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OCOBEHHOCTH A3OTUPOBAHUA TEXHUYECKOI'O CIIVIABA Fe —3 % Si

Joobanoe M.JL., 0.m.u., npopeccop xagedpwr mepmoobpabomxu
u Qusuxu memannog (mllobanov@pm.convex.ru)

Ypaabckuii penepanbubiii ynusepeuter umenu nepsoro Ipesugenta Poccun b.H. Expuuna
(620002, Poccus, 1. ExatepunOypr, yin. Mupa, 19)

Annomayus. Meroamu CreKTpalbHOI0 XMMUYECKOTO U MUKPOPEHTTEHOCTIEKTPAIbHOIO aHAIM30B, a TAKXKE METOIOM CIIEKTPaIbHOIOo aHalIk3a TIeHoLe-
ro paspsza (GD-OES), mo3Bossifoimm onpeaensTh KOHIIEHTPAIMU 3JIEMEHTOB MOCIIOWHO, HCCIEI0BaHbI 0COOCHHOCTH MPOLecca a30THPOBAHMUS TEX-
nuyeckoro criaBa Fe — 3 % Si B untepsae temneparyp 500 — 1000 °C. A3otupoBaHue MPOBOJUIOCH C HCIOIb30BAHHEM OPHIMHAILHON YCTaHOB-
KM, B KOTOPOI MHepTHbIH rasz-Hocutens (95 % N, + 5 % H,) nacwimancs napamu NH,, IpoXo/is 4epe3 BOJIHbIH PACTBOP MOCIIEIHET0. YCTaHOBJICHbI
ONTHMaJIbHbIE TapaMeTpsl nporuecca azoruposanus. [Ipu a3oruposanuu cruiasa Fe — 3 % Si nocne 06e3yriiepokuBaroIero OTxKUra 0CHOBHOE KO-
JIMYECTBO a30Ta HAXOJMTCA B TOINOBEPXHOCTHOM CJIO€ MAaTEpHUaa 3a 30HOH BHYTPEHHETO OKUCIIEHHUs B BuJE aucnepcHoi dasel Si;N, . [Tosbimenue
a30THPYIOLIEro MOTeHIMana arMochepbl MPUBOAUT K (JOPMUPOBAHUIO B 30HE BHYTPEHHETO OKUCIICHHUS ayCTEHUTa, YTO yXy/aeT (opMHUpOBaHUE
9IEKTPOU3OISIIIMOHHOTO MOKPBITHS IIPH MOCIeayolieii oopaboTke. B mporecce BEICOKOTEMIIEpaTypHOTO OTXKUra PH HArpeBe paHee a30THPOBaH-
Horo criasa Fe — 3 % Si naGnonaercs yMeHbIISHHE KOHIEHTpalUK a3oTa. [lepen HauaioM rmporecca aHOMaIbHOIO POCTa 3epeH 0CTaTOUYHOE KOJIH-

YECTBO a30Ta COOTBETCTBYECT KOHIICHTPALIUN aJITFOMUHUA B MaT€puralic.

Kniouesvie cnosa: texunueckuii cmaB Fe — 3 % Si, pexprucTamin3ainoHHO-00€3yIepOKHBAIOIIIN OT)KHT, a30THPOBAHUE, BEICOKOTEMIIEPaTyPHBII OT-

JKUT, HUTPUJbI, ayCTCHUT, DJICKTPOU3OJIAIMOHHOC ITOKPBITHE.

B nocnemnee BpemMss B MHPOBOM IPOU3BOJACTBE
ANEKTPOTEXHUYECKON aHu30TpomHoi ctanu (DAC, TpaHc-
(dhopmatopHast crtaib, TexHudyeckuid cmiaaB Fe — 3 % Si)
Bce OombIlle BO3pacTaeT MOl MaTephana, H3TOTOBIICH-
HOTO 10 METOAY MpHOOpeTeHHOro uHruourtopa [1 —4].
[IpouzBoacTteo DAC 1o 3TOMYy METOIy B KadecTBe 00si-
3aTeNbHOW TEXHOJIOTHYECKOIl oOnepanuu BKIIOYAET XU-
MHKO-TepMHUECKyt0 o0pabotky (XTO), a wuMeHHO,
A30THPOBAHHUE CTAJIBHOHN IOJOCHI MOCIE PEKPUCTAIIH3A-
IUOHHO-00€3yTIICpOKUBAIOIIETO OT)KUTa B atMmocdepe,
coneprKalie aMMuax (NHS).

XUMHKO-TepMUAYecKasi 00paboTka TEXHHIESCKOTO CILIa-
Ba Fe —3 % Si xapakTepuszyercss psioM OTIHYUTEIBHBIX
0COOCHHOCTEH 110 CPaBHEHHIO C ITMPOKO PACHPOCTPAHCH-
HOM omnepanueil a30TUPOBaHUs KaK IOBEPXHOCTHON yIIpou-
HstoIIeH 00padoTKoii ctaneid. OCHOBHOE OTIIMYHE COCTOUT
B TOM, 4TO a30THpoBaHue cuiaBa Fe — 3 % Si numeer nensio
He 00pa3oBaHME TOKPHITHS B BHUIE JOCTATOYHO TOHKOTO
CJI0s, a CO3JaHHE BO BCeM 00beMe MaTepuaa MEJIKOANC-
nepcHoir  (azel (AIN), 3amemnsromnield coOUpaTENbHYIO
pexpucramuzanuio npu ciaenyromeMm 3a XTO Bblcoko-
TeMIepaTypHoM OTKure. CIEICTBUEM STOTO SIBISCTCS
CPAaBHHUTENBHO HHU3KOE KOIHYECTBO a30Ta, BHEAPIEMOE B
CIIaB, M, COOTBETCTBCHHO, CBEPXKOPOTKHE BpeMeHa (ce-
KyHJIbI, MaKcuMalbHO — MUHYTBI) XTO [5 —7].

