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Metannyprus u MaTepuaioBEICHUE

VK 621.762.2

MOJYYEHUE HAHOBOJIOKOH HUTPUJIA KPEMHUS 11O A3UTHOM
TEXHOJIOTUU CAMOPACITPOCTPAHAIOIEI'OCS BBICOKOTEM-
HEPATYPHOI'O CUHTE3A

I'.C. benoea, IO.B. Tumoea, /I1.A. Maiioan, E.A. Amocos

Camapckuii rocy1apCTBEHHbIH TEXHUYECKUH YHUBEPCUTET
Poccust, 443100, r. Camapa, yia. MonogorBapaeiickas, 244

Paccmompena azudnas mexnonozusi camopacnpoCmpansiiouje2ocss 6blCOKOMeMnepamyp-
HO20 cunmesa 0/ noayuenus Humpuoog. OmmeueHvl npeuMyuwecmsa OaHHOU MexHoI0-
euu. Iloxaszanvr nepcnexmuevr CBC-mexnonozuu 0t nOIy4eHus HaHONOPOUWKOS BbLCOKO20
Kavecmaa. Bvibpanvl onmumanvhvie Xumuieckue ypagHeHus U YCao6us NOAyYeHUs HUmpu-
0a kpemnus. I[Ilpedcmagnenvi pe3ynomamol IKCHEPUMEHMATLHO-NEOPEMULECKUX UCCLe00-
6aHULL NPOYecca CUHME3A MUKPO- U HAHONOPOWKOE HUMPUOA KpemHus 6 cucmeme xSi +
(NH,),SiFs + 6NaNs 6 peswcume copenus. Onpedenenvl napamempuvl 20peHust U CUHME3A.
Hccneoosana mopgonozus uacmuy Muxpo- u HAHONOPOWKO8 Humpuoa kpemuus. Onmu-
Manvubim xumuveckum ypasnenuem seasiemes 14Si + (NH),SiFg + 6NaNs.

Knrwouegwie cnosa: camopacnpocmpanaiowuiicsi 8biCOKOMeMnepamypHulii cuHmes, asuo
Hampus, HUMPUO KPeMHUs, HAHONOPOUIOK, HAHOBONOKHA.

KepaMI/IKa N3 HUTpHUJa KPEMHUA MHTCHCUBHO M3y4acTCA B TCUCHHUEC MHOTHX JICT
Onarozaps IMPOKUM BO3MOKHOCTSIM €€ MCIIOJIb30BaHMUs IIPH KOMHATHOM M ITOBBIILIEH-
HBIX TEMIIEpaTypax. ITO CBI3aHO C €€ MPEBOCXOJHBIMI MEXaHMUECKUMHU CBOWCTBaMH B
COYETaHHH C XOPOLIEH KOPPO3HMOHHON CTOMKOCTBIO M TEIUIOCTOMKOCTBEO. HOBBII mOJ-
XOJ] K YIy4IIEHHI0O MEXaHHYECKHX U TPHOOJOTMYECKUX CBOHCTB MaTepUallOB Ha OCHO-
Be SigN, — UCHosIb30BaHNE HUTPHIA KPEMHHSI, MUKPOCTPYKTypa KOTOPOIO MpeAcTaB-
JasieT co00i HAaHOCTEPKHU U HAaHOBOJIOKHA [1].

B nocnennee necsrunerue MmMUpoOKo 00CYXKIAKOTCd BO3MOXKHOCTH, KOTOpbIE IIpea-
JIararoT HAHOIIOPOIIKM M HaHOMaTepuabl. IIepcriekTUBEI MX IPUMEHEHHS CBA3aHBI CO
CHIDKEHHEM TEeMIepaTyp CIEKaHMs, YIy4IIEHHEM CBOWCTB, TaKUX KaK TBEPAOCTb U
HU3HOCOCTOMKOCTh, BO3MOKHOCTBIO CO3JAHMSI HOBBIX CTPYKTYP M KOMIIO3UI[MOHHBIX
MaTepranoB. OHAKO HAHOMOPOIIKAM MPHUCYI] U PAJl HEJOCTATKOB, a UMEHHO: TPY/I-
HOCTH 00pa0OTKH TAKHUX MOPOIIKOB C IOMOLIBIO TPAJULIUOHHBIX TEXHOJOTHA, BBICOKAs
CTOUMOCTD, CUJIbHAA OKHUCIIIEMOCTDL, KOTOPBLIEC CUIIBHO TOPMO3AT PAa3BUTUC U IPUMCHE-
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HHE TaKUX MaTepuanos [2].

HanopasmepHblii HUTpHI KPEMHHUSI MOXKET OBITH MOJYYEH C MOMOIIBIO CIIEIHATb-
HBIX METO/IMK, TAKUX KaK HCKPOBOE ITa3MeHHOE criekanue [3], razodasnoe ocakaeHune
[4], mmasmoxumuaeckuii cunres [5].

C 1970 r. B CamI'TVY pa3pabaTbiBaeTCsl a3uiHAsT TEXHOJOTHS CaMOPacIpoCTpa-
HsIIOIIErocsi BeiIcokoTeMiiepaTypraoro cunte3a (CBC-A3), xoTopas MO3BOJSET TMOJTY-
4aTh MUKPO- W HAHOTIOPOIIKH HUTPHUIOB U KOMIIO3HUIIMNA Ha UX OCHOBE MPH HCIIOIB30-
BaHWU Topormnka azuga Hatpus NaNz B kadecTBe a30THPYIOIIETO peareHTa W TallOH/I-
HBIX cosied. OTnuunTenbHON yepToit asunHoi TexHonorun CBC saBnseTcs To, 4To oHa
MOJIpa3yMeBaeT HCIIOJIb30BaHUE MPOCTOTO TEXHOJIOTUIECKOTO 00OpYyIOBaHMS, TO3BO-
JSET TMOJIy4aTh MHUKPO- W HAHOMOPOIIKA HUTPHUAOB BBICOKOW CTENEHH YHCTOTHI MPHU
HU3KHX 3aTpaTax 3JEKTPO’HEPIHHU U SABJSETCS BeChbMa MEPCIEKTUBHOM AJI MPOU3BOI-
CTBa HAHOMAaTepuaios [6, 7].

Lenpro maHHON pabOTHI SBISIETCSA MCCIEA0BaHNE BOZMOKHOCTH TIPUMEHEHHS TeX-
Hosoruu CBC-A3 114 nmosryuyeHusl HAHOBOJIOKOH HUTPUAA KPEMHHUSL.

Jiis vccnemoBaHus Mpoliecca CHHTE3a HUTPUAA KPeMHUsT ObUIH BBIOpaHBI CIETY-
romue CBC-peakuuu:

6NaN; + (NH4),SiFs = */5SisN, + 6NaF + 4H, + 9'/;N,; (1)
2Si + 6NaN; + (NH,),SiFs = SisN, + 6NaF + 4H, + 8Ny; (2)
5Si + 6NaN; + (NH,),SiFs = 2SisN, + 6NaF + 4H, + 6N,; (3)
8Si + 6NaN; + (NH,),SiFs = 3SizN, + 6NaF + 4H, + 4Ny; (4)
11Si + 6NaN; + (NH,),SiFs = 4SisN, + 6NaF + 4H, + 2N,; (5)
14Si + 6NaN; + (NH,),SiFs = 5SisN, + 6NaF + 4H,. (6)

HccnenoBanne BO3MOKHOCTH CHHTE3a HUTPUIA KPEMHHUS 110 a3UHON TEXHOJIOTUU
CBC npoBOIMIIOCE TIPU CIIEAYIOMINX TEXHOJIOTHUYECKUX MapaMeTpax: AuaMeTp oopas-
1a — 30 MM (BBICOTa 00pasiia Bcera COOTBETCTBOBaANA 1,5 AraMeTrpa); JaBlieHUE a30Ta,
3aKa4YMBAEMOr0 B peakTop, cocTaBisuio 4 Mlla; oTHOCHTENbHAS TTIOTHOCTh UCXOTHBIX
umxt — 0,35-0,42 (HaceliHash); pa3Mep YacTHI[ UCXOJHBIX KOMIIOHEHTOB — MeHee 40
MKM. TeXHOJIOrMYeCKHi MpoLiecC MOIYYEHHUs TOPOIIKOB M0 a3ugHoi TexHonoruu CBC
B ycioBusx jaboparopnoro peaktopa CBC-A3 oO0bemom 4,5 1 moapoOHO omucaH B
paborax [8].

TepMoauHaMUYECKUI aHAM3 BO3MOXKHOCTH MOJYYEHHUsS] ILEJIEBOr0 INPOIYyKTa
(SizN4) IpOBOIMICS € TOMOIIBIO KOMITBIOTEPHOM TporpaMmbl Thermo. B pesynbrare
ObUIH OTpe/ieNieHbl aguadaTnieckas TeMIlepaTypa TOpeHHs, SHTAIBIN U COCTaB PaB-
HOBECHBIX TPOJYKTOB CHHTe3a. PacueTHble 3HA4eHHUs aJnabaTHUECKHX TeMIeparyp
peakuuii 1 PaBHOBECHBIX KOHLEHTPALUI MPOAYKTOB CHHTE3a NMPH 00pa3oBaHUH HUT-
pHlia KpeMHHS B 3aBUCUMOCTH OT COJIepKaHUs KpEMHHUs TIPUBEIeHBI Ha puc. 1.

U3 puc. 1, a cuemyer, 4TO C yBEeIUYEHHEM COJCpKaHUS KPEMHHUS B CMECH
xSi + (NH,),SiFs + 6NaN; Bo3pacraer aguadaTiyeckas TeMIepaTypa U SHTaJIbIUS pe-
akiuu. Tax, yBenmuenue conepkanus Si ot 0 10 14 Monei MPUBOAMUT K 3aMETHOMY
MOBBIIIICHHIO afra0aTHYecKoil TeMnepaTypsl Topenus — ¢ 1457 mo 2865 K, nmpu stom
SHTANBIINS PEAKIMK YBEININBACTCS HE3HAUYUTEIBHO — ¢ —2348 10 —2688 x/Ix.

W3 puc. 1, 6 BUmHO, YTO TPH YBEIMYCHUH coIepKaHHi Si B cMecH
xSi + (NH,),SiFs + 6NaN; yBennumBaeTCs BBIXOJ IEIEBOTO MPOAYKTa — HHUTPHIA
KPEMHHSI ¥, COOTBETCTBEHHO, YMEHbINACTCSl KOJIUYECTBO razoodpasHoro azora. [lpum
X = 14 moneit N, coBceM He BbIIIENsETCS, TaK KaK BECh a30T YXOAMUT HA a30THPOBaHHUE
KpeMmHus ¢ obpazoBanmeM SisN,. KommuecTBo MOOOYHBIX MPOIYKTOB, 00Pa3yIOMINXCS
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B XOJIC peaKIiu, He U3MEHsIeTCs: GTOpUaa HaTpus — 6 MoJieH, ra3000pa3HOro BOAOPO-
na — 4 mois.
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Puc. 1. TepmonuHaMU9ecKuii aHAIH3 TOPCHUS CMECH
xSi + (NH,),SiFg + 6NaN3:
a — 3aBUCHMOCTH aIHabaTHUECKON TeMIIepaTyphl H SHTAIBINN PEaKUU OT COACPKaHU KPEMHHS;
6 — 3aBHCUMOCTB COCTaBa MPOAYKTOB IOPECHUS OT COACPIKAHUS KPEMHUA

Ha ocHoBanuu npoBeAEHHBIX TEPMOAMHAMUYECKHX PACUETOB MOXKHO CAENATh BbI-
BOA O TOM, uYTO Bce mpeiacraBicHHble cucteMbl CBC-A3  cnocoOHbI
K CaMOCTOSITETIbHOMY ropeHuio. [Ipuuem TeMmnepaTypbl TOpeHHs U TeIoBoil 3ddekt
pEaKIMK TOCTAaTOYHBI 17151 00pa30oBaHus 1e7eBOro MpoaykTa (SizNy).

Pentrenoda3oBblil aHaIM3 CHHTE3WPOBAHHBIX MOPOIIKOB MPOBOAMIIH C TOMOIIBIO
aBTOMATHU3HPOBAHHOTO MOPOIIKOBOTO PEHTTEHOBCKOTO JudpakToMeTpa
ARLE’trA-138. Pe3ynbrarsl peHTreHO(ha30BOT0 aHAN3a MPOIYKTOB TOPEHHUS HCCIe-
JIlyeMBbIX cMecei 000011eHbI B Ta0. 1.

Tabauya 1
®a30Bblii COCTAB NIPOAYKTOB rOpeHust
@Da30Bbli COCTAB IIPOJYKTOB FOPEHUS
Cucrema

Jlo npoMBIBKH ITocne npombIBKU
6NaN; + (NH,),SiFs NaF, (NH,),SiFg, Na,SiFs, Si Si
2Si + 6NaN; + (NH,),SiFs NaF, Si, Na,SiFs, SisN,4 Si, Na,SiFs, SizN,
5Si + 6NaN; + (NH,),SiFs B-SisNg, NaF, a-SisNy4 B-SizNy, a-SizNg
8Si + 6NaN; + (NH,),SiFs B-SizNg, NaF, a-SizNgy B-SizNy, a-SizgNy
11Si + 6NaN; + (NH,),SiFs NaF, B-SisN,, a-SizN, B-SizNy, a-SizNg
14Si + 6NaN; + (NH,),SiFs NaF, B-SisN,, a-SizNy, Si B-SizNy, a-SizNg

Huxe npencraBieHsl peHTTeHOrpaMMbl CHHTE3UPOBAaHHBIX TTOPOLIKOB MOCIE OIle-
pamuy MPOMBIBKH, KOTOpas 3aKII0Yajiach B pa30aBICHWH MOPOIIKOB JTUCTHIIMPOBAH-
HOW BOZiOM B cooTHowmeHUH 1:10 mpu KOMHATHON TemmepaType, B3MYUHBaHHUH IOIY-
YEeHHOW CYCIEH3MH, Mocieayioueid GuibTpalud Ha BaKyyM-BOPOHKE M IPOCYIIMBA-
HUH B BaKyyM-CYIIMILHOM IIKady J0 MOCTOSHHOTO Beca.
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Ha puc. 2 mpezncraBieHsl pe3ynbTaThl PEeHTreHO()A30BOr0 aHaaM3a IMPOIAYKTOB,
cuHTe3upoBaHHbIX U3 cMecu 6NaN; + (NH,),SiFe.

I a-si 01-077-2109 : Silicon/Si
&-NaF 01-071-4682 : Sodium Fluoride[villiaumite, syn]/Na ¥
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Puc. 2. PenTreHorpamma npoayKkToB, CHHTE3HpoBaHHbIX u3 cMecd 6NaN3z + (NH,),SiFg

Bumno, uTto oOpasern, TONy4YeHHBII B  pe3yjbTare TOPCHUS  CMECH
6NaN; + (NH,),SiFg, coctout u3 Tpex ¢a3s: rexcadropcunnkata Hatpus (Na,SiFg),
¢ropuna Hatpus (NaF) u HempopearupoBaBinero rekcadTOPCHINKATa aMMOHUS
((NH,),SiFg). Pesymbratht POA cBHIETENBCTBYIOT O HemoigHOTe mporekanus CBC-
peakiyu, a Takxke 00 orcyTcTBHH IieaeBoro SisN, B mpoaykrax cuHTe3a. [locne mpo-
MBIBKH Ha PEHTT€HOTpaMMe MBI BUAMM HEOOJbIIOE KOJINIECTBO (PTOpHIA HATPHS, YTO
TOBOPHUT O HEJIOCTATOYHOM KOJMYECTBE HCIIOJIH30BAHHOW IHCTHUTUPOBAHHOW BOJIBI
NpY MIPOMBIBKE MOPOIIKA, a TAaK)Ke CBOOOIHBIA HENpopearupoBaBIINii KpeMHu. Ta-
KAM 00pa3oM, MOXKHO cJeiath BbIBOA O ToMm, 4to cMmech 6NaN; + (NH,).SiFs
HE NOAXOIMT JUISl CHHTE3a HUTPHUIA KPEMHHSI.

Ha pwuc. 3 mpencraBieHbl pe3ysbTaThl peHTIeHO()A30BOr0 aHAU3a MPOJIYKTOB,
cuHTEe3upoBaHHbIX U3 cMech 2Si + 6NaN; + (NH,),SiFs.

14-8i 01-071-3770 : Silicon[Silicon, synl/si
1200 g. NpSi 00-044-0493 : Sodium Silicon Fluoride/Na2 Si F§|

0- NaxSiFs 00-041-0360 : Silicon Nitride[@a-5i3 N41/5i3 N4
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Puc. 3. PeHTreHorpamma npoyKToB, CHHTE3HpOBaHHbBIX u3 cMecH 2Si + 6NaN; + (NH,),SiFg

Kak BUITHO U3 pEHTIeHOTpaMMBbl, TIPOLYKTHI TOPEHHS COCTOST U3 (PTOPHIA HATPUS
(NaF), mermpopearupoBaBiero kpemuus (Si) u 00pa3oBaBIIETroCs B X0JI€ TOPSHUS TeK-
cadropcunukara Hatpust (Na,SiFg), a Takke HuTpuna kpemuus (o-SisNg). B otmmune
OT IIPEABIIYIIeH CMECH, Mbl BUMM HAJIMYUE 11€IeBOT0 Mpoaykra — SigNy, HO B OYEHB
MaJIoM KoJmdecTBe. TakuM 00pa3om, 1aHHas CMeCh He MOJXOJINUT JUIsi CHHTE3a HUTPH-
Jla KPEMHHSI.

Ha puc. 4 mpencraBieHsl pe3ysbTaTbl PeHTICHO(A30BOr0 aHajiM3a MPOAYKTOB,
cuHTe3npoBaHHbIX U3 cMech 5Si + 6NaN; + (NH,),SiFs.
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W3 mpexncraBneHHBIX PEHTTEHOTPAaMM BHIHO, YTO TPOAYKTHI TOPEHHS CMECH

5Si + 6NaN; + (NH,),SiFs coctost w3 uutpuga kpemuus (a-SigNg u  [-SigNy)
u ¢propuna Harpus (NaF). Takum obpa3zom, Mpu rOpeHNH JaHHONH CMECH yIAeTCsl 1MO-

JAy4uTh 1eneBoi mpoaykT (SizN,) BBICOKO#H CTEMEHH YHCTOTHI, YTO MOATBEPIKIACTCS

PEHTTeHOrpaMMOii Ha puc. 4, 6, npuueM oOpa3yeTcsi MpeuMyInecTBeHHO B-SizNy.

