpu tepmuueckoli 006pabOTKEe MeIaMHHA OTMEYAIOTCS MaKCHMAallbHBIE MOTEPU Beca
oonee 60 % mpu Temneparype 720 °C. IIpu TepMooOpabOTKE OCHOBHBIM JIETYYUM MPOAYKTOM
SBJISICTCSI aMMHaK, HO Tipu TemrmepaTtype cBoime 620 °C mposBisercss oopazoBanne HCN u
JIPYTUX COeTUHEHUN — parMeHTOoB MeoHa [13].

B mnpexacraBisieMoM uccnenoBaHMM OOpaslibl MOCIE OTXKHUra TEpPSIM BEC BIBOE.
YuuteiBas 0COOCHHOCTH TEXHOJIOTHH, OKUIAIOCH POopMHUpOBaHUE MOp B MaTepuane. J{ms ux
BBISIBJICHUSI U OLICHKH pa3MepoB MOp ObLIN MPOBEACHBI HCCIEA0BaHUs HAa TOMOTpade.

Tomorpaduueckue ucclieJoBaHUSI O00pa3lOB  IMOKAa3bIBAIOT  MEJIKOJIMCIEPCHYIO
CTPYKTYpPY C OJTHOPOJHBIM PacIpeeIeHUEM dIeMEHTOB (pUCYHOK 3). OTHAKO BBISBUTH MTOPHI
HE YAalloCh, YTO MOXET OBITh CBSI3aHO C MaJbIM pPa3MEpOM TOp W/WIIW TOTJIOIIATEIHHON

CIOCOOHOCTBIO MaTepuara.

Pucynok 3. N3o0paxenue (okHo mporpammbl VG Studio 2.2) oOpasua mocne 3 yacos
omxkura mipu 1100 °C.

Jlist BBISIBIIGHUS TIOP U OIICHKM WX Pa3MEpOB ObUIM BBITIOJHEHBI MCCIEAOBAHUS HA
AIEKTPOHHOM MHUKPOCKOTE (pUCYHOK 4). [TomyTHO OBLIO OLIEHEHO pacipeIeICHHe XUMUIECKIX

3JIEMEHTOB B MaTepHaie (PUCYHOK 5).
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Mass Norm. rel. error [%

Element At. No. [%] (1 sigma)

C 6 59.10 5.27

N 7 5.40 5.4¢

0 8 10.45 5.22

Si 14 24.21 2.5¢

Fe 26 0.84 2.24
100.00

Pucynoxk 4. NU300paxxennss COM u xumcocTas obpasia nocie 3 gacos orxkura 1100 °C.

Kak BuIHO U3 pe3ynbTaTOB MCCIEAOBaHUS B MaTepuase chOpMUPOBAHO PaBHOMEPHOE
pacmpenelneHne XMMHYECKHUX DSJIeMEHTOB. MecTo HaxoXkAeHHe mop ObUIo IOJyuYeHO
HaJIO)KEHUEM M300pakKeHUI OJTHOTO U TOTO YK€ OKHa B XapakTepuctuueckux uziyueHus C, N,

Si, O u Fe (pucynok 6). O1ieHOuHbIH pa3Mep BUAUMBIX KpyMHBIX Top 1-1,5 MKM.

EAU MAD ol W 1AW NTE

"
CRE WAALC VTN MVTYREV WU RA A

Pucynok 5. M3oOpaxenuss COM obOpasma mocine 3 wacoB omxkura 1100 °C B pasHbIx
XapaKTEPUCTUICCKUX U3TYUCHHSIX.
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Pucynok 6. M300paxkenue, moaydeHHOE
HaJIO)KEHHUEM.