Hpyroit otmraurensro# geproit XTO croaBa Fe — 3 % Si
SBJSIETCSl TO, YTO A30THPOBAHME MPOBOAUTCS MOCIE pe-
KPUCTAUIN3aIIHOHHO-00€3yNIEPOKUBAIOIIETO  OTXKHUTA,
B pe3ynbTaTe KOTOPOro (ha3oBbIM COCTaB M CTPYKTypa IO-
BEPXHOCTH OKAa3bIBAIOTCS CYIICCTBEHHO M3MEHEHHBIMH IO
OTHOILIEHUIO K OCHOBHOMY 00beMy marepuana [8]. Takum
o0pazoM, azoTupyeTcs He codcTBeHHO crutaB Fe — 3 % Si, a
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CO3JIaHHAasI Ha €T0 TOBEPXHOCTH B pe3yJbTaTe MpeILIeCTBY 0~
et 00pabOTKM 30HA BHYTPEHHETO OKUCIICHHSI.

Taxxe mpu asotupoBaHuu craBa Fe —3 % Si HeoO-
XOIFIMO YUYHUTHIBaTh, YTO OHO HE SIBISICTCS OKOHYATEIHHOM
oOpabotkoii marepuana. [Ipu cnenyromem 3a XTO Bbico-
koremmeparypaom otxkure (BTO) B mpomecce narpesa 3a
CUET B3aUMOJICHCTBHUS PaHee HAHECEHHOTO TEPMOCTOMKOTO
MOKPBITHS (TTopoiTkooOpa3Heiii MgO) ¢ MOBEpXHOCTHIO Ma-
Tepuaja Ha Hell o0pasyeTcs Tak Ha3bIBaeMbIil TPYHTOBBII
cioit (Mg, Fe),SiO, — BaxHas CylIecTBEHHas 4acTh HEOO-
xonumoro aiast DAC 251eKTPOU30JIALUOHHOIO IOKPBITHUS.
Ha oxonuarensnoii cragun BTO 3a cuer B3aumMoueiicTBUS
MMOBEPXHOCTH C BOJOPOAHOM arMocdepoil MPOUCXOIUT pa-
(UHEpOBaHNE MaTepHajia OT HEMETAUTHYSCKIX IpuMecei
(B OCHOBHOM cCephl U a30Ta), UMEIOIIee EeNIbI0 CHIKEHUE
VICTBHBIX MAarHUTHBIX IIOTEPh TOTOBOTO Mpoxykra. Ta-
KHM 00pa3oM, i obecrieueHus] HeOOXOUMOro KauecTBa
OAC azoTupoBaHHE HE JOJHKHO BIUATH (TI0 KpaiiHEe Mepe
CYLIECTBEHHO) Ha MPOTEKAIOIINE MPH BBICOKOTEMIIEparyp-
HOM OT’KUTE B TOBEPXHOCTH CTAJIH MPOLIECCHI.

Lenp HacTosAmmIel pabOThl — yCTaHOBIEHHE OCOOEHHO-
CTell a30THpOBaHMs TOBepXHOCTH crutaBa Fe — 3 % Si m ux
BIMSIHHUA Ha MIPOLECCHI, peau3yIOLINecs B MaTepuaie npu
crenyromieM 3a XTO BBEICOKOTEMITEPAaTYPHOM OTKHTE.

B kadecTBe MCXOMHOro Marepuaia HCCIEOBAaHUS HC-
MOJTH30BANIUCH TOpSYEKATaHBIE O0pa3Ibl TEXHHYCCKOTO
crmaBa Fe —3 % Si, mo xuMmudeckoMy cOCTaBy OJM3KHE
k DAC HHUTPUAHO-MEIHOTO BapWaHTa MPOU3BOACTBA [3]
C TIOBBIIIEHHBIM cofepkanueM Al u Gornee HHU3KOW KOH-
nentpanueit Cu, TommuHon 2,5 MM. XUMUYECKANA COCTaB
CIUlaBa B UCXOAHOM cocTosiHuu cieayroumii: 0,031 % C;
3,11 % Si; 0,15 % Mn; 0,012 % S; 0,03 % AL 0,011 % N;
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0,38 % Cu; 0,009 % P; 0,04 % Ni; 0,03 % Cr; 0,005 % Ti,
ocranpHOe — Fe u npumecu.

OO6pa3ubl NPOKaThIBAINCh Ha JTaOOPaTOPHOM CTaHE Ha
tonmuAay 0,27 1 0,65 mm. Tlociie aToro mpoBoAMIUCH pe-
KPHUCTAJUTH3AIMOHHO-00€3yITIEPOKUBAIONTHN OTKUT W/WUIN
XTO. Pexpucramim3aioHHO-00e3yIICpOKUBAIOIIANA OT-
JKHUT OCYIIECTBIISUIM BO BIIQXKHOM a30THOM 3all[UTHOM Tase
(95 % N, +5 % H,) ¢ temneparypoit Touku pocel 20 °C
npu 820 °C B TedeHue 3 — 8 MHUH (B 3aBUCHMOCTH OT TOJI-
[IMHBI XOJIOTHOKATaHBIX 00pa3IoB).

A3oTHpoBaHNE MPOBOAUIIU 10 OPUTHHAIBHON METOAM-
Ke, pa3paboraHHO¥ Ha ocHoBe uaen mHxenepa 1.10. Ke-
ToBa. bazol s ;1abopaToOpHON YCTaHOBKU CIYXKHJIA
TpyOuaras neyb, 00OpyJOBaHHAs Ta30I0ABOIOM a30THOIO
3ammTHOro rasa. [logady ra3a B meus OCyIIECTBIISUIN Uepes
CKpy0Oep, KOTOPBIH 3aITOTHSITH BOIHBIM PAaCTBOPOM aMMHU-
aka (aMMua4HOU BonoM) ¢ kKoHuentpausamu NH; ot 3 1o
25 %. Cxpy060ep OBLT IOMEIICH B TEPMOCTAT ISl TIOICP-
JKaHHsI OJJMHAKOBOH TeMIIepaTyphl pacTBOpa B TEUCHUE BCe-
To Iporiecca a3oTupoBanus. ['a3, mpoxoms yepes3 ckpyooep,
HACBIIIAJICS TApaMU aMMHAaKa, MOocje Yero Monajal B med-
HOE TIPOCTPAHCTBO, T HAXOIMINCh 00pa3Ilsl cruiasa. J{is
TOTO0, YTOOBl MHUHUMHU3UPOBATh JIOTIOJTHUTEIBHOE OKHUCIIE-
HUE Marepuaja rnapamu BOJbl B IpolLlecce a30THMPOBaHUS,
TEeMIIEpaTypy B CKpyOOepe moaaepKuBanu OJIH3K0i K HyII0
rpagycoB 3a cyeT 100aBOK B aMMHAUHYIO BOXY KyCKOB
npaa. BapeupyembiMu mapaMeTpaMu MpH a30THPOBAaHUU
SIBJIUIMCh KOHLIEHTpPALMsl aMMMaKa B BOJHOM pacTBOPE,
BpeMs U TeMIieparypa o0paboTKH MaTepHuana.