1600_—
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01-073-3033 : Silicon Nitride/Si3 N4
00-041-0360 : Silicon Nitride[@a-Si3 N4]/5i3 N4
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Puc. 4. PentreHorpamma npoyKToB, CHHTE3UpoBaHHbIX U3 cMecu 5Si + 6NaN; + (NH,),SiFg

0

Ha puc. 5 npencraBiensl pe3ysbTaTsl peHTTeHO(DA30BOTO aHaIM3a MPOLYKTOB,
cuHTe3upoBaHHBIX U3 cMecHu 8Si + 6NaN; + (NH,),SiFg 10 1 mocie onepanuu BoaHOM

ITPOMBIBKH.
- - Sis 01-073-3033 : Silicon Nitride/Si3 N4
16000% - SJ‘JN4 01-072-1253 : Silicon Nitride[@4-5i3 N4]/Si3 N4
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Puc. 5. PeHTreHorpamma npoayKToB, CHHTE3HpOBaHHBIX u3 cMecu 8Si + 6NaN; + (NH,),SiFg

.0

BupHo, uro mpomyktel ropenusi cuctembl 8Si + 6NaN; + (NH,),SiFe cocrost

u3 Hutpraa kpemuus (o-SigNy u B-SigN,) u dropuna narpus (NaF). Takum o6pasom,

[pH TOPEHHU JaHHOW CMECH YAaeTCsl MONYYHTh 1eneBoil mpoaykT (SisNg) BbICOKOI
CTETIEHN YUCTOTHI, YTO MOJTBEPKIAETCS PEHTTEHOIPaMMOW Ha puc. 5, 6, mpuyeM 00-

paszyercsi mpeuMyIiecTBeHHO [-SizNg,

B IIPEJIBITYIIEH CMECH.

Ha puc. 6 mpezncraBieHsl pe3ylnbTaThl PeHTreHO()a30BOrO aHaIHM3a IMPOIYKTOB,

cuHTe3npoBaHHbIX u3 cMmeck 11Si + 6NaN; + (NH,),SiFs.

Buano, uro npoayktel roperus cuctembl 11Si + 6NaN; + (NH,4),SiFg coctosT u3
autpuaa kpemuus (0-SigNg 1 B-SisNy) u dropuna varpus (NaF). Takum obpa3om, npu
TOPEHHH JaHHOUW CMECH YIAAaeTCs MOAYUHTh IesieBoi mpoaykT (SisN4) BeICOKO# cTere-
HHU YHCTOTHI, YTO MOATBEPIKIACTCS PEHTIEHOrPaMMOil Ha puc. 6, 6, mpuyeM obpasyer-
cs1 peumyinecTBeHHO B-SisNg, HO KonmmyecTBO 0-SigN, OosbIlie, YeM B HpeabIIyICH

CMECH.

HO KouaudecTBO 0-SizN; Oonbire, ueM
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Buano, uro mpoxyktel Toperus cucreMsl 14Si + 6NaN; + (NH,),SiFg cocrost
u3 Hutpraa kpemuus (o-SisNg u B-SisN,) u dropuna narpus (NaF). Takum obGpazom,
IpU TOPEHUH TAHHOW CMECH YIAeTCs MOJYy4YUTh IieeBoi mpoaykT (SisNg) BICOKOM
CTEIEHN YUCTOTHI, UTO TOATBEP)KIACTCS PEHTICHOTpaMMO Ha pHC. 7, O, IpUIeM 00-
pasyetcs mpeumyiiectBeHHO [-SisN;, HO kommdectBo 0-SisNg Gombiie, yem
B IIPEABIAYIIEH CMECH.

® - 0- SisNu L 01-073-3034 : Silicon Nitride/Si3 N4

1200] : 041 Ceils e iderea. ss .
= .- SiN: L 00-041-0360 : Silicon Nitride[Ba-Si3 N4]/Si3 N4

1000_| N
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70.0 0.0

Puc. 6. PentreHorpamMma npoayKTOB, CHHTE3UpOBaHHbIX U3 cMecd 11Si + 6NaN; + (NH,),SiFg

Ha puc. 7 mpencraBiensl pe3yibTaThl PeHTTeHO()A30BOr0 aHaaH3a MPOAYKTOB,
cuHTe3upoBaHHbIX u3 cMecH 14Si + 6NaN; + (NH,),SiFs.

1 m- Bt SiNs 01-073-3036 : Silicon Nitride/Si3 N4
600 o _ ol SiN: 01-070-3756 : Silicon Nitride/Si3 N4

1N

10.0 20.0 30.0 40.0 50.

Puc. 7. PenTreHorpaMmma npoayKkToB, CHHTE3HpoBaHHBIX u3 cMech 14Si + 6NaN; + (NH,),SiFg

Omnpenenenue Tororpadu MOBEPXHOCTH U MOP(HOJIOTHH YACTHI TIOPOILIKOB MPO-
BOJIMWJIOCH C MCIOJB30BAHUEM PACTPOBOTO 3NEKTPOHHOTO MUKpockoma Jeol, obnanato-
IIEr0 BBICOKOH pa3periaromieil CriocoOHOCThI0 U IITyOHMHOM PEe3KOCTH.

PesynbTaThl MUKpPOCTPYKTYPHOTO aHaiHM3a MOPOIIKOB, CHHTE3HMPOBAaHHBIX MpPH
Pa3InYHOM COJIep)KaHUM KPEMHUS B HCXOIHOW CMECH, MpeJICTaBIeHbI Ha puc. 8.

W3 puc. 8, a BUIHO, YTO BOJIOKOH HET, TaK KaK HUTPHUI KPEMHHUS HE 00Opa3oBacs.
dTOpua HATPHS U TAJOUIHBIE COJIU MPEACTABIIIECT CO00M YacTHIlbl chepruecKoit Gpop-
Mbl M paBHOOCHBIC YacTulilpl. Ha puc. 8, 6 BHIHO, YTO KpEeMHHI M reKcapTOPCHIMKAT
HaTpHsI IPEACTABIISIOT COOOH PAaBHOOCHBIE YACTHIIbI, © HEMHOI'O BUJHBI BOJIOKHA HUT-
puna kpemHus. [IpoyKThl TOpeHHsI IOUYTH HE COAEp)KaT HUTPUAA KPEMHHUS U IOCTe
MPOMBIBKH TIPEJICTABISIET COOON yacTuIpl ceprueckoit popmel pazmepom oT 120 no
180 um. U3 puc. 8, 6 BUAHO, 4TO HUTPUJ KPEMHUS MPEACTaBiIsieT co00i BOJIOKHA pa3-
mepom ot 70 no 230 uM. Ha puc. 8, 2 BuiHBI BOJIOKHA HUTPUAA KPEMHUS TUAMETPOM
ot 80 mo 200 uM. Ha puc. 8, 0 BUIHO, 4TO HUTPHUI KPEMHHS IPEICTABIIECT COO0H BO-
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nokHa pazmepoM ot 60 go 180 um. U3 puc. 8, ¢ BUIHO, YTO HUTPUI KPEMHUSI MpE-
CTaBJIsIeT CO0OM BOJIOKHA pazMepoM oT 70 1o 240 HM.

30kV  X15,000 1um

6) 2Si + 6NaN; + (NH,),SiFs

30kV ~ X10,000 = 1pm

&

30kV  X25,00088)

2) 8Si + 6NaN3 + (NH4)2$|F6

3

30kvV X10,000

0) 11Si + 6NaN; + (NH,),SiFs ¢) 14Si + 6NaN; + (NH,),SiFs

Puc. 8. Mopdonorus 4acTuI MopoIIKOB,
CHUHTE3MPOBAHHBIX IPH PA3IMIHOM COAEPKaHUHM KPEMHHS B HCXOIHOH cMecH

Jonst 0-(ha3bl HUTPUIA KPEMHHUS ONPEIENSIach M0 CIeIyIome METOIUKE.

[lycTh peHTreHOBCKUH Jiyd 00JiydaeT o0beM mpombiToro matepuana V. B stom
obbeMe conepakarcs e (a3bl, © MOXHO 3alMcaTh OYEBUIHOE PABEHCTBO JUIS 00be-
MOB 3TuX (ha3:

Vo + Vp=V.
Bricora nmuka Ha AudpakTorpaMMme 3aBUCHT OT 00beMa (Dasbl, HOITOMY MOXHO 3a-
MUCATh:
lo ~ Ve
lp ~ Ve,
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rae |, 1 lg — BBICOTHI TUKOB OT 0- U P-¢a3. Tak kak o- u B-ha3bl UMEIOT OJMHAKOBBIN
ATOMHBIN COCTaB, TO Oy/IeM CUUTATh WX KOIPDUIIMCHTHI MOTIONICHUS PEHTICHOBCKUX
Jy4yel OTMHAKOBBIMH.

Ecnmm ompenenuts BBICOTY MHKA MPH OJHOM M TOM XK€ YIJI€ OTPaXEHHs PEHTre-
HOBCKHUX JIYY€H, TO MOXKHO NIPHUHSTS!

lo =K1 Vo
lp = ka'V.
Torna MOXHO 3anucaTh:
Vo =1/ ky;
Vg = 1/ ko

CnenoBarteibHO,

lo/ ki + lg/ ko = V.
PaznenuB Ha 00beM V, onydyaem:

lo/ Ko + 1/ kg = 1,

rae kK, u kg — koadpdumentsl. B nepom npubmmkennn onu pasHbL K, = 600, kg =
2000.

JInst mpoBepkH AaHHOM (opMyibl ObUIM HPOAHATM3UPOBAHBI PEHTIEHOTPAMMBI
MPOMBITEIX MPoaykToB CBC-peakium, cocToamumx u3 o- u B-ha3 HATpUIA KPEeMHUS.
Pesynbratel mpencTaBieHsl B Ta0I. 2.

Tabauya 2
Pe3yabTaTsl npoBepku (popMyJibl
ly Ig lo/ Ko + 15/ Kp Orknonenus ot 1,0, %
200 1400 1,03 3
250 1200 1,02 2
350 750 0,96 4
450 600 1,05 5

Kak BuaHO M3 Tabnuubl, BEIBEJEHHOE HAMH YPaBHEHHE JOCTATOYHO XOPOIIO BBI-
nonasiercs. [103ToMy ¢ ero moMoIbl0 Mbl MOXKEM OLIEHHTH KOJUYECTBO O- U [-(a3sl
B IPOMBITHIX npoaykrax CBC-peakuun. O0bemHbIe 105U (a3 paBHbIL:

.~ 1,/ 600;

O~ 1-w,.

OmmbKa OLIEHOK, KaK BUIHO M3 TA0JIUIIbI, HE MPEBbIIIaeT mpuMepHo 5 %.

Homst a-¢assr mo 06bemy: npumepro 30 % mpu moisix Si, mpumepro 40 % npu
8 mossix Si, mpumepro 60 % mpu 11 monsx Si u npumepro 70 % mpu 14 mossx Si.

[Tokazano, yto mpumeHeHHe aszugHOW TexHojmornun CBC MO3BOIMIO TOIYYHUTH
U3 UCCIIEYEMBIX CMECEl HAHOBOJIOKHA HUTpUAA KpeMHUs auamerpoM oT 80-200 HM
BBICOKOH CTEIIEHU YNCTOTHI.

YCTaHOBIEHO, YTO YBEJIMUYEHHE COAEP)KAaHUSA KPEMHHUS B HCXOAHONW CMecH
HE MPUBOJUT K 3HAYHUTENBHOMY YBEIWYEHHUIO AMAMETPA CHUHTE3UPYEMBIX BOJIOKOH
HHUTpPU/Ia KPEMHUS, IOATOMY ONTHMAIbHOM cucTeMol Iyt noiydeHust SigNy sBisercs
14Si + 6NaN3 + (NH,),SiFs — B Heit Habm0gaeTCs HAUOOIBIINI BBIXO LIEIEBOTO MTPO-
JYKTa.
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OBTAINING NANOFIBERS OF SILICON NITRIDE BY AZIDE TECH-
NOLOGY OF SELF-PROPAGATING HIGH-TEMPERATURE SYNTHE-
SIS

G.S. Belova, Yu.V. Titova, D.A. Maidan, E.A. Amosov

Samara State Technical University
244, Molodogvardeyskaya st., Samara, 443100, Russian Federation

In this paper the azide technology of self-propagating high-temperature synthesis for re-
ceiving nitrides is considered. Advantages of this technology are emphasized. The optimal
chemical equations and conditions to obtain silicon nitride are chosen. SHS technology
perspectives for receiving quality nanopowders are shown. The results of experimental and
theoretical researches of synthesis process of silicon nitride micro- and nanopowders in
«xSi + (NH,),SiFg + 6NaNz» system in the combustion mode are presented. Combustion
and synthesis properties are determined. Silicon nitride micro- and nanopowders particles
morphology is studied. The optimum chemical equation is: «/4Si + (NH,),SiFg + 6NaN3».

Keywords: self-propagating high-temperature synthesis, sodium azide, silicon nitride, na-
nopowder, nanfiber.
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VJIK 669.01

PA3PABOTKA HOBOM METOJHUKH YCKOPEHHBIX .
KOPPO3UOHHBIX UCIIBITAHUU CTAJIEM B CMEIIAHHOU CPEJIE
C OTHOBPEMEHHBIM NPUCYTCTBHUEM CO, U H,S

T.A. bopucenkosa, E.A. bopucenkoea

Camapckuii ToCyIapCTBEHHBIN TEXHUYECKUH YHHBEPCHTET
Poccust, 443100, r. Camapa, yi. Monoporsapaeiickas, 244

Paccmampusaemes mexanusm Kopposuu cmaneil 8 cpedax ¢ coemecmuvim eruanuem HyS
u CO,. Ilpeonodcena memoouka ucnvlmauuii cmaneil HA KOPPOSUOHHYIO CHOUKOCHb
6 cpedax ¢ nosviutenuvim cooepoicanuem H,S u CO,. IIpedcmasnenwvt pesynomamot sxcne-
PpUMeHmo8 8 1abopamopusix yciosuax na oopaszyax usz cmaiu 13XPA c sapvuposanuem
PA3IUYHbIX napamempos (memnepamypa, epems 8blOepICKU, COCMas cpeobl, OAGleHUe).
Onucanvl pexcumvl NPO8eOeHUs UCNLIMAHUL U NPEOONCEHbl ONMUMATbHbIE NAPAMEMPY
npogedens IKCHEPUMEHTNOS.

Kniouesvie cnosa: nuskonezuposannvie cmanu ¢ 1 % Cr, noxanvnas kapbonammuas koppo-
3Usl 8 NPUCYMCMBUU CYTbPUO08, NPOOYKMbI KOPPO3UU, VeIEeKUCTAsL KOPPO3Usl, CepOo8000-
POOHAs KOppO3usl, 1a60pamopHvle UCHLIMAHUI.

Beenenue

CoBpemeHHas kinaccu(uKanys KOppo3uH B HE(TEIIPOMBICIOBBIX CpelaX BKIIOYa-
eT B ce0s TpU OCHOBHBIX MeXaHU3Ma, OOYCIOBJICHHBIX BIMSHHUEM PAaCTBOPEHHOTO B
cpene raza: CO,- (yrnekucnotHas), Hp,S- (cepoBomoponnas) u Op- (KUCIOpOAHAS)
koppo3us [1]. Ho manHas knmaccudukanusi He yIUTHIBAET COBMECTHOT'O BIHSHUS JIBYX
u Oonee mexanuzMoB. B 2011 r. Obla omyOIMKOBaHa CTAThsl, OMUCHIBAIOIIAS PACIIIU-
PEHHYIO KJIaCCH(DUKAIIMIO MEXaHU3MOB KOPPO3UHU He()TEMPOMBICTIOBOTO 000PYI0BAHUS
[2]. CornacHo manHOU KimaccuHKalMU KOPPO3Usl HEDTEIPOMBICIOBOrO 000pyI0Ba-
HUSI BKIIIOYAET B ce0sl CIeIyIoUIe MEXaHU3MBbl: CyJIb(QHUIHOE KOPPOSHOHHOE PacTpec-
KHBaHHE 0]l HampsbKEHHEM, JIOKallbHas KapOOHaTHas KOppO3ws, JIOKalbHas KapOo-
HaTHasi KOPPO3Hs B MPHUCYTCTBUH CYIb(PHUIOB, KapOOHATHAS KOPPO3HS B MPHUCYTCTBUH
XJIOpUZIOB, OMOKOPPO3HSL.

Kak mnokaszanu uccienoBanus [3, 4, 5], HAa MHOTUX MECTOPOXICHHUSX, BOIICIIINX
B TIOCJICZIHION a3y pa3paboTKH, paclpocTpaHeH MEXaHNU3M YIIIEKHCIOTHOH KOPPO3UH
B IIPUCYTCTBUH Cynb(puaoB. O MOBEACHNH CTajJel B TAKOHM cpelle MOXKHO CYIAUThH TOJIb-
KO 10 JaHHBIM HCIIBITAHUI, TIPOBEJCHHBIX B PEAIbHBIX YCIOBHsAX [2]. MeTomuku, Ko-
Topas Morjia Obl BOCIIPOM3BECTH ATOT IpPOIEcC B J1a0OPATOPHBIX YCIOBHUSX, TOKa
HE CyILIecTByeT. B cTarbe mpuBeneHb! pe3ysbTaThl UCCIEAOBATENBLCKOW padoThl, MPoO-
BEJACHHOW C LENbI0 pa3pabOTKH METOAMKH Ja0OpaTOpHBIX HCHBITAHUH B cpenax
¢ ogHOBpeMeHHbIM TipucyTcTBueM CO, u H,S.

Metoabl ¥ 00bEKThI HCCTEI0BAHUS
JI7ist IpOBEJICHUSI CepHH SKCIICPUMEHTOB Oblia BhiOpana crayib 13XDA (tadm. 1),
MOBEIEHNE KOTOPOW HM3YYEHO B DPA3IMYHBIX JTAOOPATOPHBIX M PEATHHBIX YCIOBHUSX.