4.1. Obcysrcoenue pe3ynomamos

CornacHo TONYYEHHBIM pe3yJbTaTaM, MOXHO C OOJBIIOW JOJIeH TOCTOBEPHOCTH
YTBEPXKAAaTh, YTO 1O MPEAJTIOKCHHONH TEXHOJOTMHM B MaTepuane OCYIIECTBISLIUCH
OJTHOBPEMEHHO HECKOJIbKO TMporeccoB. Ilpu MeXxaHOXMMHUYECKOM CHHTE3e (QOpMUpPYETCS
KOHTJIOMEpaT TayHUTa C KpPEMHHEM, TJle B KayeCTBE CBS3YIOIIETO MaTepualia BHICTYMAET
MenamuH. [Ipu cTyreHYaToM OT)KHUTe MEJIAaMUH Pa3JiaraeTcsi C BBIICIICHUEM aMMHaKa, KOTOpPhIe
B3aUMOJICHCTBYET C TAyHUTOM M KpeMHHeM. CaM MellaMUH 4epe3 psill peaklnui pa3iioKeHHs
nepexoauT B rpaduTonomoOHbii kapOoHutpun. C napyroil cropoHsl, TayHHT uepe3
B3aMMOJICHCTBHE C MEIAMHHOM M €T0 Pa3JI0OkKEHHE TOXKE YacTUYHO TepexomuT B g — C3Na.
Kpemnwuit B3anMo1eCTBYET C BBIIEISIOMUMCS aMMuakoM hopmupyet dasy o-SizN4, KoTopas
IIPY BBICOKUX TeMIepaTypax nepexoauT B B-Si3N4, a B TabHEHIIIEM U OKCHHUTPUI KPEMHHUSL.
[Momumo HUTpHUIA KpeMHHS (POPMUPOBAHUE OKCHUHUTPHIA KPEMHHS 00YCIOBIECHO HATHMYAEM
OCTaTOYHOTO KHCIIOPOa, KOTOPBI MOXKET ObITh BHECEH B CHCTEMY C MEJIAMUHOM M TayHHTOM.
Taxke HEOOXOAMMO OTMETHTh, UYTO HAOJIOaeMOE YMCHBIIICHHE Beca BJIBOE OOBSCHSICTCS
BBIJICTICHHEM JICTYYHX MPOAYKTOB, B OCHOBHOM aMMHaKa, HO Tpu TemrmepaTtype cBbiiie 600 -
700 °C moryt Beiensteess HCN u apyrue pparmeHnTsl Menona. Ha Bcex cragusix TeXHOJIOTHU
(MEXaHOXUMHUYECKOM CHHTE3€ U TEPMOOOPaOOTKE) BO3MOKHO TaKXKE MOSBJICHUE CBOOOIHOTO
yriaepoja, KOTOPBIA MpPH BBICOKHX TEMIIEpaTypaXx BCTYMAaeT B PEAKIUI0 C JICTyYUMH
MPOAYKTAaMH U TTOKUIAET MaTepUal.

To, 4TO HEKOTOPBIE PEAKITUHU TPOTEKAIOT MPU MEHBIIICH, UeM XapaKTepHas TeMIepaTypa
peakIu OOBSCHSETCS, BO-TIEPBBIX, HCIOJB30BAHHEM MEXaHOXHMHUYECKOTO CHHTE3a Ha
HAYaIbHOM CTaInu, YTO JIEJIaeT MPEINOChUTKY Ha CHUKCHHE TeMIEpaTyphl (OPMHPOBAHUS

(a3, a BO-BTOPHIX, NPH TEPMOOOPAOOTKE B MaTepuane oO0pa3yIOTCsl MOpPbI, KOTOPbIE MOTYT
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BHa4dalJic q)OpMI/IpOBaTBCH 3aKPBITBIMU B JIOKAJIBHBIX MECTaX, YTO MOXKCT BbI3BATh IMOBBIILICHUEC

JABJICHUSI, KOTOPOE U CIIOCOOCTBYET opMuUpoBaHuio (as.

5. BeiBoaBI

B pabote ynmanoch MOMyYUTh OJHOPOIHBIM CTPYKTYPHO-()A30BBIA KOMIIO3UT CO

CTaTUCTHYECKU PAaBHOMEPHBIM pacIipeieIeHUEeM JIEMEHTHOTO COCTaBa B 00bEME.

OneHouHsIi pa3mep mop He Oonee 1-1,5 MrM.

ITo nmpeanoKeHHON TEXHOJIOTHH MOJIYYeH MaTepHual ¢ OCHOBHBIMHU (Da3zaMu: HUTPUJ U

OKCHHHTPUJ KPEMHUS U TPpaPUTONO100HBIH KapOOHUTPHUI.

napaMerpax TepMooOpabOTKH MO3BOJISET CIETIaTh 3aKITI0YCHUE O TEPMUUECKON CTaOUIHbHOCTH

CoBnagaromuii Habop IUGPAKIUOHHBIX MaKCMMyMOB NIPH pPa3HBIX BPEMEHHBIX

MOJIYYCHHOT O MaTcpualia.

Tak kak He BeCb KpEMHUI BCTYINJI B pEaKLHI0 MOKHO PEKOMEHI0BATh U3MEHUTD

COOTHOIIEHUE KPEMHUIA: MEJIAaMUH JIJIs1 JaTbHEUIIINX UCCIICIOBAHUM.
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