Yactp o6pasnos nocine XTO moaBepranu BEICOKOTEM-
NepaTypHOMY OTXKUTY IO PEXHMY: HArpeB ¢ TeYbl0 JI0
400 °C, ot 400 o 1150 °C nHarpes co ckopocThio 15 °C/y,
npu 1150 °C Beigepkka B Teuenue 10 4, ganee oxiaxnie-
Hue ¢ neubto. Jlo 1150 °C o0pasibl OT)KUTATKCH B CYXOM
A30THOM 3alUTHOM rase, BBICOKOTeMIIepaTypHasi BBIACP-
JKKa M OXJIaXKICHHE OCYIIECTBILUTICE B aTMOC(epe YHCTOTO
Bonopona. Bo Bpemst HarpeBa npu temneparypax 750, 850,
900, 950 u 1050 °C u3 meun M3BIEKATUCh KOHTPOJIHHBIE
00pasIe! s ONpeeTeHNsT KOHIEHTpaun asora. Ilepen
BTO Bce o0pasiel HOKphIBaIKCh cycrniensueir MgO, koTo-
pasi 3areM BBICYIIMBAJach B TCUCHHUE HECKOJIbKUX MHUHYT
npu Temneparype npumepHo 200 °C ¢ 1enbio mosydeHus
TE€PMOCTOMKOIO IOKPBITHS.

KauectBenHOe pacripenesieHue a30Ta B IOBEPXHOCTHON
obmacti oOpasuoB ompenensiii Ha anmapare GDA-750
(anammzarop Taeromiero paspsiaa) [8]. s mpenusnoHHbIX
MU3MEPEHUH KOHIIGHTPALlMU a30Ta HCIOJIb30BAIU CIIEKT-
paneHbid ananmuzatop «ELTRA» (mpuGopHasi TOYHOCTH
uzmepenus: +£0,0001 % (mo macce)). IIpu pabore Ha aHa-
m3arope «ELTRA» 111 cpaBHEHUS JONOJHUTENIBHO HUC-
MONB30BaIN 00pa3Ibl JBYX IEKTPOTEXHHUCCKUX CTallei,
CYLIECTBEHHO OTJIMYAIOLIMXCS OT MCCIIENYEMBbIX COepIKa-
nuem amromuaus (0,08 u 0,6 % (o macce)). B pabore Tax-
Ke IPUMEHSIIACh OIITHYECKAs METaJIOrpadus H pacTpoBast
AJIEKTPOHHAs] MUKPOCKOIHS C 3JIEKTPOHHO-30H/I0BBIM MH-
KpoaHanmn30M Ha armapare «Camebaxy.

OO0pasiibl MpoKaThiBaNIX A0 ToamuHbl 0,65 MM (Xomon-
Has npokatka — XI1), mocie yero yacte U3 HUX 00e3yrie-
poxuBanu (00), T.e. (XIT+ OO0). [lanee Bce oOpasibl a3o-
TupoBasii B Tedenne 10 munH mnpu temmneparypax 550, 700,
800, 900, 1000 °C, ucnonssys 5 %-HbIi pacTBOpP aMMHaKa
B Boje. [Tociie XTO omnpenensiii 00beMHYIO KOHIICHTpA-
M0 a30Ta B Marepualie. BiusHue coCTOSHUS MOBEpX-
HoctH cmutaBa Fe —3 % Si Ha pe3ynbTaTsl a30THPOBAHHUS
MIPEJCTABICHO CIEAYIONIUMH JaHHBIMU:

Conepxanue azora, % (1o macce)
nociie XTO mpu temmieparypax, °C

1o XTO
550 700 800 900 1000
0,011 0,016 0.143 0.081 0,019 0.013
0,011 0,012 0,065 0,033 0,014 0,013

I[IpuMmeuanue. Buncnurene — o0paboTke, TpeaiecT-
Bytoweit XTO, cimyxuna XII, B 3namenarene — XII + OO.

PesynbraThl MPOBEAEHHBIX IKCIEPUMEHTOB MOKAa3ally,
4TO NpHu Beex Temneparypax X TO npoucxonuT yBeaudeHue
KOHLIEHTpALMM a30Ta, HO C Pa3jIMYHOW MHTEHCUBHOCTBIO.
ITpu Temneparype 550 °C conepskaHue a30Ta MOBBIIIACTCS
He3HauutenbHo, npu 700 °C gocTuranoch MakCUMalbHOE
ero conepxkanue, npu 800 °C azota ObUIO MEHBIIIE, HO TaK-
K€ JJOCTATOYHO BEJIMKO [10 CPABHEHUIO € COJlEPKaHUEM IIPU
Oornee BEICOKHX TEMIIEPaTypax.

IIpu cpaBHeHuu konmuyecTBa asora B cepuax XII u
XIT+ OO BuIHO, YTO MPHU BCEX TeMmIepaTypax cpeaHee
coneprxanue >eMenTa Menbie npu X TO, npoxogusiien
[oCle  PEeKPUCTALIM3AIMOHHO-00€3yIIepOKUBAIOIIETO
OT’)KHTa.

PaznuyHOe MPOHUKHOBEHHE a30Ta, BEPOSITHO, IIPOHC-
XOIUT M3-3a Pa3HOIO COCTOSHUS IMOBEPXHOCTH 0Opa3LoB.
O6pasupbl, npoxoausiiue XTO mpu 550 °C, oTnuvanuch
COCTOSTHHEM CTPYKTYPBI: Oe(OPMHUpPOBAaHHAS UIS CEPHH
XIT u pexpucrammuzoBansas st XII + O0. Oxnnako npu
0oJree BEICOKHX TEMITEpaTypax IMepBUYHAS PEKPUCTAIITH3a-
LIS IPOXO/HiIa B 1e(OPMUPOBAHHOM MaTepuae 3a Bpems,
HE MPEBBILIAIOIIEM HECKOJIBKUX NECATKOB CEKYH[ (B Mpo-
[[ecce Harpesa), T.¢. CYIECTBEHHO MEHBIIEM MEPHUOAA BbI-
nepxkku pu XTO. Taxke HENb3sl CYUTATH CYIIECTBEHHBIM
OTIIMYMEM MEXAy oOpa3iamMu pasHHUIly B KOHIEHTPAIUH
yoiepoaa npumepso 0,03 % (o macce).