Tameana Anexcanopoena bopucenkoea, achupanm.
Examepuna Anexcanoposna bopucenkosa, acnupanm.
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Cramp 13X®DA — 3T0 KOHCTPYKIIMOHHAS JICTHPOBAHHASI CTAJb MOBBIICHHON KOPPO3H-
OHHOW CTOWKOCTH U XJaAoCTOMKocTH. TpyObl W3 53TOH cTalmM OTIMYAIOTCA
oT He()Tera3onpoBOAHBIX TPYO OOBIYHOTO WCIOJIHEHHS MOBBIIIEHHOW XIJIaJOCTOWKO-
CTBIO, TTOBBIIIIEHHON CTOMKOCTHIO K OOIIEH S3BEHHOW KOPPO3HH, K CYIbPUIHOMY KOP-
PO3MOHHOMY pacTPECKMBaHUIO M 00pa30BaHMIO BOAOPOAHBIX TpemuH. Ho moBeneHue
CTaJi B cpefie ¢ coBMecTHBIM conepxanneM CO; u H,S He nzyueHo noapoGHo.
Tabauya 1

Xumunuyeckuii coctaB craiau 13XPDA

Mn Si P S Cr Ni Cu \Y Al

0,1 0,5 0,2 0,012 | 0,003 |05 0,07 0,053 | 0,053 | 0,032

B xone pa3pabOTKi METOIMKH OBLTH MCIIOIB30BAHbI CIIETYIONINE METO/IBI UCCIIe-
JIOBaHUSI:

— PEHTTeHOCTPYKTYPHBIH (a30Bblii aHANWU3 MPOJAYKTOB KOPPO3HMH, BBIMONHSIICS
Ha yCTaHOBKE cepuu «/Ipon»;

— METOJl YHEPrOANCIIEPCHOHHOW PEHTTEHOBCKOW CHEKTPOCKOIHH, BBITOIHSIICS
Ha AJIEKTPOHHOM MUKpocKorie Inspect ¢ mpucraskoit EDAX;

— Ka4eCTBEHHBIH aHaIN3 MOP(OIOTHH TMPOIAYKTOB KOPPO3HU B CEUYCHUH METaLIO-
rpaduueckux HUTMGOB, BHIPE3aHHBIX M3 OOpAa3lOB ITOCIE WCTBITAHHUS B MOAETHHON
cpene;

— rPaBUMETPUYUECKUI METO/I OTIPEIENICHHSI CKOPOCTH KOPPO3UH.

PesyabTarsl

Pa3paboTka METOIMKH 3aKIIOYACTCs B IPOBEACHUU CEPUH SKCIICPUMECHTOB
C BApbUPOBAHUEM PA3IUYHBIX TAPAaMETPOB, B TOM YHCIEC TEMIIEPATYPhl CPEIbI
Y KOHI[CHTPAIUU KOPPO3UOHHO-aKTHUBHBIX Ta30B.

[lepBBIli 3KCHEPUMEHT MPOBOAMIICS CICAYIONIMM 00pa3oM: MOJCIbHBIA PacTBOP
(3 % NacCl, 0,02 % NaHCOs) nacsimancst kaxasiii B oTaensHoi emkoct CO, u H,S,
3areM 00a pacTBOpa MEpeIaBIUBAIUCH A30TOM B OJIHY €MKOCTh C yCTAHOBJICHHBIMU
B Hell oOpasuamu. Pe3sepByap repMeTH3MpoOBajiCs MpH KOMHATHOH TeMIlepaType
¢ razoBoit mankoit CO, mox naenenueMm 1,5 atm Ha 120 gacos (5 cyt). Ceuenue mnpo-
JIYKTOB KOPPO3HH TIOCJIE TAHHOTO SKCIIEPUMEHTA MPECTABICHO Ha puc. 1.

MeTtajutorpapuyeckas 3a;JHBKA

WKW
uacoddod 1aLaArod

mag mode spot WD HV
10000 x A+B 4.0 10.4 mm 30.00 kV

0=4,47 macc.%; S =3,54 macc.%; Cr=0,74 macc.%

Puc. 1. IIpoayKThl KOppo3uH B ceueHnH obpasua u3 ctainu 13XDA
nocJie 1abopaTOPHBIX UCTIBITAaHUH B TeueHne 120 u
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ToHKHI HPOKOPPOAMPOBABIINKM CIOH NPEACTABIAET COOOH CMECh OKCHJIIOB
U cynb(UAOB JKele3a, KPOME TOro, OTMEUYEHO IMOBBIIICHHE KOHLEHTPALUU XpoMa
10 CPABHEHHUIO C OCHOBHBIM MeTaimioM. KapOoHaToB kene3a B MPOIYKTaxX KOPPO3UHU
HE BBIABIICHO. PEHTreHOCTPYKTYpHBIN (ha30BBIi aHAIN3 MPOBOIMIICSA HA COCKOOAX Mpo-
JQYKTOB KOpPpO3MH. BbITO BBISABIEHO MpUCYTCTBHE cieAytomux ¢a3: Fe,03, FegSg. Tlo
JAHHBIM TPABUMETPUYECKOTO aHanmu3a (Tabm. 2), CpeAHsisi CKOPOCTh KOPPO3UHU
B JaHHOM 3KcnepuMenTte coctaBmia 0,40 mm/rom mis ctamu 13XDA.

MeTaijuiorpaguyeckas 3a;JHBKa

mag mode spot VVD HV
10 000 x A+B 4.0 8.8 mm|30.00 kV

0=3,08 macc.%; S =5,07 macc.%; Cr=1,33 macc.%

uncoddod 1qaLuArody

Puc. 2. [IpoaykTsl KOppO3UH B ceueHUH oOpasia u3 cramu 13XDA
mocJe 1abopaTOpHBIX HCIIBITaHUH B TeueHne 140 u

PesynpTaThel mepBOro SKCHEPUMEHTA [0 KA4YECTBEHHBIM XapaKTePHUCTUKAM
HE COBMAJAIOT C PE3yJIbTaTaMH HCCICAOBAaHUN KOPPO3UOHHON MOBPEXKAAEMOCTH TPYO
B PEANBHBIX YCIIOBUSAX IKCILTyaTallud B cpelax ¢ coBMecTHBIM BiusiHEeM H,S u CO,.
BrI0 pemieHo mocTaBUTh CIEMYIOINN 3KCTIepuMeHT. Ha 3ToT pa3 ObLIN HCITONB30Ba-
HBI MOJICJIbHBIE PacTBOPHI JABYX pasHbix TuoB — CO, (3 % NaCl, 0,02 % NaHCO;) u
H,S (Nace tum A), OHM TaKKe HACBIIIAIMCH B JBYX Pa3HBIX €MKOCTSX, 3aTE€M IepeaB-
JUBAINCH B OJIHY TEPMETUYHYIO €MKOCTh C Ta3oBoii mamnkoit CO,. Temneparypa nomy-
guBIIErocst pactBopa cocrasiia 25 °C, nasnenue 1,5 arm. [Toce mepBbIX CyTOK KOH-
uentpanust H,S ynana u 6su1 mpoBesien 6ap6otaxk cHauana CO;, — 30 muH, 3ateM H,S
— 30 MuH, BCIEACTBUE Yero B pacTBOpe ocTajcs Tonbko H,S. Obmiee Bpems skcriepu-
MeHTa coctaBmiio 140 4. Kak BuaHO Ha puc. 2, MTPOAYKTHI KOPPO3UU HA 00pa3Ile TaKKe
NPEACTABISIOT COOOH TOHKUH CIOW (=5 MKM) M COCTOSIT B OCHOBHOM W3 CYyJb(HIIOB,
YTO MOATBEPXKICHO M (Ha30BBIM PEHTTCHOCTPYKTYPHBIM aHau3oM. Kpome Toro, HaJio
OTMETHTh, YTO NOBBIIIEHHE KOHLEHTPALUU XpoMa B MPOAYKTaX KOPPO3UH HECKOJIBKO
Oosblie, YeM B IpeAbIIyLIeM OnbITe, U cocTaBisteT =~ 1,53 mace. %. CpenHsisi CKOpOCTb
KOPPO3WH Ha JaHHOM 00pasiie coctamia 0,59 mm/rox (cm. Tab. 2).

Crenyronmii 3KCIEpUMEHT TPOBOAMICS npu Temreparype 60 °C; MojebHbIe
pactBopsl CO; u H,S, kak u B mepBOM cilyyae, HaChILAINCH B IBYX Pa3HBIX €eMKOCTSX,
3aTeM IepeaBIuBATUCH B O0NIYI0 TEPMETHYHYIO EMKOCTh ¢ Ta30Boi mamnkoin CO; moa
nmaenenueM 1,5 atm. JlimrensHOCTH dKcmepuMmeHTa cocTaBmwia 120 4. Kak BumHO
Ha puc. 3, cTand OOpa30OBBIBATBHCS XapaKTEPHBIC JIOKAIbHBIC S3BEHHBIE MOPAXKEHUS
~11,3 MKM, a Ha TIOBEPXHOCTH — OCAIKU CYJIb(PHIOB Kese3a. PEeHTreHOCTpYKTYpHBIH
(ha30BbIN aHANIW3 TIOKa3al HauW4Yhe KapOOHATOB M CyNb(QUIOB JKelle3a B MPOJYKTax
KOppO3uHu. DTOT 3KCIEPUMEHT OKazaJcsi Hauboiyiee OJIM3KUM K pe3yJibTaTaM HCCIeao-
BaHM MOCJIE HKCIUTyaTallui HA MECTOPOXKICHHSAX.
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MeTtaJutorpaguueckas 3ajlHBKa

-

e, L i i g e, ﬁ'w

v RS\ SR

30.00 kV

mag | mode | spot| WD
500 x| A+B | 5.0 |9.4 mm

MeTtaJutorpaguueckas 3aJlHBKa

Ocaaku

IIpoayKThI
s KOPPO3HH

MeTaaa

mag |mode|spot| WD HV | ————30pm
5000x| A+B | 4.0 | 9.3 mm |30.00 kV|

0=5,81 macc.%; S =31,52 macc.%; Cr=1,80 macc.%

Puc. 3. IIpoaykTel KOppo3uH B ceueHnu oopasina u3 ctanu 13XDA
mocJe 1abopaTOpHBIX HCIIBITaHUH B TeueHue 120 u

Tabnuya 2
ITapameTpsI U pe3yJIbTaThl IKCIEPHMEHTOB
Okcnepument |Crane  |Bpewms, u |Temmeparypa |/laBieHue, aTM CKOpOCTh KOppO3HH,
pactBopa, °C MM/TOJL
13XDA 120 25 1,5 0,40
2 13XDA 140 25 1,5 0,59
13XDA 120 60 1,5 0,57

BrIiBoabI
1. Pe3ynpTaThl 71a00OpPaTOPHBIX HCIBITAHWN TOKa3ald, YTO DKCHEPUMEHTH 1 u 2

HE J1aJii HeOOXOAMMBIX pe3ysbTaToB. [IpoayKTeI KOppPO3HH, MOTYIHUBITHECS MOCIE HC-
MBITAHUM, HE COOTBETCTBYIOT PE3yJIbTaTaM HCCIICOBAHUN KOPPO3UOHHOM MOBpeXkaae-
MOCTH B peajbHbIX YCIOBHSIX dKCIUTyaTallly.

2. IIpoayKThl KOPPO3UH, TOITYIHBIIUECS MTOCIE MMPOBEICHUS IKCIIEPUMEHTA 3, CO-
OTBETCTBYIOT JIOKJIbHOM KapOOHATHOW KOPPO3WM B TPUCYTCTBUH Cynb(PuIoB. ITO
TOBOPUT O TOM, YTO YCJIOBHUS SKCIEPUMEHTAa COOTBETCTBYIOT PEAJIBHBIM YCIOBHUAM JKC-
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TUTyaTaluy, T. €. TapaMeTpsl IKCIIEPUMEHTA MOI00PaHbI ONTUMAIBHO.

3. HCO6XOI[I/IMO ﬂaﬂLHCﬁHlee IMPOBCACHUC HCIBITAaHHM C YKE ONpCACIICHHBIMU I1a-

pamMeTpaMu ISl CO3TaHMS METOTUKH.
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DEVELOPMENT OF A NEW METHOD CORROSION TESTS STEELS
IN MEDIUM WITH CONTEMPORARY ATTENDANCE H,S AND CO,

T.A. Borisenkova, E.A. Borisenkova

Samara State Technical University
244, Molodogvardeyskaya st., Samara, 443100, Russian Federation

This paper discusses the mechanism of steel corrosion in H2S and CO2 combined effect
medium. The testing method of steel corrosion resistance in medium with a high content of
H2S and CO2 is suggested. The results of samples of laboratory experiments of steel
13HFA with variation of parameters (temperature, exposure time, medium composition
pressure) are given. Test conditions and optimal parameters of experiments are described.

Keywords: steel with 1 % Cr, local carbonate corrosion with presence of sulfide corrosion
products, sulfide corrosion, laboratory tests.
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Ilpedcmasnenvl pe3ynbmamvl UCCIEO0BAHUSL G3AUMOCEA3U NOBEPXHOCHHOU AKMUBHOCMU
0eamynbeamopos u 3pgexmusnocmu ux oeticmeusi. B kauecmee 06vbekmos uccied08anus.
6b10PAHbL NPOMBIUIEHHO GbINYCKACMbIE O0eIMYIbeAMOpPbl, CYUWECMBEHHO OMIUYAIOUWUECS]
10 NOBEPXHOCMHOU  AKMUBHOCMU  (KPUMUYECKAS, KOHYEHMPAayusi MUuyeiioodopazo8anus
U medchaznoe HamsdiceHue Ha cpaHuye «He@pmv — GOOHbIU PACBOD O0EIMYNbeAMOPAY).
Ilo peszynbmamam GbINOIHEHHBIX IKCNEPUMEHMAILHBIX UCCIEO08AHUL NOKA3AHA 63AUMO-
CB513b KPUMUYECKOU KOHYSHMPAayuu Muyeiioodpaz0eanusi 600HbIX PACMEOPO8 OeIMYIb-
2amopo8 co CMeneHvio 00e380XCUBAHUAL HePMU U KUHEMUKOU 8blOeleHUs C80000HOU 80-
Obl. Pesynomamel ucciedosanuss mo2ym 6vlmb UCNOIb306AHbL NPU MECMUPOBAHUU ped-
2EHMOB C YeNblo 8bLO0PA ONMUMATILHO20 0eIMYIbeAMopd.

Kniouegvle cnosa: oesmynveamop, nOGepXHOCMHO-AKMUGHbBIE 6eUecmad, 6000Hedmanas
IMYNbCUSL, KPUMUYECKAS KOHYEHmpayus Muyeriooopazo8anus, YOenbHblll pacxood oOe-
IMYIb2AMOPA, MedchaszHoe (NOBEPXHOCMHOE) HamsiJceHUe, 00e380JCUBaHIe.

[IpenoTrepaiienue oOpa3oBaHUs M pa3pylieHHUE HEQTSIHBIX SMYIbCUH SBIISIOTCS
KJIIOYEBBIMU 33JladaMd B cCHCTeMe c0Opa M TMOATOTOBKH CKBaKMHHOM TNPOAYKIHH.
K Hacrosimemy BpeMeHH MpeIIoKeHO MHOXKECTBO CHOCOOOB paspylieHHs He(QTIHBIX
SMYJIBCHI, HO BXXHEMIITUMH U3 HUX SIBIISIFOTCSI METO/IbI, OCHOBAHHbIE HA TPUMEHEHUHU
XUMHYECKHAX PEareHTOB — JeaMynbratopos [1, 2]. MeTtogonoruu BeIOOpa IedIMyiIbra-
TOPOB H OIIEHKE d(PPEKTUBHOCTH UX JIEHCTBHSI MOCBSIIEH MENbId psn padot [3, 4], HO
HECMOTpS Ha 3HAYUTENbHBIH 00beM HAKOIICHHOW MH(OPMAIIUU OCTAETCS MHOKECTBO
BOINPOCOB (DYHIAMEHTAJILHOTO M IIPAKTUYECKOT0 3HaYCHUS, TPEOYIOLINX MPOJOKEHUS
MCCIIEIOBAaHUH, MO3TOMY KOJIMYECTBO MYyOJHMKAIM{, MOCBSILIECHHBIX U3yYEHUIO HEQTs-
HBIX 3MYJIBCHH, Pa3paboTKe ¥ COBEPIICHCTBOBAHUIO METOJIOB UX Pa3pyIICHHs, TOIBKO
BO3pacTaer.

[To cBoeii ipupoie AeIMYIIBraToOphl — IOBEPXHOCTHO-aKTHBHEIE BetecTBa (ITAB),
KOTOpBIE 32 CUET TUPHIHLHBIX CBOWCTB CIIOCOOHBI TIEpepaCcTIPEIENAThLCS Ha MEK(pa3HBIX
rpaHuIax pasjena (a3 U TeM caMbIM 00ECIIEYHBATh B 3aBHCUMOCTH OT THIPOPIIHHO-
munodunsHoro Oananca [TAB ee crabmnu3zarnuto wim necradmimzanuto. BaxxaeHmumu

Heopv Huxonaesuu Kapnenxo, acnupanm.

Buxmop Buxmoposuu Konosanog (k.x.H., 3aeedyiowuil kageopou «Pazpabomka
U IKCHAYyamayus HemsaHIX U 2a306bl1X MECHIOPONCOCHULL).

Mapus Cepeeesna Tumrkosa, unsicenep kageopwl «Paspabomka u sxcniyamayus wegpms-
HbIX U 2A308bIX MECHOPOICOEHUTLY.
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XapaKTePUCTUKAMH TIOBEPXHOCTHBIX CBOWCTB BOJHBIX M OpPTaHMYECKHUX PACTBOPOB
[IAB sBnsitoTcst BenmunHa MekdasHoro (moBepxHocTHOro) HatsbkeHuss (M®OH)
Ha TpaHMIax pazzmena ¢a3 W KPUTHUECKas KOHIIEHTPAIWs MHUIEILTO00pa30BaHs
(KKM).