B mpomecce pexkpHCTaTH3alMOHHO-00€3yTIICPOKH-
BalOIIEro OT)KHIa Ha IMOBEPXHOCTH cruiaBa Fe—3 % Si
obpasyeTcst 30Ha BHyTpeHHero okucienus (3BO), umero-
11ast CJI0XKHYI0 MHOTOCJIOHHYIO CTPYKTYPY C BbIIEJIEHUEM
B Heil 10 30 % (no o6wvemy) daser SiO, [8]. [Ipuyem mpu
HOBBIIEHHBIX Temrneparypax (> 850 °C) Ha moBepxXHOCTH
BO3MOKHO 00pa30BaHUE TOHKOTO CBEPXIIJIOTHOTO OKCHIHO-
TO CIIOS, TOTHOCTHIO OIOKMPYIOMIEro MPOLECcCH Kak 00e3-
YIIICpOXXKUBAHUsA, TaK U PA3BUTHUS OKUCIICHUA.

Crnemyer y4ecTb, YTO MOJHOCTHIO HCKIIOYHTEH (POPMU-
posanue 3BO B mponecce XTO He ynanock, Tak Kak Jaxe
IIpU TeMIIepaType TOYKU POCHI, OJIM3KONW K HYJIO, a30TH-
pyromas atMocgepa cofep:kana mapsl Boxel. Ilocnennee
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SIBUJIOCh KPUTHYHBIM UIsI a30TUPOBAaHUsI 00pa3IoB 00eux
cepwuii mpu Temmeparypax 900 u 1000 °C. Takum o6pazom,
MOXKHO 3aKIIFOYHTh, 4TO MMeHHO Hannune 3BO Ha moBepx-
HOCTH CIUIaBa SIBIISICTCS TMPUYUHOM 3aTPYTHEHUS a30THPO-
BaHMs, IPUYIEM 4eM Bbile Temreparypa XTO, TeM cuibHee
CKa3bpIBaeTCs 3TOT (P (HEKT 3a CUST UBMEHEHHUS CTPYKTYPBI U
(hazoBoro cocrasa 3BO.

OO0pasipl, TpoKaThiBaeMble 10 TOMIMHBI 0,27 MM,
MOJIBEPTalluCh PEKPHUCTATITU3AIMOHHO-00€3yTIIepOKUBAO-
LIeMy OTXKHTY, ocje dero azoruposaiuch npu 780 °C B
teuerune 20 — 120 ¢ ¢ ucnonb30BaHUEM BOIHOTO pacTBOpa
amMMHuaka ¢ koHnenrpamuei 5 — 10 %. B pesymsrare obpa-
60Tk 00pasikl cogepxanu ot 0,015 mo 0,06 % (mo macce)
asora.

XuMHYECKHH aHaau3 00paslioB, C KOTOPBIX IOCIENO-
BaTEJEHO CTPABIUBAIICH IIOBEPXHOCTHBIC CIIOH, ITOKA3al,
gro nmocie XTO Bech a30T, BHEAPCHHBIN B METAIUI, HAX0-
IUTCS B TIOBEPXHOCTHOM CJIOE, TONIIHHA KOTOPOTO COCTaB-
nsta He Oostee 20 MkM. MeTtansorpadudecKkie HUCcieao-
BaHUS 00pa3IOB HE MOKA3aJIH CKOJIb-JIN0O CYIIECTBEHHBIX
U3MCHEHHH UX CTPYKTYphl. JIUIb TPU caMbIX OOJBIIUX
ONTHYECKUX yBenuueHusx (okomo 1000 kpar) B moaro-
BEPXHOCTHOM CJI0€ HAOIIOJAMCh MEJIKOTUCTIEPCHBIE BbI-
JEeNCHNs, MICHTU(PHUKAIUSI KOTOPHIX HE MPEICTaBIIACH
BO3MOKHOM.

s omHO3HAYHOTO OmpeneneHus (a3, B KOTOPHIX IPeH-
MYIIECTBEHHO HaXOAMUTCS a30T, Oblila IpoBeneHa 00padoT-
Ka 00pasioB B TeueHue 1 4. KoHIeHTpanus a30Ta B CTaIH
nocie XTO cocrarisuia okoio 1 % (o macce). Meraiiio-
rpaduUecKue UCCICIOBAHMS TIOKA3aIN HAJIHIHE B ITOIIO-
BEPXHOCTHOM 007acT OONBIIOr0 YHMCIa CPAaBHUTEIHLHO
MEIKUX OKPYTIBIX BBIICICHHUH, a Takke HAa PACCTOSHHU
40 MKM OT MOBEPXHOCTH KPYHHBIX dacTUIl (70 20 MKM),
JIETKO TIONIAIONINXCS UICHTU(DUKAINY Ha MUKpPOAHAIN3a-
Tope (puc. 1, a, 6). YacTuipl 000MX THUIIOB pacloiaraiuch
MPEUMYIIECTBEHHO TI0 TPaHUIIaM 3epEH.

HccnenoBanre XMMHUYECKOTO COCTaBa, MPOBEJCHHOE C
UCTIONTB30BaHIEM D3JIEKTPOHHO-30HIOBOTO MHKpOAHAIH3a,

MOKa3aJi0, 4TO YacCTHIbI, (POPMHUPYIOIIUECS B CTPYKTYpe
CIUIaBa B [IPOLIECCE a30TUPOBAHUS, U3 CPABHUTENILHO TSIKE-
JIBIX 3JIEMEHTOB COZIEPIKAT TOJIBKO KpeMHUH (puc. 1, 6).

s omHO3HA4YHOM wHIeHTH(UKaWU ¢a3el, 00pasyro-
mieiics Mpu a30TUPOBAHMH, JIOMOTHUTEIBHO OblIa HCIIONb-
30BaHA METOIMKA (Pa30BOTO aHAIM3a, CICHUAIBHO pa3pa-
Ootannas juia annapara «kELTRA». O0mas KoHIeHTpanus
JNIEMEHTa, U3MepsieMasi IPUOOpPOM, SIBIISICTCS MHTETPAlIb-
HOM XapaKTePUCTUKOW — IMJIOMIA/bIO IO/ KPUBOM, KOTOpast
MIPEACTABICT COOOH KOJNMYECTBO a30Ta, BHIIEISICMOTO U3
oOpasia B equHuily Bpemenu (puc. 2). IIpu crangaptHoit
METOIMKE aHaliu3a 3Ta KpHUBasg COCTOMT U3 HECKOJBKHUX
MaKCUMYMOB, HaKJIaJIbIBAIOIINXCS APYyT Ha Apyra. Kaxabrii
13 MAaKCUMYMOB COOTBETCTBYET OTIPEIICIICHHBIM (ha3am, co-
JIepXKaIUMCsl B CIUTaBe, T.€. Pa3HbIM HUTPHIIAM, KOTOPbIE
B 3aBUCHMOCTH OT UX CTaOMJIBHOCTH IHCCOLUHUPYIOT MPH
pasHBIX TemIeparypax. B COOTBETCTBHHM C XUMHYECKUM
COCTaBOM TeXHHUYECKuX cruiaBoB Fe —3 % Si takumu HU-
Tpuaamu MoryT ObiTh Si;N,, AIN, TiN. Jlns 6osee Tounoro
paszeneHus ITMKOB HAa HHTETPAbHON KPpUBOUM ObLT pa3pabo-
TaH CIeUANbHBIA PEKUM aHAIIN3a, IPH KOTOPOM TEILI0Bast
MOIITHOCTh, IMOJaBacMasi Ha oOpasel (TeMmeparypa, MpH
KOTOpOW HaxoJuTcs oOpasel), U3MEHSeTCS He HEeNpephIB-
HO, a CTYNEHYaro, T.€. MOAAeTCs ONpeleeHHbI YPOBEHb
MOIIHOCTH, MTPH KOTOPOM (PUKCHPYETCS TOJIBKO OJUH MaK-
cumyM. [locie Toro, kak KpuBasi, COOTBETCTBYIOLIAs STOMY
MUKy, BBIXOJUT Ha MHHUMYM, MOIIHOCTh BO3pPacTaeT Jo
BEJIMYHMHBI, 00ECIICINBAIONICH MMOSBICHUE BTOPOTO IHKA H
TaK Jianee 10 MOMEHTa, Korja a30T U3 oOpaslia mepecraer
BBIIETIATHCA.

Wnentudukamuio Hutpuaa TiN OCyIIeCTBISUIM € TIO-
MOIIbI0O MeTOMa 3TaJoHOB. K 00pasmy aHaIH3HpyeMoro
CIuiaBa J00aBIsUIM Majioe KoludecTBo noporka TiN, moc-
Jie 4ero Mmpou3BOAWIM aHanu3. IIpoBeneHHble HcciaenoBa-
HUS TIOKa3alld, 4TO MPH TaKOH Mpoleaype Ha WHTEerpalb-
HOW KpUBOH BO3pacTa MOCIEAHUI MUK, TOCKOJIBKY HUTPaL
TUTaHa ABJseTCS Hanbolee cTaOMIBLHBIM U3 BBIIIE TIepeyH-
CIICHHBIX HUTPHIHBIX (a3, T.e. TUCCONMHUPYET IpH Oojee

Puc. 1. Muxpoctpykrypa azorupoBanHoro ciasa Fe — 3 % Si (Bpemst XTO 1 4, temneparypa XTO 780 °C):
a — U300pakeHue B MONIOMICHHBIX JIEKTPOHAX; 6 — B XapaKTEPUCTHIECKOM PEHTTCHOBCKOM H3JIy4YCHUH KPEMHHUSI

Fig. 1. Microstructure of nitrided Fe — 3 % Si alloy (time of thermochemical treatment is — 1 hour, temperature — 780 °C):
a — absorbed electron image; 6 — silicon characteristic xeroradiography
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Puc. 2. IHTeHCHBHOCTS BBIICJICHHS a30Ta U3 00pa3nos cmasa Fe —3 %
Si ¢ pa3nuYHBIM COJCPIKAHUEM ATIOMHUHUS NPU (PPAKIIMOHHOM XHMHUYe-
ckoM aHanm3e Ha anmapare «k ELTRA»:

a—-0,03 % Al; 6—0,08 % Al; 6 — 0,6 % Al; 2 — 0,03 % Al; koHLIEHTpa-
ust azora (mocne asoruposanust) okosto 1,0 %

Fig. 2. Intensiveness of nitrogen emission from Fe — 3 % Si alloy with
different content of aluminum during fractional chemical analysis made
using “ELTRA™:

a—0,03 % Al; 6 — 0,08 % Al; 6 — 0,6 % Al; 2 — 0,03 % Al nitrogen
concentration (after nitriding) is near 1,0 %

BBEICOKHX TeMIeparypax. MIeHTH(HUKAIMIO OCTaIbHBIX
IIUKOB INPOBOAMIM Ha OCHOBE CPABHUTEIBHOIO aHaIM3a
HWHTETPAIbHBIX KPUBBIX, 3aIIMCAHHBIX CO CIUIABOB, OTJIMYA-
IOIIMXCS KOJIMYECTBOM B HUX altOMHUHHA. OTMEYeHO, 4YTO
y cmmaBa Fe —3 % Si, comepxamem npumepro 0,025 %
(mo macce) Al, B ciryuae 3amMCH C XOpPOIIMM pa3AeieHU-
eM TIMKOB (DUKCHPYIOTCS YeThpe Makcumyma (pHuc. 2, a).
C yBenuueHneM KoIuuecTBa amoMunus B ctanu ¢ 0,03 1o
0,08 % mabmomaeTcsi: BO-TIEPBEIX, HCUYC3HOBEHHE TIEPBOTO
KA, a BO-BTOPBIX, MEpepacnpeeicHue UHTCHCUBHOCTH
MEXIy BTOPBIM M TPETHUM ITHKAMH — BTOPOH MaKCHMyM
yMEHbIIAETCsl, TPETU — Bo3pacTaet (puc. 2, 6). JlaabHeil-
mee yBelInueHue amoMuHus B crutase A0 0,6 % npuBoaut
K (pUKCaIMM TOJBKO TPEeThero mnuka (puc. 2, 8). Ilockoib-
Ky HUTPHI aJIOMUHUS SBISICTCS CYIIECTBEHHO Ooiee cTa-
OwibHOM (a3oid, yem Si;N,, MOXHO Npeanonararb, 4To
TPETHH MUK Ha MHTETPAIHHOM KPHBOI COOTBETCTBYET HUT-
puxy AIN.