B psne pabort [5, 6] ObLIO MOKa3aHO, YTO BEIUYMHA MEK(PA3HOTO (TIOBEPXHOCTHO-
r'0) HATSHKCHUS MOXET OBITh C YCIIEXOM HCIOJIb30BaHa JIJIsl OTICPATUBHOTO KOHTPOJIS U
3¢ (eKTUBHOTO yIPaBICHUS MPOIECCOM TMOJITOTOBKH CKBOKWHHOW mpomykiun. Cyie-
CTBOBaHWC ONTHUMAIbHON BeaMdInHBI M®H nmiis pa3nudHbIX THIIOB HEPTEH MO3BOJIIET
KOHTPOJINPOBATh PAcXoJ JEIMYJIbIaTopa, YTO CIIOCOOCTBYET YIIYYIICHHIO TEXHUKO-
SKOHOMHYECKHX ToKa3aTelell mporecca MOATOTOBKH HePTH. SIBISAACH KITIOYEBBIM Ma-
pamerpom, MOH KOCBEHHO YYHTHIBAET MHOXKECTBO (DaKTOPOB, OKA3BIBAIOIINX CYIIE-
CTBEHHOE BIHUSHHME Ha IPOIECC CTAOWIM3AIMU W PAa3pyIICHUS HEPTSIHBIX dMYIbCUH
(M3MEHEHHE TEXHOJIOTHUYSCKUX MMapaMeTpoB, (PH3UKO-XMMHUYSCKUX CBOWCTB HE()TH U
MIOMYTHBIX BOJI, HAJMYHME B IIOTOKE peareHToB, mpuponHsix [IAB, smymeratopoB u
T. J1.), CTAHOBSICh yIOOHBIM HHCTPYMEHTOM JUISI PETYJIMPOBAHUS MPOIIECCa MOITOTOBKH
HedTu. Onpenenenne KKM BakHO Kak JiJIS TEXHOJIOTMUYECKUX IIENeH, TaKk U JIS KOJI-
JIOUTHO-XUMHUYECKOT0 U3y4eHHs CTPYKTypbl pacTBopoB 1IAB. Hecmotpst Ha oueBuI-
HYI0 BaXXHOCTh BenmuunHb KKM, KonmndecTBo paboT, MOCBAIIEHHBIX B3aNMOCBS3H KPH-
TUYECKOW KOHILEHTPAIMH MHUIIEIUI000pa3oBanus u 3(PPEKTUBHOCTH ICHCTBUSA Jie-
AOMYJIBTaTOPOB, OTPAHUICHO, IIOATOMY HACTOSIIAsl paboTa HAMpaBJIeHa HA PacIIUpeHue
CBEJICHHIA TI0 JAHHOMY BOTIPOCY.

lens HACTOSIIETO HCCIENOBAaHUS — H3YUYCHHE B3aUMOCBSI3U TOBEPXHOCTHBIX
CBOMCTB J1eAMYJIbraTopoB M 3()(PEKTUBHOCTH MX JCHCTBUSA. B KauecTBe 0OBEKTOB HC-
CJIeTOBaHMs BEIOpAHBI IBa IPOMBIIUIEHHO BBITYCKAaEMBIX IE€IMYJIBIaTopa, pa3imdHbIX
M0 CBOCH MPUPOJIE U CYIIECTBEHHO OTInyaromuxcs Benuaunoit KKM.

UccnenoBanuss  3h(GeKTUBHOCTH  paspylieHHS  BOJOHE(PTSHBIX  AMYIbCUH
B IPUCYTCTBAU NI€IMYJIBIaTOPOB BBITIONHSUIA OOMIETIPHHSTEIM crtocoooM Bottle Test,
M0 KOTOPOMY OMPEAEISIIOCh OCTATOYHOE COJEpKaHMe BOJBI B OTCTOSBIIEHCS HedTH,
a TaKke KUHETHKA BbIJCICHUS BOJHON (Da3bl (B 3aBUCHMOCTH OT KOHIICHTPALIMU JIe-
aMyJbraropa). McChbeITaHusT TPOBOJWIMCH Ha HCKYCCTBEHHOW sMmynbcun (50 %),
SMYJIBCHSI TOTOBWJIACH C HCIOJIH30BAHMEM BBEICOKOOOOPOTHUCTOW JabopaTopHOW Me-
IAJIKH, TTO3BOJISIFOIICH TPUTOTABINBATh MCKYCCTBEHHBIC IMYJILCHUHU, MO CTETICHHU JVC-
MEPCHOCTH TJI00YJ1 BOJIbI COOTBETCTBYIOIINE PEabHBIM IIPOMBICIIOBBIM 3MYJIbCUsAM. B
KadecTBe BOAHOH (a3bl ucnons3osaics pactBop NaCl u CaCl, B AMCTHIIIMPOBAaHHOM
BOJIe, COOTBETCTBYIOIIHUII 10 MIUHEPAIN3AIlNH IJ1aCTOBOM Bojie. B kauectBe HehTH OBI-
Jla UCTIOJIb30BaHa He(PTh C TUIOTHOCTHIO 861 kr/m, BsiskocThio 15,6 cll3, colep KaHueM
cumkareneBbix cmon 4,3 %, acdansTeHoB 1,8 %, mapadunaos 4,9 %, cepot 1,7 %.

UccnegoBanuss MOH  BeINONHSIM 1O  METOAY BpaljalolIeics — Kamid
Ha BujgeoTeH3nomerpe SVTISN (DataPhysics). Beon kammu pasmepom 6,0-6,4 MK
MPOBOAMJICS Xpomarorpaduueckum mmnpuiomM, 3amep MOH kaxmoro odpasia Gpukcu-
pOBaJICS TIPU JOCTHXKEHUW PAaBHOBECHS CHCTEMBI (IIPH MOCTOSHHONW CKOPOCTH Bpallle-
Hus u Temneparype 22 °C).

B kauecTBe 00BEKTOB MCIBITAHUN OBLIN BBHIOPAHBI IIUPOKO IMPUMEHSIEMBIE MPO-
MBIIUICHHBIE JIeaMynbratopsl. Jleamynsrarop 1 (JI21) — HedrepacTBopumas omHOpOI-
Hasl XKUJKOCTh OECIIBETHOTO I[BETa, cojepikamias Metanoil. [eamymnbratop 2 ([192) —
MPOAYKT MOJUMEpHU3allii d3TaH-1,2-muona (3THUICHIJIMKOIB), MPEICTaBIIeT COO0MH
MacJ0BOJIOPACTBOPUMYIO BS3KYIO KUAKOCTh CBETIIO-KEJITOTO LIBETA C MacCOBOM moeit
akTUBHOTO BemlecTBa 45 % u Metanona 35 % macc. BeiOop nesmysapratopoB BBITION-
HSJTM Ha OCHOBE JAHHBIX 110 BEJIHMYMHE KPUTHUECKON KOHIICHTPAUHA MUIIEIIO00pa3o-
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Banust (KKM), kotopast anst neamyineraropa /131 cocrasnser 300 r/T (0,03 % macc.), a
i J192 na nopsimok Hmwke — 25 1/T (0,0025 % macc.). i1st AaHHBIX A€IMYIBraTopoB
pasmuJaroTcs U 3HaueHus Mexxdasznoro Hatsbkerus (M®H) B rouke KKM: 0,62 MmH/m
(A21) u 3,4 mH/Mm (JI22). Takum o6pa3om, ObuTH BEIOpAHEI IBA IEAIMYIIBraTopa, CyIe-
CTBEHHO OTJIMYAIONIUXCS 10 MOBEPXHOCTHOW aKTUBHOCTH: JedMmyibrarop /91 xapak-
Tepusyetcs Hu3kumu 3HaueHusMu M®H B Touke KKM; mis nesmynsratopa 192 Be-
mmauHa M®OH Ooitee yeM B IATH pa3 BbIIe, HO Tpu 3ToM 3HadeHrne KKM B mBeHa-
IaTh pa3 HIDKe. Pe3ynbraTsl m3MeHeHUs MeX(a3HOTO HATSHKEHHSI OT KOHIIEHTPALUN
JIEOMYJIBraTOPOB B BOJHOH (pa3e Ha rpaHUIle ¢ HEPTHIO MPEACTABICHBI HA puc. 1 u 2.
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Puc. 2. 3aBucumocTs Mex(pa3zHOTo HATSKEHHS Ha TpaHUIle pasniena ¢a3
«HeTh — BOJHBIN pacTBOp AedMysbratopa J192»

Ha cnenyroriem 3tane paboThl ObLIa ONpe/e/ieHa CTEIeHb 00e3BOKUBaHUS He()TH

B 3aBHCHMOCTH OT COJICPKaHHS JIeIMYJIbraTopos (puc. 3 u 4).

ITonyuennsie

3aBHCUMOCTH CBHUACTCIILCTBYIOT

0

TOM,

49To

HECMOTps

Ha CYIIECTBEHHBIE PA3IMuus AeaMyabraropo no BenuurnHe KKM ontumansHOe co-
JIepKaHUe J1eIMYJIbraTopa COOTBETCTBYET €ro KoHueHTpauuu B Touke KKM. [lans-
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Helfllee yBeJIMYCHHE pacxo/a pearcHTa He MPUBOAMT K MOBBIIICHUIO 3G (EKTUBHOCTH
OTJENICHUS SMYJIbCUOHHOMN BOJIBI.
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Puc. 4. 3aBucumocts 3¢ PpeKTUBHOCTH OTIEICHUS CBOOOTHOI BOIBI
OT KOHLEHTpaluu Aeamynbratopa 1292

UccnenoBanrsi KHHETUKU OTIeNICHHUS BOJHOHM (ha3bl IpejicTaBIeHbl HA pUC. 5 | 0.
CKOpoCTb OT/eNIeHHs BOAHOW (a3bl oKa3alach pa3iuIHON [T HCIIBITAHHBIX JEIMYITb-
raropoB. [lesmynsratop 31, obnamas Oonee Hu3kumm 3Havenusmu MOPH (0,62
MH/M) mo cpaBHenuio ¢ npesmyinbraropom 132 (3,4 mH/Mm), cnocoben paspyimiaTh
HEPTSIHYIO dMYJIbCHIO 32 8—10 MHHYT, IPUYEM MOBBIIICHUE KOHIIGHTPAIMH JIEIMYITb-
ratopa Bbime Toukd KKM He3HauuTeNbHO YBENIWYMBAET CKOPOCTb pPAa3pyLICHUS
amynbeuu (puc. 5). dnsa mesmynsraropa 132 xapaktepHbl Oojiee HU3KHE CKOPOCTH
paspymieHns sMyabCHu (prc. 6); P CoAepKaHuK IeaMyIbraTopa Beirre Toukun KKM
(35 u 50 1/1) cCKOPOCTH PE3KO BO3pACTAET, HO BPEMsI pa3pyLICHUs SMYJIbCUH BCE PABHO
ocraercs 6onbe, yeM ais 131, Takum o6paszom, Benmnunna MPH B Touke KKM oka-
3BIBAET CYIIECTBEHHO BIUSHHIE HA CKOPOCTDh Pa3pyIIECHHs SMYIbCHH.
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Ha ocHOBaHMM KMHETHYECKHUX JAaHHBIX, ITOJYYCHHBIX IIPHU BaPbUPOBAHWHN KOHIICH-
Tparmu [1AB, OBUTM TOCTPOEHBI 3aBUCUMOCTH BPEMEHH OTIEICHUS 3MYJIbCUOHHOMN
BOJBI (IIPHU TOCTHKEHUH MAaKCUMAILHOW CTEIIEHU OTHEICHHS BOJHOW (pa3bl) OT KOH-
IIEHTPAITIH 1eIMYIIBraTopoB (puc. 7 u 8).
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Puc. 8. 3aBucuMocTs BpeMeHH OTIENICHHS BOJHOW (ha3bl OT COMEpKaHUs AedMyibpraTopa 1252

Kak cremyer w3 mpencTaBleHHBIX JAaHHBIX, MHHMMAaJIbHOE BpPEMSI KOppEIHpyeT
¢ obmacteio KKM Jii1st KayKI0TO MCIBITAHHOTO JIEdMYJIbraTopa, JaibHeilee yBeande-
HUE KOHIIEHTPALIUU JE3MYJIraTopa He NMPUBOJUT K CYHIECTBEHHOMY CHW)KEHHIO Bpe-
MEHH OTCTOSI.

PesynbpTarhl 1a00paTOPHBIX HCCIIEAOBAHHUN MMOKA3alld, YTO JECUCTBHE JIEAIMYJIbIa-
Topa (cTeneHb 00e3BOKMBAHUS, KHHETHKA OTAEICHUS BOAHOM (a3bl, BpeMs JOCTHKe-
HUSI MaKCUMallbHOM CTeleHH 00€3BOKMBAaHUS) 3aBUCHT OT €ro MOBEPXHOCTHBIX
CBOWCTB (KPUTHYECKOW KOHIIEHTPAIIMK MHIIEIIO00pa30BaHusl U Mex(pa3HOTro HaTsKe-
HUSI Ha TpaHuIle «He(Th — BOJHBIA PacTBOP JIEAIMYJIbraTopa»), IMeHHO B Touke KKM
(umu 6nMU3KMX ¢ HeW 00JacTsAX) AeIMyJIbraTop HPOSBISIET CBOIO MaKCHUMAaJIbHYIO 3(¢-
(extuBHOCTh. Benmunna M®H Taxke oka3plBaeT CyIIECTBEHHOE BIMSHUE Ha KHHETH-
YecKHe MapaMeTpbl OTAEJCHUS BOJHOU (a3bl OT AMYINILCHH, CHIDKEHHE BEJIUYHUHBI
M®H 6naronpuaTHO CKa3bIBaeTCsl HA BPEMEHHU pa3pyLleHHs 3MyJIbcuH. Takum oOpa-
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30M, YCTaHOBIICHHE U30TEPMbI MEX(a3HOTO HATSHKEHUS HA TpaHHIE «HEPTh — IUIACTO-
Basi BOJIa» B 3aBUCHUMOCTU OT KOHIICHTPALUU JI€IMYJIbraTopa MO3BOJIAET ONEPATUBHO
nmoo0paTh ONTUMAIBHYIO KOHIIEHTPAIMIO AE3MYIbraropa B J1a00OpaTOpUH U Peryiu-
POBAaTh €ro yAeNbHBIH PacX0/] B IPOMBICIIOBBIX YCIOBHUSX.
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OF MICELLE FORMATION AND EFFICIENCY OF DEMULSIFIERS
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This paper presents the research results of the relationship of surface activity of demulsifi-
ers and efficiency of their actions. Selected commercially available demulsifiers are used,
which differ significantly on surface activity (critical concentration of micelle formation
and interfacial tension on the boundary "oil — water solution of demulsifier"). The results
of experimental studies have shown the relationship of critical concentration of micelle
formation of aqueous solutions of demulsifiers with the degree of dehydration of oil and
the kinetics of free water release. These results can be used for testing the reagents to se-
lect the optimum demulsifier.
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sion, dehydration of crude oil.
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XUMHAYECKASL CTAJIMHHOCTH OBPA3OBAHUA HUTPUIHBIX
KOMITIO3UIINH SI3N,-TIN, SIsN,-BN U SIsN,-ALN B PEZKUME CBC-A3

JI.A. Konopamuesa, I'.B. buuypoe

Camapckuii rocy1apCTBEHHbIH TEXHUYECKUI YHUBEPCUTET
Poccus, 443100, r. Camapa, yn. Monoznorsapaeiickas, 244

Ilpeocmasiensvl pe3ynromamul NOIYYEHUsS ONMUMATLHBIX CUCTeM Oid CUHMe3d HUMPUOHBIX
KOMNO3UYUL «HUMPUO KPEMHUA — HUMPUO MUNAHAY, «HUMPUO KPEMHUA — HUmpuo o6opay,
«HUMPUO KpeMHUs — HUmpuo amomunusny. Koneunwii npodykm npedcmaeisiem coboll
HAHOCMPYKMYPUPOSaHHbLIL nopoutok, cocmosuil uz cmecu SigNy u TiN 6 cryuae nonyue-
HUSL HUMPUOHOU KOMROZUYUU «HUMPUO Kpemtus — humpuo mumanay; SisNg u BN 6 ciyuae
NOJYYEHUs. HUMPUOHOU KOMROZUYUU «HUMPUO KpeMHusi — Humpuo oopay. Yucmyro, 6e3
nobounvix npumeceti, Humpuouyio xomnosuyuio SigNg—AIN nonyuume ne yoanoce. B pa-
bome makoice paccMompena Xumuieckas cmaouitHoCmy 00pa308aHus HUMPUOHBIX KOMNO-
suyuii SigNg—TiN, SigNs—BN u SizsNs—~AIN 6 pescume camopacnpocmpansiiowecocs gvico-
KOMEeMnepamypHo20 CUHMe3A ¢ UCHOTb308AHUEM A3U0d HAMPUS U 2ATOUOHbIX COell.
Yemanoeneno, umo ona nonyuenus yenesvix HUMPUOO8 U3 UCXOOHBIX NPOOYKMO8 (Kpem-
HUS, a3u0a HAMpUs U 2a102eHU0a Mumana (anomunus, 6opa)) 6 npoyecce copenus 00aHiC-
Hbl NPOUMU He MOJbKO Peakyuu a30MmuposaHus dAeMeHmMHO0 KPeMHUs U amoMAapHo2o
mumana (amomunua unu 60pa), Ho u peaxyuu paznodcenus, OUCCoyuayuy, Memaiiomep-
MUy u m. n.

Kniouesvie cnosa: xumuueckas cmaoutiHoCmb, HUMPUObL, KPEMHUL, AIOMUHULL, 60p, mu-
Man, a3uo Hampus, 2a102eHUO.

B HacTosmee BpeMs s IOTYYeHHUS HUTPUAHBIX HAHOCTPYKTYPHUPOBAHHBIX KOM-
MO3HIIMI MEePCIIEKTUBHO UCIIONIL30BATh PECYpCOCOEPETAIIYI0 a3UIHYI0 TEXHOJIOTHIO
CBC (CBC-A3). Texnonorus CBC-A3 ocHOBaHa Ha WCIOJB30BAaHWU a3ujaa HATPUS
NaN; B kagecTBe TBEpOTr0 a30THPYIOIIETO peareHTa U TaIONIHBIX COJIEH pa3ImyHOTrO
cocraBa [1, 2]. Jns mporecco CBC xumudeckas MPUpPOJA PEarcHTOB HEMOCPE/I-
CTBEHHOTO 3HAYCHUS HE MMEET — BKHBI JIMIIb BEJINYMHA TEIUIOBOTO 3 dekra peakiun
Y 3aKOHBI TEIUIOBBIACIEHHUS M TEIUIONepeIadl, arperaTHOe COCTOSHHE pPEareHTOB U
MPOAYKTOB, KWHETHKA (ha30BBIX U CTPYKTYPHBIX MPEBPALIEHUI U IPYTHE MAKPOCKOITH-
YeCKHe XapaKTEePUCTHKH MpoIiecca.