AHanms, IpoBEeIEeHHBIN Ha a30THPOBAHHBIX 00pa3Iax,
[I0Ka3aj OYeHb CUJIbHOE YBEIMUEHHUE MEPBOro MUKA, YTO

MO3BOJISIET TOBOPUTH O COOTBETCTBUU €TI0 HUTPUILY KPEeM-
Hust (puc. 2, 2). Bropoif muk Ha WHTETrpaIbHONH KPUBOH,
MO-BUAMMOMY, COOTBETCTBYeT (haze, 3aHUMAIOLIEH mpo-
MEXYTOYHOE MECTO IO CTa0MIBHOCTH MEKIY HUTPH-
namu Si;N, u AIN, u cornacHo nanubiM [9], ero MoxHO
uneHTuunmponarb kak (Al, Si)N, Wi B COOTBETCTBHH
¢ Oonee mo3aHUMHK uccnenoBanusaMu [7] — kak MnSiN,.
Taxum 0Opa3oM, Ha OCHOBAHUHU PE3yAbTATOB IBYX He3a-
BHCHMBIX METOJMK OCHOBHYIO (asy, oOpasyrouryrcs B
TexHnyeckoM crmuiaBe Fe — 3 % Si mpu ero asoruposa-
HUW, MOXXHO OJHO3HAYHO HJSHTU(MUIMPOBATH KAK HU-
Tpua Kpemuus Si;N,.

IIposenennsle ¢ npumenenuem GDA-750 uccienosa-
HUSI TTOKA3aJH, 9YTO BO3MOXKHBI JIBA THIIA PACTIPEICIICHHUS
a30Ta B MMOBEPXHOCTH, 3aBUCSIIUE OT KOJIMYECTBA dJIEMEH-
Ta, BHEJIPCHHOTO B METAJLI:

1) mpu CpaBHUTEIBLHO HHU3KOM COJEpKaHUHM a30Ta
0,015 -0,025 % (o macce) (puc. 3, a) noaIOBEPX-
HOCTHBIN CJION MPAKTUYECKU €TI0 HE COACPIKUT, a BCS
€ro OCHOBHAS YacTh HaXOIHTCS 3a mpexernamu 3BO;

2) B ciayvae Oolee BBICOKOTO COAEpKaHUA a3oTa
0,03 — 0,04 % (puc. 3, 6) OCHOBHOE €T0 KOINIECTBO
cocpenoroueHo B 3BO.

[oxydeHHBIC pe3ymbTaThl OOBACHSIIOTCS CICAYIOMINM
obpazoM. Ilpm moObIX TeMmeparypax (B YacTHOCTH IIpH
700 — 800 °C) pacTBOPHMOCTH a30Ta B peppuTe HE MPEBHI-
maet 0,1 % (mo macce) [10], T.e. OCHOBHasI 4acTh a30Ta,
BHEJIPEHHOTO B CIUIaB, HE MOXKET HAXOAHUTHCS B TBEPIOM
pactBope.

Cornacao auarpammam coctostaust [10], HUTpuIb! xe-
nie3a B JaHHOM TeMIIepaTypHOM HHTepBasie (hOpMHUPOBATHCS
He MOryT. CTaOuibHBIMK ABIsAOTCS HUTPUAB AIN 1 Si;N, .
KoHuieHTpausi aqroMUHHAS B MOBEPXHOCTHOM cjioe (Kak
U BO BCceM 00beMe) OueHb Malla, a KPEeMHHI IPaKTHIeCKH
BeCh CBsA3aH ¢ kucnoponom B SiO,. Takum oOpaszom, asor,
BHEZIPSSCH B IIOBEPXHOCTH MeTaIIa, TU(PPYHIUPYET depes
3BO u o0Opasyer 3a HEW AUCIEPCHbIE HUTPHUABI Si;N,.

B ciydae, xorma o01ee comepskaHue a30Ta B arMocepe
1, COOTBETCTBEHHO, B MIOBEPXHOCTH CPABHUTEIHHO BEIUKO,
BO3MOXKHO 00pa30oBaHUE ayCTEHUTA KakK (pasbl, JIETKO PacT-
BOPSAIOIIEH ATOT 2eMeHT. BO3HMKHOBEHHE ayCTEHUTa B
noBepxHOocTH DAC TIpH ee a30THPOBAHUH TAKKe 00yCIIaB-
nuBaeTcs (PaKTOM CBSI3bIBAHUS KPEMHHUS B OKCHIBI U, CO-
OTBETCTBEHHO, 00CTHEHHUEM TBEPAOTO PACTBOpPA CHIHHBIM
depputocTabum3upyomuM s1emMenToM [8]. O6paszoBas-
IIUHCST ayCTEHUT PacTBOPSIET MOYTH BECh a30T, TOIaIar0-
mwmii B cmia. [locne XTO, xorma oOpaserr ocThIBaeT 10
TEMIIepaTyphl, IPU KOTOpo Y-haza HEe MOXKET CYIIECTBO-
BaTh, AyCTEHUT pacmajaercs Ha PeppuT U JUCTIEPCHbIE HU-
TPHIBI JKelle3a C YaCTUYHBIM BBIXOIOM M30BITOYHOTO a30Ta
u3 3BO.

OO0pa3iel, npokatanHbie a0 Tonmuabsl 0,27 MM, 1MOj-
Beprimecs PeKpUCTAITU3AIMOHHO-00e3yIIepOKHBAOIIIE-
MY OTXKHTY U a3oTupoBanuro, mpoxoamin BTO. Komunaect-
BO ocratouHoro a3zora nocie BTO B oOpa3nax cocrasisiio
npumepHo 0,003 % (o macce) BHE 3aBUCUMOCTH OT €ro
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Puc. 3. PacnpenienieHne 31eMEHTOB B TOBEPXHOCTHOM citoe ciuiaBa Fe — 3 % Si mocie pexpucTan3anoHHO-00e3yIICpOKUBAIONIETO OTKUTa
M a30THPOBAHMSI:
a v 6 — cpeHss KOHIEeHTpanus azora B oopasie npumepro 0,02 n 0,04 % (1o macce); mokasaTeib CTENCHHU # B HAJIIKCH 110 OCH opauHar it Fe
pasen ny:ro; 1t Si, N, O, Cu, Mn — 10

Fig. 3. Elements distribution in surface layer of Fe — 3 % Si alloy after decarbonizing recrystallization annealing and nitriding:
a and 6 — average nitrogen concentration in sample is near 0,02 and 0,04 % (weight); exponent factor » in axis of the ordinates legend for Fe counts
to zero; for Si, N, O, Cu, Mn — 10

conepkanums nocie XTO. Pesynprar mokassIBaer, 4To azo-
THUPOBAHHUE MPAKTHYCCKH HE BIMSICT HA MPOLECC pauHu-
POBaHMS MaTepualia, Peanu3yroUIHiCcs BO BPEMS BBICOKO-
TemrieparypHoi Beiiepxku npu BTO.

[To pesymbratam BU3yaJIbHOrO OOCIIEIOBaHUS Ha BCEX
obpasnax, uMeBmux nocie XTO conepkaHne a30Ta MEHb-
mre 0,025 % (mo macce), chopMHPOBAIICS OIHOPOIHBIN
TEMHO-CEpPOTO IIBETa TPYHTOBBIHN CIIOH C yAOBIETBOPUTEb-
HOU ajre3uell K MOBEPXHOCTH MaTepHaja (He OTCIIauBaro-
IIMICS TIPH TIOpe3Ke 00pasiioB). B mpOTHBONONIOXKHOCTH
aToMy Ha oOpasnax ¢ ucxonusiM (rocie XTO) cogepxanu-
em azora 6ombire 0,030 % rpyHTOBEIH cioii mnbo He 0Opa-
30BBIBAJICS, JTUOO JIETKO YAAISIICS IIPU OYHUCTKE OT OCTATKOB
TEPMOCTONKOTO TOKPBITHUS (TTOpoIikooOpasHeiii MgO), T.e.
OBLI CPAaBHUTEIBHO TOHKUM U UMEJI TIIOXYI0 aare3uto. Oue-
BHJIHO, YTO B mporiecce Harpesa pu BTO B oOpa3nax ¢ no-
BBILICHHBIM cofepykaHreM a3oTta B 3BO BoszHukaer y-¢asa,
HAJIMYNE KOTOPOH CYIIECTBEHHO U3MCHSCT KHHETUKY TBEp-
no(ha3HBIX peaknuil ¥, COOTBETCTBEHHO, 3aTPYAHSET MPO-
uecc popmuposanus popcrepura ((Fe,Mg),SiO,) un3 cy-
LICCTBYIOIIUX B MOBEPXHOCTU MaTepuana OKCHIOB SiOz,
MgO u FeO.

B npouecce narpesa o6pasuos npu BTO npoucxoanio
nepepacrtpe/esieHne a30Ta B MaTepualie, 0COOEHHO CHIIBHO
3aMETHOE B MOBEPXHOCTHOM clioe (puc. 4). I1pu s3Tom 00b-
eMHasl KOHILIEHTpaIus azora npu Harpese ot 750 no 850 °C
CHaJaja HECKOIIbKO BO3pacraja — B CPEIHEM IMPHUMEPHO
Ha 0,003 % (mo macce). [Ipoucxoauiio MOTONHUTELHOE
A30TUPOBaHME CIUIaBa 3a cueT arMocdepsl (a30THOTO 3a-
mmTHOTO rasza). [Ipu nanpHelnieM HarpeBe HaONIOAAIOCH
YMEHBIIICHHE KOHIICHTPAIMU a30Ta B MaTepualie: cHadaia
cpaBHUTENBbHO TuTaBHOEe (mpu 900 °C cpenHsisi KOHIICH-
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tpamust azora 0,026 %), a 3arem peskoe (mpu 950 °C —
0,017 %). Ilpu Temmeparype oxosmo 1000 °C, nambomee
Onm3Koi K A(QEKTUBHON TeMmIeparype Hadaja BTOPHY-
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Puc. 4. Ilepepacnpenenenue a3oTa B IOBEPXHOCTHOM cJioe cruiaBa Fe
— 3 % Si B mporecce BEICOKOTEMIIEpaTypHOTo oTKUra. CpeHsisi KOHICH-
Tpalus a30Ta B JAHHOW cepur 00pa3IoB:
nocie azorupoBanus — 0,024 %; npu 750 °C — 0,025 %;

850 °C - 0,028 %; 900 °C — 0,026 %; 950 °C — 0,017 %;

1000 °C - 0,016 %; nociae BTO — 0,003 %

Fig. 4. Redistribution of nitrogen in surface layer of Fe — 3 % Si alloy
during high temperature annealing. Average concentration of nitrogen in
given batch of samples:
after nitriding — 0,024 %; at 750 °C — 0,025 %; 850 °C — 0,028 %;
900 °C - 0,026 %; 950 °C — 0,017 %; 1000 °C — 0,016 %; after high
temperature annealing — 0,003 %
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HOU pekpuctamummzanud B DAC ¢ HUTPUIHBIMU MHTHOU-
Topami [1], KOHLEHTpaMs a30Ta COCTaBJisa IPUMEPHO
0,014 -0,016 % (mo macce), T.e. BEeIMYUHY, NPUOTU3M-
TEIIFHO COOTBETCTBYIOMIYIO KommuecTBy AIN (B mpenmoro-
JKEHHH, YTO BECh aJJFOMHHUN B CIJIaBE CBSI3aH B HUTPHIBI).
K remmeparype 1000 °C nmporcxoauT npakTHYECKH TOTHOE
BbIpABHUBAHME KOHIICHTPAIUW a30Ta MO TOJIIHHE oOpas-
0B (puc. 4).