B mnpouecce wuccienoBaHusi XMMUYECKOW CTaJIMMHOCTH IOJYYEHUS KOHEYHOI'O
npoaykra B pexume CBC-A3 mpuMmeHancs MeToJ 3akalku. MeTon 3akanku
B Texunoyiorun CBC ocHOBaH Ha pe3koM cOpoce JaBiieHHs a30Ta B peakrope ¢ 4 Mlla
1o 0,1-0,2 MIla B mporecce cuHTe3a ¢ MOCIEMyONel 0CTAHOBKOIM (pOHTa TOpeHHs
Y aHAJIM30M [IPOMEKYTOYHBIX ITPOJIYKTOB Peakinu B o0pa3oBaBiemMcs cioe [3, 4].

DKCIepUMEHTANIbHBIE PE3yJbTaThl CHHTE3a HUTPUIHBIX Kommo3uimid SigNs—TiIN,
SisNg~BN u SisN,~AIN mo rtexnomormm CBC-A3 mpencrasiensl B Tabmmuie [5].
W3 Tabnuiel BUIHO, YTO TOJNYYHUTh YHUCTYIO, O0e3 modounbix mpumeceit (NasAlFs u Si)

Jlroomuna Anexcanoposna Konopameesa (k.m.n., 0oy.), doyenm ragheopvl «Memaniose-
OeHule, NOPOUIKOBASL MEMALTYP2USl, HAHOMAMEPUATBLY.

Teopeuti Braoumuposuu Buuypog (0.m.H., npog.), npogeccop xapedpvr «Memanniosede-
HUe, NOPOUIKOBAS MEMANLYPIUS, HAHOMAMEPUATBLY.
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HUTPHIHYIO KOMITO3HUIINIO, COCTOSAITYT0 TOIBKO U3 SisNg u AIN, He ymaercs [5].

B xoze npoBeneHus UCCICIOBAHUN MO CHHTE3Y HUTPUIHBIX KOMIO3UIUN SigNs;—
TiN, SisN;BN u SisN,~AIN 6b1u10 00HApYKEHO, YTO B TPOIIECCE TOPEHUS UCXOIHBIX
UXT HaOMoAaeTcsl OquH (GPOHT TopeHus. B 3ToM ¢GpoHTe cHavayia MPOXOJAUT XUMHU-
yeckas Peakiys MKy KOMIIOHEHTaMH OKHCIWTENS, TO €CTh MEXIy a3uI0oM HaTpHs
NaN; 1 ramouIHOH CONBIO, a 3aTeM PEaKIUs a30THpoBaHus [4].

JInst ycTaHOBJICHHS MeXaHu3Ma 00pa3oBaHus HUTpUAHONW Kommo3uiu SigNg—TiN
B cucteMe 9Si—6NaNs;—(NH,),TiFs 6si1a mponsBeieHa 3akajaka CMECH HCXOMHBIX IIPO-
nykToB BHyTpu peaktopa CBC-A3. IlpoBeaeHHbIC HCCICIOBAHUS YCTAHOBHIIH, YTO
temmieparypa ropenusi cmecu 9Si—6NaNz;—(NH,),TiFg cocramser 1800 °C, ckopocTb
ropernst 0,60 cm/c (cm. Tabmuiry). llpm 3akamke 0Opas3oOB HCCIEAYEMOW CMEcH
B uarepsaie temmeparyp 500-600 °C u 900-1000 °C pentrenoda3oBblii aHaIH3 MOKa-
3a], YTO MPOAYKTHI CHHTE3a COCTOAT M3 CMECH pas3iuyHbIX (B 3aBUCHMOCTH
oT Temrepatypsl 3akaiku) ¢as: TiFy, Ti, Si, TiIN, a-SizNg, B-SizNg, Na,TiFs, NaF, Na,
NH,T, HFT, H,T, N, T

JKCHePUMEHTANIbHbIE Pe3YJIbTATHI CHHTE3a ONTHMAJIBHBIX CHCTEM
10151 mostydeHust HUTpuaHbIX kommosuumii SisN4—TiN, SizN4~BN u SizN—~AIN
no texHosorun CBC-A3

Cucrema Temneparypa | CkopocTh ®Da30BbIi dopma Pazmep
TOpEHHS, TOpEHHS, COCTaB, YaCTHII YaCTHII,
°C cMm/c % HM
9Si—6NaN3z;—(NH,),TiFg 1800 0,60 TiN - 28, Bonoknucras, |200-600,
0-SisN, — 11, |cTomOuaras, 100-120
B-SisN, — 61 |PaBHOOCHas
9Si—-3NaN;-KBF, 1200 0,70 0-SizN, — 20, |Bonoxknucras, |300-400,
B-SisNg — 76, |paBHOOCHass  |250-300
BN -4
3Si-9NaN;-3AlF; 1200 1,00 AIN — 35, Cron6uaras, |130-170,
a-SisN, — 33, |paBHoochas |100-120
NazAlFg — 14,
Si—-18

Ha ocHoBanuu MOJYYCHHBIX 3KCIICPUMCHTAJIIbHBIX PE3YyJIbTATOB ObLIa MOCTpPOCHA

XMUMHYECKas CTaJAMHHOCTh 00pa3oBaHuss HUTPUAHOH Kommosumuu  SigNs-TiN
B cucteMe 9Si-6NaN;-(NH,),TiFg [6].
1. Pazmoxxenne  rekcadropturanara  amMouust  (NH4),TiFs  HaumnHaercs
npu remnepatype 150 °C:
(NH,),TiFs— TiF, + 2NH;T + 2HFT + H,T. 1)
2. Paznoxenue azuaa Harpus NaN; mpoucxoaur npu ~300 °C:
2NaN; — 2Na + 3N, T. 2

3. Jlanee uaet peakiius oOpa3oBaHus aMmuaka ¢ Boiaenenuem tera (~500 °C):

N,T+3H,T — 2NH,T.

©)

4. Viner peaknus B3aumoeiicteust terpadropuaa tutada ¢ Hatprem (~600 °C):
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2TiF, + 4Na — Na,TiFs + Ti + 2NaF. 4)

5. [Tapa/iensHo YacTh OCTABHIETOCS HATPHsl BCTYNAET B PEAKLHUIO BOCCTAHOBIIE-
HUs ¢ 00pa30BABIIMMCS IeKcaTOPTUTAHATOM HATPHUs MPH TEMIIEPATYPE Pa3JIOKEHHUS
NazTiFa (‘“‘600 OC):

5Na + Na,TiFs — Ti + 6NaF + Na. 5)

6. [lapamienbHO WAST peakiys B3aUMOJICHCTBHS (TOPBOIOPOAA C AKTHBHBIM
HaTpueM ¢ oOpazoBaHueM (ropuaa HATPUS:

3HFT + 3Na — 3NaF + 1,5H,T. (6)

7. Ilpu moctmwxeHuu Temiepatypsl ropenus cmecu (~1100 °C) turan pearupyet
C aMMMAKOM U aTOMapHbIM a30TOM C BBIJEJIEHUEM TeIUIa:

Ti + NH;T — TiN + 1,5H,T + 0,5N,T; (7
Ti+0,5N,T — TiN. (8)

8. Ilocie 3TOro 51EMEHTHBIH KPEMHHUI BCTYNMAeT B PEAKIHI0 C aMMHAKOM
¥ a30TOM, 00pa3ys HuTpua kpemuus (~1200 °C):

3Si + 2NH;T — SisN, + 3H,T + N, T (9)
3Si + 2N, T — Si;NL,. (10)

CymmMaphas peaxius noiayuaenust kommosuiwn SisNg—TiN umeer Bu
9Si + 6NaN; + (NH,),TiFs = 3SisN,-TiN + 6NaF + 4H,T + 3,5N,T. (11)

HenonHoTa mpoXxoxaeHNsT XUMAYECKUX PEAKIUi, BIUSIOIIAS HA MapaMeTpbl ro-
PEHHUS U CHHTE3a, IPUBOAUT K MOSABJIICHUIO B IPOAYKTaX CHHTE3a raJIOMIHON COJIH I'eK-
cadopruranata Hatpus coctaBa Na,TiFs, KpeMHUsI U THTaHA.

JInst yCTaHOBJICHUSI MeXaHW3Ma 00pa3oBaHuss HUTPUIHON kKommo3uiu SisN,~BN
B cucreme 9Si—-3NaN;-KBF, Gbl1a nmpousBeicHa 3aKaika U yCTAaHOBJIEHO, YTO TeMIIe-
patypa ropenus nanHoit cmecu cocrasiser 1200 °C, ckopocts ropenus 0,70 cm/c (cM.
tabuuity). [1pu 3akanke oOpa3ioB UCCIIEYEeMOU cMecH B MHTepBalie Temmepatyp S00—
600 °C u 900-1000 °C pentreHoda3oBblii aHaIU3 [OKA3aj, YTO MPOIYKTHl CHHTE3a
COCTOSIT U3 CMECH Pa3IMYHBIX (B 3aBUCHMOCTH OT TeMIepaTypsl 3akainku) ¢as: B, Si,
BN, a-SisN,, B-SisNs, NaF, KF, N, T,

Ha ocHoBaHUM MOJIyYeHHBIX IKCIIEPUMEHTAJIBHBIX PE3yJIbTaTOB OblLIa MOCTPOEHA
XUMAYECKask CTaIMHHOCTE 00pa3oBaHust HUTpUaAHON KoMmo3uinH SisN,~BN B crcreme
9Si—3NaNs;—KBF,.

1. Paznoxenue asuna Hatpus NaN; nmpoucxoaut npu ~300 °C:

2NaN; — 2Na + 3N,T. (12)

2. B mporecce ropenus npu Temneparype paznoxenus KBF, (~900 °C) npoucxo-
JIIT PeaKivs METAIUIOTEPMUU C BhIJICIICHUEM TerIlia:

KBF, + 3Na—> 3NaF + KF + B. (13)

3. Jlanee srneMEeHTHbBIN KpeMHHH W OOp BCTYMAIOT B PEAKIUIO C a30TOM, 00pazys
HUTPU KpeMHus 1 HuTpua 6opa (~1200 °C):

3Si + 2N,T — SisN,; (14)
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B +0,5N,T — BN. (15)
CymmMaphas peaxius moaydenus kommosuimn SisN,~BN mmeer Bu
9Si + 3NaN; + KBF,+ 2N,T = 3SisN,-BN + 3NaF + KF. (16)

HemonHoTa mMpoX0oKIeHNS XUMHYECKUX PEaKIi, BIUSIONAs Ha MMapaMeTpsl Io-
PEHHUS U CHHTE3a, IPUBOAUT K TMOSBICHUIO B IPOJYKTaX CHHTE3a YHCTOrO HEMPOA30TH-
POBaHHOTO KPEMHHUSL.

JInst ycTaHOBIICHHST MeXaHu3Ma 00pa3zoBanust HUTpuAHONW KoMmo3uimu SigN;~AlIN
B cucteMe 3Si—9NaNs;—3AlF; Obita mpon3Be/ieHa 3aKaaka W YCTAHOBICHO, YTO TEMIIe-
parypa ropenus ganHoi cmecu cocraBisieT 1200 °C, ckopocts Topenus 1,00 cm/c.
[pu 3akanke oOpa3ioB ucciexyeMoil cMecu B uHTepBaie temmeparyp 500—600 °C u
900-1000 °C pentrenoha3zoBblii aHANN3 MOKA3all, YTO MPOIYKTHI CHHTE3a COCTOST W3
CMECH Pa3IMYHBIX (B 3aBUCHMOCTH OT Temmeparypbl 3akanku) ¢a3: Al, Si, AIN, a-
Si3N,, B-SisN,, NasAlFs, AlFg, AIF,, NaF, Na, FT,N,T

Ha ocHOBaHWU TOJyYEHHBIX 3KCICPUMEHTAIBHBIX PE3yJIbTATOB ObLIA MMOCTPOCHA
XUMHYECKas CTaMHHOCTh OOpasoBaHusi HUTpumaHoW Kommosuimu — SigNs—AIN
B cucreMe 3Si—9NaN;-3AIF;:

1. Paznoxenne azuna Hatpus NaN; mpoucxoaut npu ~300 °C:

2NaN; — 2Na + 3N, ™. (17)

2. IloBbIlIeHNE TEMIIEPATYpbl IPUBOJUT BO B3aUMOZCHCTBHE (PTOPUI aTIOMUHUS
¢ HaTpueM, 00pa3oBaBIINMCS MIPU Pa3I0KESHUH a3u/ia HATPHSL:

3AIF; + 6Na — NazAlFg + 2Al + 3NaF. (18)

3. Amomunuii, oOpa3zoBaBiuiics mo peaknuu (18), pearupyer ¢ amMMHaKOM
1 aroMapHbIM a30ToM (~800 °C) ¢ BIICIICHUEM TeIUIA:

Al + 0,5N,T — AIN. (19)

4. ITpu temmieparype 1000 °C gactp rexcadpTopastoMuHaTa HATPUS AUCCOIMUPYET
C IOIJIOIIEHUEM Tella:

NazAlFs — 3Na + AlFg. (20)

5. Cnenom ¢ropun amromunus npu temneparype > 1000 °C naunHaer pa3naratb-
csl:

AlFg— AIF, + 2FT. (21)

6. [TapayuiesbHO UIYT PEaKIUK PA3IOKCHHUS:
2AIF, — AIF; + Al + 5FT, (22)
a Taoke AlF; — Al + 3FT, (23)

7. drop pearupyeT ¢ HaTpueM J0 oOpa3oBaHus (TOpUAA HATPHS C OOJIBIIAM BbI-
JIEJICHUEM TeIlIa:

FT + Na — NaF. (24)

8. AmmromuHMiA, oOpa3zoBaBmmiics 1o peakmusaMm  (27) u  (28), pearupyer
C aTOMapHBIM a30TOM:

Al +0,5N,T — AIN. (25)
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9. Yacth OCTaBIIErocs rekcaTopaloMUHaTa HATPHUS BCTYMAET B PEAKIUIO BOC-
CTaHOBIIEHWsT C HaTpueM Tpu Temmeparype pasinoxkenus NasAlFg (~1200 °C)

¢ 00pa3oBaHUEM alIOMHUHHS U JATBHEHIIUM €ro a3oTupoBaHHeM 1o peakuusm (19)
u (25):

3Na + NasAlFs — Al + 6NaF. (26)

10. IMocie 3TOro 3MEMEHTHBIM KPEMHUI BCTYMAET B PEAKIMIO C a30TOM, 00pasys
HuTpUa Kpemuus (~1200 °C):

3Si + 2N, T — SisN,. (27)
Cymmapnas peakuust noiayuerns kommosunuu SigNs—AIN umeer Bug
3Si + 9NaN; + 3AIF; = SisN,-3AIN + 9NaF + 10N,T. (28)

HemonHoTa mMpoX0oKIeHNS XUMHYECKUX PEaKIHi, BIUSIONAs Ha MMapaMeTpsl Io-
PEHUSI ¥ CHHTE3a, IPUBOJUT K MOSBJICHHUIO B ITPOTYKTaX CHHTE3a TAJOMJHOM COJH I'eK-
cadropamomMunara Hatpus coctaBa NasAlFg 1 kpemHus.

B nccrnenyemMbIx cucteMax «KpeMHHH — a3uj HaTpUs — reKcaTOpTHTAaHAT aMMO-
HUSD», KKPEMHHH — a3u]] HaTpHst — TeTpadTopOOpaT Kamus» M «KPEMHUH — a3u HATpHs
— (ropun amoMuHHS» 00pa3oBaHWE HUTpHIA THTaHa, HUTpHAA OOpa, HUTPHIA aJo-
MUHHSI CTAHOBUTCSI BO3MOXKHBIM U TIpH OoJiee HU3KUX TeMIepaTypax Mo CPaBHEHHUIO C
JIPYTHMHA METOJaMH IIOJIy4eHUsl Onarojaps oOpa3oBaHHIO aKTUBHOTO THTaHa, Oopa,
AOMUHUS TT0 YPaBHEHUAM XUMHUYeckux peakuuit (4), (5), (13), (18), (22), (23) u ux
A30THPOBAHMI0 aMMHAKOM M aTOMapHBIM a30ToM 1o ypaBHeHusMm (7), (8), (15), (19),
(25). Bce mpencraBieHHbIE XMMHYECKHE PEAKIMU SIBISIOTCS MONYKOTHYESCTBEHHOI
OLICHKO#M XUMHYECKOU cTamuitHOCTH 0OpazoBanust kommosunuii SigNs,—TiN, SisN,~BN
1 SisNs~AIN B cuctemax CBC-A3 1 paccMaTpUBaIOTCs Kak HanboJIiee BEPOSTHBIE.