[Tony4yeHHbIe pe3ynbTaThl, HO-BUAUMOMY, OOBSICHSIOT-
csa cnenytommM. [Tocie XTO npumenmuii B cmuiaB a3or
COJIEPXKHUTCS B HUTPUIIHOH (aze Si3N 4> KOTOpAst ABISETCS
HecTaOMIFHOW TIPH MOBBIIICHHBIX TemIieparypax (boiee
850 °C). Beaenctsue storo B npouecce BTO ona pacTBo-
psieTcsl, 4acTh a30Ta, BEICBOOOMUBIIASICS TIPH TUCCOLHA-
WU, CBA3BIBaeTCS B Ooyiee crabuibHbie HUTpUIb AIN
(marHOMTOpHAs (daza NpH aHOMAJIBLHOM POCTE 3€peH),
a OompIas 4YacTh a30Ta YXOAHT C MOBEPXHOCTU B aTMOC-
epy.

HHTepecHO OTMETUTbh, YTO MPH MEPEXo/ie OT TeMIlepa-
Typbl 750 k 850 °C HabmromaeTcsi 3aMETHOE BO3pacTaHUE
MaKCHUMyMa KOHIICHTpaLUH a30Ta (puc.4) mpu HE3HAUH-
TeJIbHOM M3MEHEHHH ero o0beMHON KoHUeHTpauuu. [Ipen-
MOJIOKUTENBHO 3TOT 3(ddekr cBsizaH ¢ oOpa3zoBaHUEM B
TpoIIecce HarpeBa B MOAIOBEPXHOCTHOM 00nacth (3a 3BO)
OTJIENBHBIX BBIJICIICHUH ayCTeHNUTA, KOTOPBIE 000TalarTCs
a30TOM W3 BHYTPEHHUX TOPH30HTOB 00pa3nos. [Ipm maimb-
HelleM HarpeBe ayCTeHUT HAaYMHAET PAcTBOPATHCS 10100~
HO HUTPHJAM Si3N 4

Takum 00pa3oM, TEXHOIOTHYECKH HEOOXOAMMO MpH
XHMUKO-TEPMHUUECKOI 00paboTKe TEXHHUYECKOTO CIUIaBa
Fe — 3 % Si noOuBarbcsi KOHIIEHTPALMU a30Ta, HECKOIBKO
MIpeBHIIIAONIeH HEOOX0aMMoe sl 00pa3oBaHUs HUTPHIA
AITFOMHHUS, HO HE MIPUBOJALICE K MOSBICHUIO ayCTCHUTA B
3BO. I[Ipu ucxognom coxepxkannu amomuaus ot 0,025 1o
0,035 % HeoOxonumasi KOHIIEHTPALUS a30Ta COCTABISAET OT
0,015 o 0,020 %.

Bb1600b1. YcTaHOBIIEHO, UTO IPU a30TUPOBAHUM TEX-
Hugeckoro cruraBa Fe—3 9% Si B umHTepBame Temmepa-
Typ 500 — 800 °C mocne 00e3yrIepoKUBAIOIIEr0 OTKHTra
OCHOBHO€ KOJIMYECTBO a30Ta HAXOIUTCS B OATIOBEPXHOCT-
HOM CIIO€ MaTepuaja 3a 30HOW BHYTPEHHErO OKHCIICHUS B
BHJIE JTUCITIEPCHOMN (hasbl Si3N4, BBIJICTISIFOIICHCS PEUMY-
HIECTBEHHO MO I'paHUIaM 3epeH. [loBbIIeHue a30Tupyro-
mero moreHnuana armocdepsr mpu XTO mpuBomuT K
(hopMUpPOBaHHIO ayCTEHUTA B 30HE BHYTPEHHEIO OKHCIIe-

uust. [losiBJieHHe ayCTeHHUTAa B MOBEPXHOCTU CTAIU TOCIE
a30THPOBAHUS CYIIECTBEHHO YyXyAlIaeT (OpMHUPOBAHHE
AIIEKTPOU3OJISIIIMOHHOTO TMOKPBITUS TEXHUUYECKOTO CILIaBa
Fe —3 % Si mpu mocnenyromeit ero obpaborke. B mpo-
1iecce BBICOKOTEMIIEPATYPHOTO OT)KHUTa IIPU HArpeBe paHee
a30THPOBAHHOTO CIUIaBa HAOIIOIAETCS YMEHbBIICHHE KOH-
LEHTpaIMK a30Ta (3a cyeT yxozaa ero B armocdepy). [lepen
HAYaJIoM peanu3aliy Mpolecca aHOMAIbHOTO POCTa 3epeH
0CTaTO4YHOE KOJMYECTBO a30Ta, HE3aBUCUMO OT €ro UCXO[-
HOTO KOJMYECTBa, COOTBETCTBYET KOHIICHTPAIUH aTFOMH-
HUSI B MaTepuale.

Aemop  svipadicaem  2ny60KyI0  NPUSHAMETLHOCb
O.B. llepsywunou, C.A. Axynosy u A.H. I[lamvieuny 3a npo-
gedenie mexHuuecKoll 4acmu pabomeoi.
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NITRIDING PECULIARITIES OF Fe — 3 % Si TECHNICAL ALLOY

Lobanov M.L., Dr. Sci. (Eng.), Professor of the Chair of

Physics and Heat Treatment of Metals
(m1lobanov@pm.convex.ru)

Ural Federal University named after the first President of Russia
B.N. Yeltsin (19, Mira str., Ekaterinburg, 620002, Russia)

Abstract. Nitriding of the Fe — 3 % Si alloy was studied by spectral chemical

analysis and scanning electron microscopy with local X-ray analysis.
In-depth chemical composition was determined by glow discharge op-
tical emission spectrometry (GD-OES). The process has been studied
in the 500 — 1000 °C temperature range. Nitriding was performed in
the proprietary system using (95 % N, + 5 % H, ) inert carrier gas am-
moniated by passing through NH3 aqueous solution. Parameters of the
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nitriding were optimized. Nitriding of the Fe — 3 % Si alloy was per-
formed after decarburization annealing. Most of nitrogen in the form
of disperse Si;N, phase is located in the near-surface region just after
the inner oxide layer. Increasing the nitriding potential caused the aus-
tenite formation in the internal oxidation layer that should impair the
insulating coating formation in the subsequent processing. The nitrogen
content in the nitrided Fe — 3 % Si alloy decreased during the high tem-
perature annealing; the remaining nitrogen content became equal to the
aluminum content right before the beginning of abnormal grain growth.

Keywords: Fe — 3 % Si technical alloy, recrystallization-decarburizing

annealing, nitriding, high-temperature annealing, nitride, austenite,
electrical insulating coating.
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