B pabore Oblma mocTpoeHa XHMHUYECKas CTAAWHHOCTH MOJMYYEHUS HUTPUAHBIX
kommozunuii - SisNs,~TiN, SisNs~BN u SisN,~AIN 13 onTuMalbHBIX CUCTEM.
B niporiecce ropenust Oblia mpou3Be/ieHa OCTAHOBKAa ()POHTA TOPEHHUSI METOAOM 3aKall-
KM, KOTOpasi MO3BOJIMJIA YCTAaHOBHUTH, YTO TEpe] MOJTy4YeHHEM KOHEYHOTO IIEJIEBOTO
NPOJYKTa — HUTPUIHOW KOMITO3MIIMM B CMECH HMCXOJHBIX KOMIIOHEHTOB B Ipolecce
TOPEHHs TPOXOAUT OOJBIIOE KOJIWYECTBO PEAKIHMH I10 TMOJYYCHHIO H Pa3JI0KEHHIO
IIPOMEKYTOUHBIX NPOAYKTOB CHHTE3a. [IoayuuTh KOHEYHBIH NPOAYKT, COCTOSILMM
TOJBKO M3 HUTPUAOB, 0€3 MOOOYHBIX MPOAYKTOB yIAJOCh NPH CHHTE3E HHUTPUIHBIX
xkommo3uimid SigNs—TiN u SigN4~—BN. TToay4nuTs HUTPUAHYIO KOMITO3HIIHIO, COCTOSI-
ryto Toibko u3 SigNg u AIN, He ynanock, Tak Kak B KOHEYHOM MPOIYKTE MPUCYTCTBY-
€T He3HAYUTEIbHOE KOINYECTBO MOOOYHBIX PoayKTOB — NasAlFs u Si.
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CHEMICAL STAGES FORMATION COMPOSITIONS NITRIDE
SI3N,TIN, SIsN,~BN AND SI;N,~ALN IN THE MODE OF SHS-AZ

L.A. Kondratieva, G.V. Bichurov

Samara State Technical University
244, Molodogvardeyskaya st., Samara, 443100, Russian Federation

The paper presents the synthesis results of optimal systems for the synthesis of nitride
composition «silicon nitride - titanium nitridey, «silicon nitride — boron nitridey, «silicon
nitride - aluminum nitride». The end product is a nanostructured powder consisting of a
mixture Si3N4 and TiN, in the case of obtaining nitride com position is «silicon nitride - ti-
tanium nitride», and Si3N4 and BN and, in the case of obtaining nitride composition «sili-
con nitride - boron nitride». Clean, without foreign impurities, nitride composition Si3N4-
AIN could not be obtained. Chemical stages of formation of nitride of the composition
SisN4-TiN, SisN4-BN and SisN4-AIN in the mode of self-propagating high-temperature syn-
thesis using sodium azide are considered. It is established that to obtain the target nitrides
of the starting materials (silica, sodium azide and halides of titanium (aluminum, boron))
in the combustion process must pass not only the nitriding reaction of elemental silicon
and atomic titanium (aluminum or boron), but the decomposition, dissociation, metal-
lothermy etc.

Keywords: chemical stages, nitrides, silicon, aluminum, boron, titanium, sodium azide,
halide.

Lydmila A. Kondratieva, Postgraduate Student.
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CAMOPACITPOCTPAHAIOIUMCA BBICOKOTEMITEPATYPHBIN
CHUHTE3 YJIbTPAJIUCHEPCHBIX U HAHOPA3ZMEPHBIX
MOPOLIKOB KOMITO3UIIMM TiC-SiC M TiC-NbC

K.C. Kpusonyukuii, A.Il. Amocoe, A.P. Cambopyk

Camapckuii rocy1apCTBEHHbIH TEXHUYECKUH YHUBEPCUTET
Poccust, 443100, r. Camapa, yia. Mononorsapaeiickas, 244

Paspabomana memoouxa nposedenus 3Kcnepumenma no camopacnpocmpaHsiowemycs
svicokomemnepamypromy cunmesy (CBC) KoMNO3UYUOHHbIX HOPOUIKO8 KAPOUOO8 muma-
Ha u Kpemuusi unu Huobusi. IIpogeden cunmes 6 pedcume 20peHust KOMNO3UYULL NOPOUKOE C
PAa3IUYHLIM  NPOYEHMHBIM COOMHOULEHUEM UCXOOHbIX peazenmos. IlIpouszseden 3amep
memMnepamypbl 2openusi Memooom mepmonap. Koneunvie npodykmel cunmesa npoaHaiu-
3UPOBAHBI MEMOOAMU INEKMPOHHOU MUKPOCKONUU U PEHMEEHOBCKOU OUPPAKMOMEMPUU.
Tokaszano, umo npodykmur CBC npedcmasnsiiom coboil KOMRO3UYyuY yibmpaoucnepCHuix
u HanopasmepHolx yacmuy uucmoix yenesvix ¢paz TiIC-SiC u TiC-NbC, o6vedunennvie 6
aznomepanmuvl MUKPOHHbIX PA3MEPOS.

Knruesvte cnosa: kapouo xpemuus, xapouo nuobus, kapouo mumana, CBC, komnosuyu-
OHHBIL MAMEPUATL, MUKPO- U HAHONOPOUIKUL.

B namie Bpems Bce Ooublieli MOMysPHOCTBIO MOJB3YIOTCS KOMITIO3UIIHOHHEBIE Ma-
tepuansl (KM), cBoiicTBa KOTOPBIX MOTYT 3HAUYUTENIBHO MPEBOCXOJUTH CBOMCTBA CO-
CTaBJISIOIIMX UX WHIUBUIYaJIbHBIX KOMIIOHEHTOB. BBICTphIMH TeMIIaMH UAET pa3BUTHE
MHIyCTPUU MHUKPO- ¥ HAaHONOPOIIKOBOW METaIyprul ¢ IPUMEHEHHEM KapOHIOB Ty-
TOIUIaBKUX MeTauioB. OHM TO3BOJISIIOT pellaTh MPOOJIeMbl BO MHOTHUX OOJIACTSIX TEX-
HUKHU 1 HAayKH, HApUMEp Takue, KaKk YIPOUYHEHHE BHICOKOTOYHOIO MHCTPYMEHTA WM
M3rOTOBJIEHUE KEPAaMHKH C BBICOKON MpouyHOCTHIO. IlopomkoBeie KM MoryT ncnons-
30BaThCsl B KAYECTBE apMHUPYIOIIMX AJIEMEHTOB, IOKPBITHI C BHICOKOM U3HOCO- H Tep-
MOCTOWKOCTBIO. BBUIO JJ0Ka3aHO, YTO KOMITO3MIIMOHHBIE MAaTEpUAllbl HA OCHOBE JBYX-
KOMITOHEHTHBIX KapOH/I0B MO3BOJISIIOT KOMIEHCUPOBATh HEJOCTATKY WHANBUAYaJIbHBIX
KapOWAOB W dYTO MexaHmueckue cBoiicTBa KM MOryT OBITh 3HAYHTEIILHO BHIIIE
CBOWCTB OJTHOKOMITOHEHTHBIX aHaoros [1-3].

Kap6uapst turana u kpemuus (TIC u SiC) sIBIASIFOTCS T0CTATOYHO PACTIPOCTPAHEH-
HBIMH MaTepHalaMH, HCIOJIb3yEMbIMH B HOPOIIKOBOW METAJUIypIUH, B TO BpPeMs Kak
kapoun urodust (NbC) wcmonp3yercs 3HAYMTETBHO PEXe, B YaCTHOCTH B KAueCTBE
KOMITOHEHTa KOMITO3UIIMOHHOW cMecH. M3BECTHBI pa3iiMyHble TEXHOJIOTUH MOTyYCHUS
MOPOIIKOB 3TUX WHAWBUAYAJIbHBIX KapOUI0B, BAXKHOE MECTO CPEIAH KOTOPHIX 3aHUMAET
sHeprocOeperaronias TEXHOJIOTHSI CaMOPACIPOCTPAHSIOIIEr0CsI BBICOKOTEMITEPaTYPHO-
ro cunte3a (CBC) [4]. Texnonorus CBC umMeeT 60JbIie BO3SMOKHOCTH B PEryJIHNpPO-
BaHUM pa3Mepa CUHTE3UPYEMBIX NMOPOLIKOB, B TOM YHCIIE B MOJYyYCHUH WHIWBUIYaIb-
HBIX HaHopa3MepHbIX nopomkoB TIC u SiC [5, 6]. Komnosuunonusie CBC-noporiku

Kupunn Cepzeesuu Kpusonyyxuii, achupaum,

Anexcanop Ilemposuy Amocos (0. p-m. H., npo.), 3aeedyiowuii kageopoii «Memannoge-
OeHue, NOPOUKOBAsL MEMANLYP2US, HAHOMAMEPUATBLY.

Anamonuii Pomanosuy Cambopyk (0. m. H., npo@.), npogheccop kagedpvr «Memaniose-
OeHue, NOPOUKOBAsL MEMANLYP2US, HAHOMAMEPUATBLY.
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COCTaBIIAIOT 000y Tpymmy [7]. M3BecTHBI MUHEpaloKepaMHYecKHe (TYTrOILIaBKOE
COCIIMHEHNE + OKCHUJT ATFOMUHUS WM MarHus) ¥ METaNIOKEpaMUYECKHUE (TYrOIIaBKOe
COCTMHCHHE + METaJI) KOMITO3UTHBIC TTOPOIIKH. 3aMevaTebHON 0COOCHHOCTHIO KOM-
nmo3uIOHHBIX CBC-TIOPOIIKOB SIBIISIETCSI BHICOKAS CTENIEHb MEPEMEIIMBAHMS KOMIIO-
HEHTOB (peau3yeMasi Aake B mpenaenax ojHoil dactuiel) [8]. DTo obecmeunBaeT mx
XOpOIIYI0 CIEKaeMOCTh. TEXHOJNOTHYECKHE CBOMCTBa KoMmo3unuoHHeIX CBC-
MOPOIIIKOB JIYYIIlE, YeM y MEXaHHYECKNX CMECei 3THX e KOMIIOHEHTOB. MHTepecHo,
yT0 Metayutokepamudeckiue CBC-TIOpomky ycnemHo KOHKYPUPYIOT C aHAIOTHYHBIMHU
TUTAKUPOBAHHBIMHU TIOPOIIIKAMH, TYTOIUIABKOE 3€pHO KOTOphIX cocTouT u3 CBC-
gactuiel [9]. Marepuaibl W3 HUX, MOJYYCHHBIC TOPSYMM MPECCOBAHHUEM, 00JaIat0T
BBICOKMMH 3HAYEHHSIMH TBEPJAOCTH H U3HOCOCTOMKOCTH ¥ MCIIONIB3YIOTCS IS H3TOTOB-
JICHUsI JieTayued, padoTaloNMX B YCIOBUSAX CHIIBHOTO W3HOCA (HAIpUMEpP 3JCMEHTOB
neckocTpyriHoro ammapara) [9]. [IpeacraBnseT HECOMHEHHBIA HHTEPEC UCCIICIOBAHUE
BO3MOKHOCTH TpuMeHeHus MeTona CBC mns momydeHus: HaHO- M MHKPOPa3MEpPHBIX
KoMMO3UIMOHHBIX TopoIikoB TiIC—SiC u TiC—NbC, uTo MOXeT cTaTh OCHOBOH TPO-
MBIIICHHON TEXHOJOTHH MPOU3BOJICTBA HEAOPOIMX KOMIIO3UIIMOHHBIX ITOPOIIKOB BhI-
COKOH JIHMCIIEPCHOCTH.

B nannoit paboTe paccMOTpeH mporecc MoMydeHNs] KOMIO3UIIMOHHBIX TTOPOIITKOB
u3 cmeceit aneMeHTHBIX TopoikoB (Ti+C) u (Si+C) win (Nb+C) meromom CBC ¢ mo-
CJIeTyFOIIAM UCCIIEIOBAHUEM ITOTYIEHHOTO MTPOIYKTA.

MaTepI/la.]'IbI U ME€TOAbI IKCIIEPUMEHTAJBHOI'0 UCCTICTI0BAHUS

B kadectBe cMeceil IS CHHTE3a HCIIOJIb30BAJNUCh CMECHU IIOPOLIKOB
B CTEXHOMETPHUICCKOM COOTHOIICHHWHU U B PA3JIMYHOM IPOIIOPIMOHATIBHOM COOTHOLIC-
Huu. Hike MMPEACTAaBJICHBI pCAKIUU CUHTE3a, KOTOPBIC N3Yy4aINCh!:

x(Ti + C) + (100-x)(Si +C) — xTiC + (100-x)SiC;
x(Ti + C) + (100-x)(Nb+C) — xTiC + (100-x)NbC,

rac X — MAaCCOBBIN (BeCOBOﬁ) IMMPOLCHT COACPIKAHUA CMECH KOMIIOHCHTOB, B Ka)KZ[Oﬁ nus3
KOTOPBIX 6paJ'IOCI) CTCXUOMETPUUCCKOEC COOTHOUMICHNE KOMIIOHECHTOB, TOKE€ B MaCCOBBIX
MMponcHTAax:

(Ti + C) =(80 % + 20 %), (Si+C) = (70 % + 30 %), (Nb + C) = (88,5 % + 11,5 %).

Ha IIEPBOM IOTanec MPOU3BOJUINCH BBIYUCICHHUA KOJIMYCCTBA KaXXI0I'0 pearcHra

10 aTOMAapHOW Macce B CTEXMOMETpHUYECKOW mpomopiuu B pacuere Ha 30 r cmecu

C MOCTETNEHHBIM YMEHbIIIeHHEeM KosmuectBa Ti + C, TO ecTh BeaM4nHbI X. J{iis Kak1oi

KOMITO3ULIMY OBUIO PACCYMTAHO 7 CMECeH ¢ pa3IMyHbIM COAEPKaHHEM UCXOJHBIX KOM-
nmoHeHTOoB. B Tabi. 1 u 2 yka3aHbl 3TH CMECH € Maccoil KakJJ0To JIeMEHTa.

Tabnuya 1

Pacuer Macchl KOMIIOHEHTOB /ISl peakiuu cunTe3a komnosunuu TiC-SiC

Macca anemenra B cmec, T (X/100-X, %)
OneMeHT
80/20 75125 70/30 65/35 60/40 55/45 50/50
Ti 19,2 18 16,8 15,6 14,4 13,2 12
Si 4,2 5,25 6,3 7,35 8,4 9,45 10,5
C 6,6 6,75 6,8 7,05 7,2 7,35 7,5
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Pacuer Macchl KOMIIOHEHTOB /1151 peakiuu cunHTe3a kommosunuu TiC-NbC

Tabauya 2

Macca snemenTa B cMecH, T (X/100-X, %)

DnemMeHT
80/20 75/25 70/30 65/35 60/40 55/45 50/50
Ti 19,2 18 16,8 15,6 14,4 13,2 12
Nb 53 6,6 8 9,3 10,6 11,95 13,3
C 55 54 5,2 51 5 4,85 47
K Baikyym-Hacocy
KALN

Puc. 1. Jlabopatopasiii CBC-peakTop MOCTOSHHOTO AaBICHHUS 00beMOM 4,5 11
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1 — pyuka; 2 — cucTeMa BOCIUIaMEHEHHS; 3 — IPUOOPHI KOHTPOJIS (MAHOMETD, BaKyyMMETD);
4 — 3JIeKTPOKOHTAKT; 5 — OTMOpHast Taiika; 6 — [PUOKOBBIN 3aTBOP; 7 — YIUIOTHUTEIBHOE PE3MHOBOE KOJIBIIO;
8 — xopmyc; 9 — neprxarens cnimpany; 10 — nHUIMUpYIOIIas BoibdpamoBas criupaib; 11 — kopryc;
12 — Bentuine M-14; 13 — pmsTpyrommii crakas; 14 — oOpaszen ucxoaHoi cMecy; 15 — Bonsdpam-
peHueBas TepMornapa; 16 — MoABIKHAS PeIMETHAS MOJI0UKa; 17 — HalpaBIIAonIas CToiKa;
18 — punpTpyromas coopka; 19 — mrynep M-24 (s BBoga u copoca rasza); 20 — BeHTIUTE M-24

Janee cormacHO pacdeTy TOTOBHJIMCh CMECH KOMITOHEHTOB. M3yuenme mporecca
KpPeMHHAS ¥ HHOOHS MPOBOIUIOCH
B JIa0OPAaTOPHOM TPyO4YaTOM peakToOpe MOCTOSIHHOI'O JABJICHHUS ¢ padoduM 00beMOM
4,5 1 (puc. 1). BHyrpeHHuii quamerp pabodero mpoOCTPAHCTBA PEaKTopa COCTABISIET
0,147 m, Beicota — 0,255 M. OOpasel] ¢ HaCBHIITHOM MIIOTHOCTBIO UCXOAHONH CMECH MME
muametrp 20 MM, BbicoTa obOpasna cocraBisuia 50 mm. OH momemiancs B peakTop
Ha MPEeIMETHYIO MOABIXKHYIO MoJo4Ky 16. B oOpasen ucxomHoit cmecu 14 BBOoAMIHCH
Bosb(pamM-peHneBbie TepMomnapsl 15 m3 mpomomoku BP-5 um BP-20 muamerpom

CHHTE3a KOMIIO3UIMH KapOWJIOB THTAaHA,
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200 MKM U1 M3MEpEeHMsI TeMIepaTyphl ropeHus. [JyOHMHa MOTPY)KEHHS TepMoIap
B 00pa3sel] COOTBETCTBOBANIA 5 MM, a 06a3a (PacCTOSHUE MEXIY CIasMH TOPHU3OHTATBLHO
PacIoJIOKEHHBIX TepMoITap) cocTariuia 10 MM. DIEKTPUIECKUI CHTHAI OT TepMOoIap
PETUCTPUPOBANICS C MOMOIIBIO AHAIOTO-ITUPPOBOTO MPEOOPA30BATENS, COCAMHEHHOTO
C MIEPCOHATIBHBIM KOMIIBIOTEPOM, U COOTBETCTBYIOIIETO MPOTPAMMHOI0 00eCIeueHuS.
K mopoikoBoMy 00pasity moiBoiniaachk Bojib(pamMoBas cipalib HakanuBanus 10 mos

WHHULIMUPOBAHUSI XUMHYECKOH peakuy B popMe ropeHusl.

[Tocne okoHUYaHWS TOPECHUS W HETPOAOKUTEIBLHON BRIIEPKKH B TeueHue 10-15
MUH JUIS OXJaXIeHHs oOpaser] H3BIEKANCS W3 peakTopa W JIETKO pa3pylaics
JI0 CBIMTYYEero MOpoIIKooOpa3Horo coctosaus B Qapdoposoii crynke. [lomyueHHbIH
MOPOIIOK TTOABEPTAIICS COOTBETCTBYIOIIUM METOaM aHAIH3a.

IIpoBoamicst pertrenodazoBsiii aHamn3 (POA) KOHEUHBIX MPOTYKTOB CHHTE3A.
CbEeMKY PEHTT€HOBCKHX CIIEKTPOB OCYIICCTBIISUIM Ha aBTOMAaTH3MPOBAaHHOM Au(pak-
tometpe Mapku ARL X’trA (Thermo Scientific) ¢ ucnonszoBannem Cu-u3mydeHus
MIpH HETIPEPHIBHOM CKaHUpPOBaHWH B mHTepBasie yrios 20 ot 20 mo 80 rpam co ckopo-
CTBIO 2 Tpaj/MUH. MUKPOCKOIMYECKUH 1 JIE€MEHTHBIA aHaJIHM3 IMPOBOIMIICS HA CKaHU-
pyromeM 31ekTpoHHOM Mukpockorne JEOL JSM-6390A ¢ npucTtaBkoit a1 MHUKpOaHa-
m3a JED-2200.

O0cy:kaeHHe NMOJYYeHHBIX Pe3yJbTATOB

Ha puc. 2 npuBeneHsl pe3ysibTaThl PeHTTeHO(])a30BOr0 aHaIM3a MPOIyKTa CHHTE3a
xomnosutu TiC (50 %) + SiC (50 %). CornacHo pe3ynbratam PDA, B ipoaykte co-
neprkarcsi Toabko 1enesbie (aszel TIC u SiC, To ecTh UCXOIHBIC PEarcHThl Mpopearu-
pOBaJIH TOJIHOCTHIO Oe3 octaTka. KOHEUHBIH MPOAYKT MONYyYHIICS YUCTHIM, 0€3 KaKHhX-
a100 TpUMeceii, 4eMy criocoOCTBOBAIO MPOBEICHUE CHHTE3a B H30JIMPOBAHHOM peaK-
tope. Ha puc. 3 nmpuBeneHs! pe3ybTaTsl peHTTeHO0()A30BOr0 aHAIM3a MPOIYKTa CHHTE-
3a kommosuiu TiC (50 %) + NbC (50 %). 3mech cxoxas KapTHHA C TPEAbILTYIIM
uccieoBaHueM. [IpoyKT moydusics B pe3ysibTaTe MOJTHOTO pearupoBaHUs HCXOTHBIX
KOMITOHEHTOB M HE COIEPKHUT IIOCTOPOHHUX IIPHMECEH.

Sample ID: =, Sample name

DateVert. Scale Unit: [CPS)
Rangliors. Scale Unit: (deg)

Sample ID: -, Sample name: -, Temp: 25.0°C
Date: 05/01/14 02:5¢ Step : 0.020* Integration Time: 0.600 sec Vert. Scale Unit: (CPS]
1200_Range: 30.000 - 60.000° Cont. Scan Rate: 2.000 (*/ain) Borz. Scale Onit: (deg)

[ [ 03-065-0417 + Titanius Carbide/T4 (|
01-074-2307 1 Silicon Carbide[dmolssanite 3C, cublc)/si ¢

J

T T T T
30.0 3.0 3.0 @.0 46.0 $0.0 540 0.0 62.0 66.0 70.0 4.0 7.0

Pale: Ci\Docunsass asd iy ‘ 0030074008 54C-00. gow =

Puc. 2. ludpaxrorpamma koneuHoro npojaykra cuaresa TiC (50 %) + SiC (50 %)
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Jns peakuuii cuHTe3a ¢ Mcnonb3oBaHueM SiC MPOU3BOAMIMCH 3aMepbl TeMIepa-
Typbl Topenusi. Ha puc. 4 mokazano Biausaue konuuectsa (Si + C) B ucxoaHo# cmecu
Ha Temrieparypy peaximu. [Ipu yBenuuennu noiu (Si + C) B HCXOIHO# cMecH TTOpOIII-
KOB YMEHBIIAIOTCS TEMIEepaTyphl TOPEHHUS, YTO CBSI3aHO C YMEHBIIEHHEM CyMMapHOTO
temioBoro 3ddexra peakuuit CBC x(Ti + C) + (100 - x)(Si + C), koTOphIii MaKcuMa-
aen y cmecH (Ti+C). COOTBETCTBEHHO 3TO IODKHO MPHUBOIUTH K YMCHBIIICHHIO Pa3Me-
pa CHHTE3UpyeMBIX OpommKoB [10].

Sample ID: =, Sample
DateVert. Scale Unit: (cnl

Rangiiorz. Scale Unit: (deg)

Sample ID: Sample name: -, Temp: 25.0°C
Date: 05/01/" 01:29 Step : 0.020° Integration Time: 0.600 sec Vert. Scale Unit: [CPS)
wn.m:nmmmnu 2.000 [*/min) Borz. Scale Unit: [deg)

| 03-065-0417 : Titanium Cardbide/Ti C

4 01-075-3087 : Nicbium Carbide(Nicbocarbide, syn)/W C
800
|
600
|
400 |
]
200,
| [\ | \ ‘ \
° L R N N e /|
3.0 4.0 3.0 @0 6.0 50.0 4.0 88.0 62.0 66.0 70.0 .0 7.0
Mies e 04.10\710-00 MC-29. 0w =

Puc. 3. ludpaxrorpamma koneunoro npoaykra cuaresa TiC (50 %) + NbC (50 %)

2000
OQ)OO
2 1800 \
[a]
% 1600 570
= —&—"TemMmneparypa
% 1400 peakiuu C
~
1200
1000
30 35 45 50

Komuyectso Si+C B ucxonnoi cmecu, %

Puc. 4. 3aBucuMocThs GaKTHIECKOH TeMIepaTyphl pEaKIiy
oT mpoteHTHOTo comaepskanus (Si + C)
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Ha puc. 5 noka3zansl MUKpodoTorpadur KOHEYHOTO MPOAYKTA CHHTE3a KOMIIO3H-
Uil TIOPOIIKOB, MOJYYCHHBIC C HCIIOJIL30BaHHEM CKaHUpPYIOIIeH MuKpockonuu. Ha
puc. 5, a u 5, 6 moka3zaHbl pe3ynbTaThl CHHTEe3a Kommosuiwu TiC—SiC ¢ MuUHUMAIB-
HBIM ¥ MakCUMaJIbHbIM cojepkanueM (Si + C) B HCXOAHOM cMecH. Y KOMIIO3UIUH C
20 % Si + C pa3mMep OTIENBHBIX YAaCTHIl MIOPOLIKA HAXOAUTCS B quanasoHe ot 280 1o
1130 um, a y xomnosuimu ¢ 50 % Si + C — B quanazone 70-284 HM, TO €CTh CHHTE3H-
POBaHHBIN KOMITO3UIIMOHHBIN MOPOLIOK MOXHO CUHMTAThH YJIbTPAJAUCICPCHBIM. BHIHO,
4To ¢ yBenuueHueM kosmuectsa (Si+ C) yMeHbIIaeTcs: pa3Mep YacTHI, YTO, KaK OT-
MEYaJioCh BBIIIE, OOBSICHSACTCS YMCHBIICHHEM TeMIepaTypbl ropenus. [loxoxuit a¢-
¢bexT Habmr0MaeTCs Mo pesynbTatam ucciaenoBanus cuctemsl x(Ti + C) + (100 - x)(Nb
+ C), y KOTOpO#i CHHTE3UPOBaHHBIN KOMIO3UIUOHHBIH TTopomiok TIC—NbC momy4nics
3ameTHO Oonee Menkum: 100-200 aM y kommosuimu ¢ 20% Nb + C u 60-350 um y
xomnosuimu ¢ 50 % Nb + C. B mociennem ciydae mojy4miach CMeCh HaHOpa3Mep-
HBIX M YJIbTPAJAUCICPCHBIX YacTull. [IpsiMasi 3aBUCUMOCTb pa3Mepa YacTHI[ OT KOJIHYe-
ctBa Si + C u Nb + C ykasana Ha puc. 6 1 7 cooTBeTCTBEHHO. W3 pHC. 5 BUAHO, YTO
HOJyYCHHBIC YIbTPAUCICPCHBIC U HAHOPAa3MEPHBIC YaCTUIIbI OOBEJANHEHBI B arjiome-
paThl MUKPOHHBIX Pa3MEpOB, YTO SIBISICTCS TUIUYHBIM Ul BBICOKOJMCIIEPCHBIX I10-
POILIKOB, osTy4yeHHbIX MeTogoM CBC.

.
~

(’? .

30kV  X20,000 % Apm

20kV . X25,000 1um 30kV  X20,000 1pm

8 2
Puc. 5. MukpodoTtorpadhuu KOHEUHOTO MPOIYKTa CUHTE3a CMECH TTOPOIIKOB!

a—TiC (80 %) + SiC (20 %); 6 — TiC (50 %) + SiC (50 %);
6 — TiC (80 %) + NbC (20 %; 2 — TiC (50 %) + NbC (50 %)
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Puc. 6. 3aBHCUMOCTB pa3Mepa 4aCTUI] KOHEYHOTO TPOyKTa oT coaepxanus (Si+C)
B UCXOJHOU CMecH
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Puc. 7. 3aBucuMocTh pazmMepa 4acTUIl KOHEUHOTO MPOAYKTa OT COAEPIKAHUS (Nb+C)
B UCXOJIHOM cMecHu

BoiBoabI

1. Tlposenenue mpouecca CBC kommosuimit kapoumo TiC-SiC u TiC-NbC
U3 CMecei JIEMEHTHBIX MMOPOIIKOB B H30JMPOBAHHOM PEAKTOPE 00CCICUMBACT MOIHBIE
PEaKIK MKy MCXOIHBIMA KOMIIOHEHTAMH U MO3BOJISIET HA BBIXOJIC MOJYYUTh YH-
CTBIE 1IeJIeBbIE KOMITO3UIINH 0€3 KaKUX-THOO0 ITOCTOPOHHUX TIPHMECEH.

2. Tlpu yBenuuennu nonu (Si+C) mu6o (Nb+C) B mcxoqHO# cMecH MOPOIIKOB
YMEHBIIIAIOTCS TEMIIEPATYPbl TOPEHHS, YTO MPUBOJIUT K YMEHBIICHUIO pa3Mepa CUHTe-
3UPYEMBIX IOPOIIKOB.

3. [Tonmy4eHHbIe yIbTpaJUCIIEPCHBIC M HAHOPAa3MEPHBIC YACTHUIIBI TOPOILIKOB IIejIe-
BeIx kommosuiwit TiIC—SiC u TiC—-NbC o6bennHeHbI B ariioMepaTsl MUKPOHHBIX Pa3-
MEpOB, YTO SIBJISETCS THIUYHBIM [UIsSi BBICOKOJIHUCIICPCHBIX MOPOIIKOB, MOJYYEHHBIX
metogom CBC.
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The experimental technique on self-propagating high-temperature synthesis (SHS) of com-
posite titanium carbide and silicon or niobium powders was developed. The synthesis in a
mode of burning powder compositions with different percentages of initial reagents was
made. The combustion temperature measurement was given. The final products of synthe-
sis were analyzed by electron microscopy and X-ray diffractometry. As is shown SHS
products are compositions of ultrafine and nanosized particles of pure target phases TiC-
SiC and TiC-NbC, combined into micron size agglomerates.
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VJIK 669.01

HNCCIEJOBAHUE 3ABUCUMOCTHU TBEPJOCTHU JIEHTBI
M3 CTAJIH 60C2A OT PEXKUMOB TEPMHUUYECKOI OBPABOTKH

E.M. @omuuesa

OAO «'uapoaBTOMATHKA
Poccust, 443052, r. Camapa, 3aBojckoe 1mocce, 53

OchosHOe 6HUMAaHUE YOENeHO UCCAEO0B8AHUIO GIIUSHUSL PENCUMOE MEPMULECKOU 00pabOmKu
Ha MexanudecKkue C80UCMed U MUKpocmpykmypy oOemanei us cmanvhot newmut 60C2A
monwunou 0,3 MM ¢ yervlo YCMAHOBNEHUS UX COOMBEMCmEUs. MmpebosaHuUam nPouU3800-
CMBEHHOU UHCMPYKYUu no mepmuveckou obdpabomke. I[Ipoanarusuposanvl 3naueHus
meepdocmu no Bukkepcy, ycmanoeneHo ux Hecoomeemcmeue mpeoyemviM 3HAUEHUSIM.
Memoodamu memannocpaduueckozo aHaiu3a uzy4eHa MUKpoCmpyKmypa cniaga 0emdaiu.
Hccreoosana 3asucumocms medncoy MUKpOCmMpyKmypou u 3naveHusamu meepoocmu. Onu-
CAHbl PENCUMbL MePMUYECKOol 0bpabomku mamepuaia demaineil u 0eexmol, 6bl36AHHbLE
HecobnooeHIeM MeXHONIOSUYeCKo20 npoyecca. Jlanvl pekomenoayuu no npedomepauye-
HUIO HECOOMBENMCMBUsL 3HAYEHULl MEepOOCmU MPedOBAHUAM HOPMAMUBHBIX OOKYMEHMO8.

Knioueswie cnosa: koncmpykyuonnas peccopuo-npysicunnas cmanv 60C24, 3axkanka, om-
nYCK, MUKPOCMPYKMYpa, MapmeHcum, mpooCcmum, meepoocms no Buxkepcy.

Beenenue

B mporuecce skcmyaTanuy ruipaBIMYecKol CUCTEMBI caMojieTa BO3MOKHBI Clle-
IOYIOLIME HEHCIPAaBHOCTH: BHEIIHAS HETePMETUYHOCTh arperaroB M TpyOOIpOBOIOB
13-3a IOTEPH JIACTUYHOCTH U YCAJKU MaTepHana yIJIOTHUTEIBHBIX KOJIEL, HETOYHOTO
W3TOTOBJIEHUS YIJIOTHEHUM U MOBEPXHOCTEN MO/ YIUIOTHEHUS; BHYTPEHHSS HErepMe-
TUYHOCTb arperaTtoB IO NMPUYHMHE U3HOCA yIUIOTHUTENEH [1].

HauOonee pacnpocTpaHeHHBIH Marepuan Uil HW3TOTOBJIEHUS YMJIOTHHUTEIBHBIX
KOJIeI THJIPaBINYECKONH CHCTEMBI caMoJIeTa — JICHTa U3 KOHCTPYKIIMOHHON peccOpHO-
npyXuHHOM cTtanu 60C2A.

JlaHHasi MapKa OTHOCUTCS K BBICOKOKaYE€CTBEHHBIM JIETHPOBAaHHBIM cTasIM. Map-
ke 60C2A CBOMCTBEHHBI OTJIMYHBIC CIIOCOOHOCTH K COMPOTHBICHHIO 3HAKOIICPEMECH-
HBIM M YyJapHBIM Harpy3kaMm, XOpOIIHMe MPYKUHSIINE CIIOCOOHOCTH, TOBBIIIEHHAs
CKJIOHHOCTH K 00€3yIJICpO’KUBaHMIO; IIPU HArpeBE 3TOM CTAIM HE MPOUCXOAUT YBEIH-
YyeHust 3epHa Matepuaina [2, 3].

[Tocne mITaMIIOBOYHOM OINEpalMy JeTajld MOBEPraloTCcs TEPMUIECKOH 00paboT-
Ke: 3akaika (850" °C ¢ BhIIepKKOIH 6 MHH 1 OXJIakIeHHeM B Macie) + ormyck (4307
°C ¢ BeIepkkoi 40 MUH U OXJI2XKJICHUEM B BOJIE).

Mapka 60C2A pacmnpocTpaHeHa B TPOW3BOACTBE HE TOJNBKO B Poccwm, HO U
B 3apyOeXHbIX cTpaHax. B Tabn. 1 mpeacTaBieHsl TOUHbIE U OnrpKaiiiye 3apyOeKHbIe
aHasiorn Matepuaina 60C2A.

B nacrosmee Bpemsi mpouecc B 3apyOekHOW JUTEepaType OoJblIoe BHUMAaHHUE
ynensiercs ieOpMaIMOHHBIM PEKHUMaM M3rOTOBJICHHs JIeHThI (rpokatka) [4, 5]. TIpo-
mecc  TepMuuecko  oOpabotkm  cranmu  Mmapku  60C2A  mpakTHYecKH

Examepuna Muxaiinosna @omuyesa, HauarbHUK MEMALI0SPAGUUECKON U MEXAHUYECKOl
nabopamopuu.
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HE paccMaTpUBAETCS, TaK Kak Oolblliee BHUMAHKE W PACTIPOCTPAHEHUE MTONYIHIa Map-
ka ctanu 60Si2ZMnA, Mo XUMHYECKOMY COCTaBY MPAKTHUECKU CXOXKasi C MapKOM CTaju
60C2A, HO OTINYAIOMIASCS XHMHUIESCKUM COCTaBOM: ITOBHIIIICHHBIM COACpKAaHUEM Map-
TaHIa ¥ IPUCYTCTBUEM BaHAIHS.

Tabnuya 1
3apy0OexHble anajioru matepuaja 60C2A
CIIA I'epmanus SInonus ®paHuus AHrnus Kuraii Bonrapus
- DIN, WNr JIS AFNOR BS GB BDS
9260 60MnSiCr4 SUP6 61SiCr7 251H60 60Si2Mn 60S2A
(92600 | gosicCr7 SUP7
65Si7

B Tabu1. 2 yka3aH XUMHUYECKHI COCTaB MPYKUHHOMN cTaii Mapku 60Si2MnA.

Tabauya 2
Xumuyeckuii cocras craiau mapku 60Si2ZMnA
DjleMeHT C Si Mn Ni Cr Cu \Y
MaccoBas
nois sne- | 0,52-0,6 1,5-2 1-1,3 o 0,35 o 0,35 mo 0,25 | 0,08-0,16
MeHTa, %

B 3apy0OexHoil nuTepaType paccCMaTpPHBACTCS BIHMSHHE PEKHMOB ITPOKATKH,
IITAMIIOBKA W JIHCHEPCHOCTH TMEPIUTHOTO 3€pHA B MCXOJHOM MHUKPOCTPYKTYpE
Ha MEXaHUYECKHEe CBOWCTBA TOTOBOM MPOIyKINH [6, 7, 8].

Ha mpon3Bo/CTBE TP W3rOTOBICHUH JIETAlIeH BOSHUKAET BOMPOC MOSBICHUS MX
MOHW>KEHHOW TBEPAOCTH. JlJIsl peleHus: BONpoca yJydIlE€HUsI MEXaHHUECKUX XapaKTe-
PUCTUK HEOOXOJMMO M3YYHTh BIHMSHUE TEPMUYECKO 00pabOTKH JaHHOTO CIUIaBa Ha
TBEPOCTH 110 BUKKEPCY 1 MUKPOCTPYKTYPY.

Llenpro 1aHHOTO MCCIENOBAHUS SBJISETCSA M3ydEHHE Npoliecca TePMHUUYECKOH 00-
paboTKH jAeTayeil U3 JAHHOTO CIUIaBa Ui TOIYyYeHHsI TPeOyeMOH MHUKPOCTPYKTYPHI
Y MEXaHWYECKUX CBOMCTB, COOTBETCTBYIOIINX HOPMATUBHO-TEXHUYECKOW JOKYMEHTa-
1817078

MarepuaJibl U METOAUKHU
Xumuueckuii coctas qanHor Mapku ctanu o 'OCT 14959-79 ykasan B Tabun. 3.
Tabauya 3

MaccoBasi 1015 3JieMeHTOB B crajm Mapku 60C2A mo I'OCT 14959-79 —
NMPOKAT U3 PECCOPHO-TIPYKUHHOM YIJIEPOIUCTOM U JIETHPOBAHHO CTAJIN

DiemMeHT C Si Mn Ni Cr Cu
Maccosas

JIOJIS DIIe- 0,58-0,63 1,6-2 0,6-0,9 1o 0,25 1o 0,35 1o 0,35
MeHra, %

[Tocne mocTyruieHns 3aKyIJIEHHOW JIEHTHI U3 ctanu Mapku 60C2A Ha ckmajn mpo-
W3BOAMTCA BXOAHON KOHTpOJIb. B mponenypy BXOJHOTO KOHTPOJIS BXOJUT CHEKTPAIIb-
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HEIN aHanmm3 Ha crekrpomeTpe M®DC-8. Ilociie moaTBEPKICHNS COOTBETCTBUS XUMH-
YECKOr0 COCTaBa HOPMATMBHO-TEXHUYECKOH INOKYMEHTALWU JICHTHl OTHPABIAIOT Ha
W3TOTOBJICHHE JeTajlieil — KOJIel| YIDIOTHUTENEH ¢ MOCIenyIoed TepMHIecKon oopa-
0OTKOI B BHJE 3aKaJIKH U OTIycKa. VI3 OHOW M TO e JIEHTHI IEIaf0TCS Pa3InIHbIe
NapTHH JeTaneld ¢ pa3peiBOM Mo BpemeHH. [Iporecc 3akanku geraneii u o0pa3LoB-
cBUzeTenel mposoauTcs mpu Temmeparype 8507 °C, ormyck — mpu TemmepaType
430" °C.

I[lo okoHYaHWMM THKJIAa TEPMHUYECKOH  0OpabOTKH  0Opa3IbI-CBUICTEIH
B KonmuuecTBe 10 INTYK OTHpaBISAIOTCS Ha KOHTPOJIb TBEPIOCTH MO Bukkepcy
Y MICCIIEIOBAaHNUE MUKPOCTPYKTYPHL. [l M3roTOBIEHMS 0Opas3IOB BBIPE3aeTCS YacCTh
VIUIOTHATENS W NUIH(YETCsl ¢ 00enX CTOPOH ¢ COOMIOACHHWEM MapauIeIbHOCTH II0-
BepxHOcTed. [IpoBoUTCA UCTIBITaHNE HA TBEPAOCTH, NIOCIIE Yero odpasel] TpaBUTCs B
5%-M pacTBOpe a30THOM KHCIOTHI B BOAE U HCCIEAYETCS MUKPOCTPYKTYpa C IIOMOIIBIO
aHanM3aTopa (pparMeHTOB MUKPOCTPYKTYpPbI TBepAbIx Tex Siams 700.

PesyabTarsl

CriekTpanbHBI aHANIN3 MOKa3ajl COOTBETCTBHE XUMHUYECKOI'O COCTaBa JICHTHI Tpe-
ooBaansM ['OCT 14959-79. Xummudecknuil coctaB HCCIeNOBAaHHOTO oOpasiia yKa3zaH
B TaOI. 4.

Tabauya 4
MaccoBasi 10151 3J1eMeHTOB B o0pa3ue u3 crajau mapku 60C2A
DneMeHT C Si Mn Ni Cr Cu
Maccopas nons | g 699 18 0,734 0,115 0,223 0,146
35eMenTa, %

HauanbHble naHHBIE 1O MapaMeTpaM U PeKUMaM TEXHOJIOTWH IPOMU3BOACTBA Jie-
Taned u3 JeHThl ctanu Mapku 60C2A B34Thl U3 TEXHOJIOIMYECKOrO Ipolecca Mpe-
IIPUATHUA U3TOTOBUTEIIA.

B xoze uccnenoBanus U1 BBISABICHUS CBSI3H TBEPAOCTH U MUKPOCTPYKTYPBI B3SITO
6 mpo6 1o AByM TEPMUYECKUM CaJKaM. 3HaueHHs TBEPAOCTH 1o Bukkepcy mocie tep-
MHUYECKOW 00paboTKH yKa3aHbl B Ta0MI. 5.

Tabauya 5
TeepaocTs no Bukkepcy
Ne Tepmudeckoii caaxu (T/c) Ne obpasma 3Hauenue TBepaocTH 1o Bukkepcy, HV
238 336
1 239 349
243 509
244 309
2 260 238
264 286

Ha puc. 1 mokazana MUKpOCTPYKTypa HCXOJHOTO MaTepuaja 0 MPOBEIEHUS Tep-
MHUuYecKoi 00paboTku. B MukpocTpykType HabatomaeTcs 3BTEKTOU]] — MEPIIUT, COCTO-
Ayl peppuTta U EeMEHTHTA.
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Puc.1. MUKpPOCTpYKTypa UCXOJHOTO Mare- Puc.2. Mukpoctpykrypa obpasma Ne 49 —
puana — GpeppuT + HepiIuT, yBEIMUCHHE UrOJBYATHIA MAPTEHCHUT, OCTATOYHBIN aycTe-
X1000 HUT, yBenmaerne X 1000

Ha puc. 2 moka3zana MHKpOCTpyKTypa oOpaszia Ne 49. JlanHblii oOpaser B3sT
U3 TIPEIBIYIIEH MapTHH YITIOTHUTEIILHBIX KOJIEI] © UMEET MUKPOCTPYKTYPY, KOTOpas
COOTBETCTBYET YKa3aHHBIM pEKHMaM TEePMUYECKOH 0OpabOTKH, — WIrOIbYATHIA
MapTEHCHUT, OCTATOYHBINH ayCTEHUT, KApOUTHBIC BBIJICIICHUS B (PEPPUTHON MaTpPHIIC.

% : 5
Puc. 3. MukpoctpykTypa o0pasiia Puc. 4. MukpocTpykTypa obpasia
Ne 238 1/c 1 (oTIyII€HHBIH MapTEHCHUT — Ne 244 t/c 2 (MapTeHCHT OTITyCKa, (eppHuT),
OCTaTOYHBIHN aycTeHHT), yBenndenue X 1000 yBesnmaenue X 1000

Ha puc. 3, 4 noka3aHbl MUKPOCTPYKTYpbI 00pa3ioB Ne 238, 244: oTmylieHHbIH
MapTeHCUT W 4YacTUIbl KapOuzoB Ha oOpaszme Ne 238 W MapTeHCHUT OTIIyCKa
C TIPOKIJIKAMU IIEMEHTHUTA Ha o0pasiie Ne 244,

Ha puc. 5, 6 mokasana MuKpocTpykTypa oOpasua Ne 243 — TpoOCTHT OTITycKa
¢ 00e3yTIIepO’KEeHHBIM CIIOEM.
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Puc. 5. Mukpoctpykrypa obpasia Ne 243 Puc. 6. Mukpoctpykrypa odpasua Ne 243
(TpooctuT oTycka), yBenmuerue X 1000 ¢ 00e3yTIIepOKEHHBIM CJI0eM (TPOOCTHT OT-
mycka), yBenundenue X 1000

Oobcy:xxaenue pe3yJbTaTOB

Ilo TpeboBaHMsAM TEXHOJOTMYECKOIO IpOILecca TBEPAOCTh YIUIOTHUTENBHBIX KO-
Jer] JOJDKHA HaxoauThes B auanaszone 440-510 HV, wo u3 Tabn. 5 BHOHO, 4YTO
Y UCCIIEZIOBAaHHBIX O0pa3lOB TBEPJOCTh HE COOTBETCTBYET TPEOYyEeMBIM 3HAYCHUSIM.
[IpyanHBI HECOOTBETCTBHS MOKHO BBISICHUTP ITyTEM aHAIIN3a MUKPOCTPYKTYPHI.

s obecrieueHHs ONTHMAIBHBIX MEXaHHYECKUX CBOHCTB cramb 60C2A momkHa
UMETh OJHOPOAHYIO CTPYKTYpPY, IUIsl JAHHBIX TeMIIEpaTyp TepMUYecKoil oOpaboTku
rOJIHasE MEKPOCTPYKTYPa COOTBETCTBYET MapTEHCHTY OTITYCKa [0 BCEMY CEUEHUIO Jie-
tanm [9].

B xone uccnenoBanus crenaH MUKpOILIH(G UCXOAHOTO 00pasna 10 TepMHUECKON
o0pabotku. Cnemyer ydecTb, 4YTO, COTJIACHO JAHHBIM BBITUCKH W3 CEpTU(HUKATA
Ha JleHTy Mapku marepuana 60C2A, ¢ netansiMM paHHMX MApTUH W3 NaHHOH JICHTHI
HUKaKUX HECOOTBETCTBUH IIPH MPOBEACHUU MPOU3BOACTBEHHOI'O LIMKJIA U3TOTOBICHHUS
JeTaneil He BO3HHUKAJIO.

[IpyxunHo-peccopHast crtanp Mapku 60C2A oTHOCHTCA K NEPIUTHOMY Kiaccy
CTaJieil, COOTBETCTBEHHO HCXOJHAsi PaBHOBECHasi CTPYKTypa — (epput+mepautr (cMm.
puc. 1).

B mpornecce ormycka MukpocTpykTypa cranu 60C2A mpereprneBaeT Tpu CTaauu
MIpEBpAICHUN.

IlepBas cramus nporekaer B nuamnazoHe temneparyp 80-200 °C — ¢opmupyercs
CTPpYyKTypa oOThymieHHoro Maprencuta [10], JaHHYHO CTPYKTYpy HaOIto1aeM
Ha oOpasme Ne 238 1/c 1, rme TBephocTs 1mo Bukkepcy cocraBusier 336 enWHUII, 9TO
HE COOTBETCTBYET 3aJIOKEHHBIM TPEOOBAHUSAM TEXHOJIOTHUYECKOTO IpOLEcca TepMHUYe-
CKO¥ 00pabOTKH 3aBOIa U3rOTOBUTENS (CM. puc. 3).

Btopoe mpeparenue mpu OTIIYyCKE pa3BUBAETCS B MHTEpBaiie Temreparyp 200—
300 °C u cocTouT M3 NpeBpalIeHUs] OCTATOYHOI'O ayCTEHUTA B OTIYILEHHBIA MapTeH-
CUT W pacmaja oTmylieHHoro mapreHcuta [10] (maHHas cTpykTypa HaOIOmaeTcs
Ha obpasue Ne 244 t/c 2, rae tBepAocTh o Bukkepcy cocrapiser 309 enuHUI], 4TO
TaK)Ke He COOTBETCTBYET TPeOYeMbIM 3HAUCHUSIM TBepaoCcTH) (cM. puc. 4).

Tpetbst craaus, unu npespaienue, npoucxoaut npu 300-450 °C. Ilpu stom 3a-
KaHYMBAETCS paciaj oTmymeHHoro mapreHcuTa [10]. CTpykrypa cTanm mocie cpen-
Hero otmycka (350-500 °C) — TpoocTHT OTmycKa (BBICOKOAMCIIEPCHBIA IIEPIIUT)
C OCTaTOYHBIM aycTeHUTOM. [laHHas cTpykTypa HaOmogaercss Ha oOpasue Ne 243
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¢ TBepAOCThIO o Bukkepcy 509 enmuHHUII, YTO COOTBETCTBYET TPeOOBAHUSIM TEXHOJIO-
rU4eckoro mporecca (puc. 5). Ho B JaHHON OKOHUYATENEHOM CTPYKTYpE MO KpasiM 00-
pasiia HaOmromaeTcsi 00e3yTrIIepOKeHHBIN CIoN (pHC. 6), KOTOPHI CUTHAIH3UPYET 00
OTCTYIUIEHUSIX OT KOPPEKTHOTO TEXHOJOTHYECKOTO IPOIecca M MOXKET TMOBIHUATH Ha
paboTOCTIOCOOHOCTh  JIeTalM W3-32 CBOMX IOHIKEHHBIX (PU3MKO-MEXaHUYECKUX
CBOJCTB.

Jia cpaBHEHHS B MCCIEAOBAaHUHM M3TOTOBWIIM ITOTIEPEYHBIM MUKponumd obpasia
Ne 49 or Toif ke mapTHM MaTrepuala, TJie 3HaYeHHe TBepaocTH mo Bukkepcy — 480
€IMHUII, YTO COOTBETCTBOBAIO TPEOOBAaHUAM TEXHOJOIMYECKOTO Impolecca. B nanHoi
CTPYKType HaOIrofaeM HECKOJBKO COCTABJISIONIMX: MUTOJIbYATHIi MapTEeHCHT OTITYCKa,
OCTaTOYHBINA ayCTEHUT U GeppuT (CM. puc. 2).

OTiinyrie MUKPOCTPYKTYpP TOIHBIX 00pa3iioB Ne 243 u npotokona Ne 49 o0ObscHS-
eTcs TMOBBIIICHHON AMCIIEPCHOCTHIO HCXOMHOM CTPYKTYphI oOpasua Ne 243. Uewm Bolie
JUCTIEPCHOCTH, TEM OOJIBIIIE IEHTPOB 3apPOXKACHUS ayCTEHUTA, CIeI0BATEIHHO, BO3pac-
TaeT AUCIEPCHOCTH MPOAYKTOB €ro pacmaga. DTHM K€ U OOBICHSETCS, YTO TBEPAOCTD
oOpa3sia mpotokoia Ne 243 Balie TBepocTu oOpasiia mpotokoia Ne 49, Tak kak Tpo-
OCTHT OTITyCKa MEIKOAMCIIEPCHEIH, €ro TBEPIOCTh BHIIIE TBEPIOCTH 0OJIE€ KPYITHOTO
MapTEHCUTA C OCTATOYHBIM aycTeHUTOM. O0€ CTPYKTYPHI MOSBISAIOTCS TIOCIIE CPETHETO
OTITyCKa M 00eCIeUnBaIOT 3aI0)KEHHYIO TEXHOJIIOTHEH TBEPIOCTh (SIBISIFOTCS JOITYCTH-
MBIMH CTPYKTypamu JUIsl JAHHBIX PEKUMOB TEPMHUYECKOW 00pabOTKM M MapKH CTaln)
[9].

Crpyktypsl 06pa3ioB Ne 238 u 244 sBnsoTCS MPOMEKYTOUHBIMH CTPYKTypaMu
IIpU peKUME  OTIIycKa, IIOJHOE  MpEBpallleHWe  HUIoJbYyaTOro  MapTEHCHUTa
He mpom3onuio. JlaHHbIE CTPYKTYpHI HE OOECIIEYMBAIOT 3aJI0KEHHBIE TPEOOBaHUS K
TBEPJOCTH U HE MOTYT OBITh pEKOMEHIOBaHKI Jisi ctanu 60C2A.

Bosznukimme nedeKTsl MUKPOCTPYKTYPBI U TIOHIYKEHHOE 3HAYEHUE TBEPIOCTH SIB-
JISIOTCSL Pe3yNbTATOM HApYIICHHUS PEXMUMOB TEXHOJOTHYECKOTO IpoIecca TepMUude-
CKOH 00pabOTKH, COKpAIIEHUsI BPEMEHH BBIIEPIKKA BO BPEMS OTITyCKa.

Hcxons u3 uccnenoBaHusl MOKHO ClIeNaTh BBIBOJ, YTO B CIIy4ae M3TOTOBIIEHUS
YIUIOTHHATENS U3 JIEHTHl Mapku ctanu 60C2A jkenaHue COKpPATHTh BpeMsl MPOM3BOJI-
CTBEHHOT'0 TIPOIiecca MPUBOAUT K OpaKy TOTOBOH MPOTYKITHH.

3akiouenne

[ToHmKeHHOE 3HaYEeHHE TBEPIOCTH JETAIH BBI3BAHO HAPYLIICHUEM PEKUMOB TEX-
HOJIOTHYECKOTO TIpOIiecca TePMHYECKO 00paOoTku. JlaHHBIA BBIBOJA CIETaH MOCIE
MPOBEJICHHS PAJa MCCIEJOBaHUN 00pa3loB ¢ aHAM30M MHKPOCTPYKTYPBI, KOTOPBIN
HAarJISTHO CBUJICTEIBCTBYET O HApPYIICHUSX B MPOBEACHUN CTAIHH TEPMUYECKOH 00pa-
00TKH. MUKPOCTPYKTypa C MOHMKEHHOW TBEPIOCTHIO HE COOTBETCTBYET TPEOOBAaHHAM
K MHKpPOCTPYKTYpe (TPOOCTHT OTITyCKa) 3aKaJIEHHOTO U OTIyIeHHOTo cruiaBa 60C2A.

C 1ebI0 UCKITIOUSHHS TTOIOOHBIX JE(PEKTOB HEOOXOAUMO MPOU3BOAUTH TEPMHUUE-
CKyI0 00pa0OTKy YETKO B COOTBETCTBUH C TPEOOBaHHUSIMH TEXHOJIOTHUECKOTO IpoLiecca
C perucrpainmeii Bcex napaMmeTpoB U TEPMUIECKUX CaJIOK.
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REASERCH OF DEPENDENTS BETWEEN HARDNESS OF RIBBON
FROM STEEL 60C2A AND HEAT TREATMENT CONDITIONS

E.M. Fomicheva

Samara State Technical University
244, Molodogvardeyskaya st., Samara, 443100, Russian Federation

The paper focuses on the investigation of the effect of heat treatment on reception quality
of the mechanical properties and microstructure of the details steel grade 60S2A ribbon
with thickness of 0.3 mm conforming to the production instructions heat treatment. For
this purpose on the first phase the results of Vickers hardness are analyzed. The micro-
structure of the alloy parts is studied by metallographic analysis. The dependence between
the microstructure and hardness values is investigated. Modes of heat treatment of the
parts and defects caused by the technological process disturbance are described. The
recommendations to prevent inconsistencies of hardness values of the technological pro-
cess are given.

Keywords: structural steel 60S2A, hardening, tempering, microstructure, martensite,
troostite, Vickers hardness.
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