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O01as xapakTepucTuKa padoTsl

AKTYaJIbHOCTb T€MBI.

Pa3paboTka HOBBIX 00Jie€ COBEPIICHHBIX MATEPHAIIOB JJII aBTOMOOWIHLHOM
IMPOMBIIIUICHHOCTH TO3BOJISIET MPOU3BOAMUTHL Oosiee JIeTKUil Ky30B 0e3 moTepu
MPOYHOCTHBIX XAPAKTEPUCTUK KOHCTPYKIMH. DTO CTaJO BO3MOXKHBIM Oyiaroaaps
CO3JaHUIO U MOCIEAYIOIIEMY BHEAPEHHUIO B IPOU3BOJCTBO TAKMX MAPOK CTAJIN Kak
IF (Interstitial Free) — cranmu 6e3 cBoO6oaHBIX atoMoB BHeapenus u IF-BH (Bake
Hardening) — cramm c¢ ynpouHeHueM npu ropsueill cymke. [loatomy
COBEpPUICHCTBOBAHME HAYYHBIX OCHOB W  TEXHOJOTHMYECKUX IapaMETpPOB
JOCTHXKEHHSI CTa0MJIBHOTO BBICOKOTO KayecTBa CTaJeld ISl TIIyOOKOM BBITSKKU
ABIIACTCS aKTyajdbHOW 3amaueil. B pabGoTe mpuBeneH KpaTkuil 0030p HCTOPUH
nosiBiieHus IF ctamu u coBpemenHoe coctossHue npousBoactsa IF cramu B Poccun.
N3yuyeHue cocTostHUS BOIpOca MOKa3allo, 4To cranu kinacca IF mpousBoasTcs Ha
OPEANPUATHSAX 1O PA3IUYHBIM TEXHOJIOTMYECKMM CXE€MaM, B 3aBUCUMOCTH OT
HaJW4yus TOrO WM HWHOro OOOpyJOBaHUs, OJHAKO o0paboTKa paciuiaBa Ha
HUPKYJSIMOHHOM WJIM KaMEpPHOM BaKyyMmMMmaropax sBIsieTcsl 00s3aTeabHON
COCTaBJISIOLIEH JIF000M TexHoJoruu. KauecTBo mpou3BeeHHOM CTalu 3aBUCUT OT
MHOT'HX [1apaMeTpOB, OJHUM U3 KOTOpbIX Wi IF-BH cranei sBisieTcs nocTuxeHne
BH->¢gdekra. B pabotre mnpoBeneHO UCCIEIOBAHUE KIIOUEBBIX TapaMeTPOB
noctikenuss BH sddexra B CBEepXHU3ZKOYIIIEPOAUCTHIX CTANSIX M TITyOOKOM
BBITSDKKH. J[pyruM BaXKHEWIIMM KpUTEpUeM KadectBa Juis cranen knacca IF u IF-
BH - saBnsercs uymcrtora MeTaiia Mo HeMeTaumueckuMm BiimrodeHusMm (HB),
KOTOpbIE HEraTUBHO BJIMSIOT HA IUIACTUYECKHUE CBOWMCTBA MaTepHalia, MPUBOAAT K
0o0pa30BaHUIO0 TOBEPXHOCTHBIX JE(PEKTOB IUIOCKOTO IMpOKara U CHUXKAIOT
TE€XHOJIOTUYHOCTh MPOU3BOJCTBA M3-3a YMEHBIIEHHS] CKOPOCTH Pa3JIMBKU CTalH,
TaK KakK BbI3bIBAIOT «3apacTaHMe» CTaJepa3IMBOYHBIX CTakaHOB. B pabote
IPENCTABIICHBl PE3YJIbTAThl MCCIENOBAHMS COJEpKAHUS, COCTaBa, pPa3sMEPOB U
MOP(OJOTUH HEMETAJUIMYECKUX BKIIOYEHUN B MpoOax MeTamia OTOOpaHHBIX Ha
BCEX ATAIlaX TEXHOJIOTMYECKOTO Mmporecca npousBoacTsa cranu kinacca I[F u [F-BH

METOJaMU  KOJMYECTBEHHOTO  MeTaulorpaguyeckoro  aHanu3  nuiuda,
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AIIEKTPOJUTHYECKOTO pacTtBopeHust (OP) ¢ mocineayoomuM pPeHTIT€HOBCKUM
MHUKPOAHAIN30M BBIICICHHBIX BKIOYEHUN, (OKeE-3JIEKTPOHHOU CIEKTPOMETPHH,
dbpakuuonHoro ra3zoBoro anamuza (PI'A). B pesynprare aHaimza BKIIOUYCHHUN B
UCCJIEIOBAHHBIX 00pa3liax Ha CKaHUPYIOLIEM 3JEKTPOHHOM MHUKPOCKOIE IO
MOpP(}OJIOrMYEeCKUM TPU3HAKAM BBIJEICHbl XapaKTepHbIE THUIMbl BKIIOYCHHIH,
KOTOpPBIE  CHM)KAIOT  OJKCIUTyaTallMOHHBIE  CBOMCTBA M IPOYHOCTHBIC
xapakrepuctuku IF u IF-BH crameir. Pe3ynbraThl aHanm3a HEMETAJUIMYECKHUX
BKJIIOUEHUN B TMpo0ax MeTaula, MOJy4YeHHbIX MerogoM OP u  pactpoBoit
AIEKTPOHHON MUKPOCKOIIMU HAXOJATCS B XOPOILLIEM COOTBETCTBUHU C PE3yJIbTaTaMU
ONPENCIICHUSI OKCHUJIHBIX HEMETAIUIMYECKUX BKIIOUEHHEM Merogom DI'A.
MetonoM (pakMOHHOTO Ta30BOrO aHajdM3a IOKa3aHa JUHAMHKA W3MEHEHHS
COIEpKaHMS PA3NUYHBIX THUIIOB OKCHJHBIX HEMETAJUIMYECKUX BKIKOYEHUN B
MeTaJlJIe MO XOAy BHemeuHoil oOpaboTku cramu. [lokazaHo, 4TO MpUMEHEHHE
metoqa OI'A mo3BossieT MPOBOAUTD aHAIN3 MpUYUH 0O0pa3oBanus HB B metae u

BHOCHUTH KOPPEKTUPYIOILIKE ONEPALUH B TEXHOJIOTMUYECKUM MpolLiecc.

Ilenpro Hacrosmeir paboThl OBUIO HCCIASAOBAHHEC M ONTHMHU3AIUS
TexHojoruu BHeneyHou oOpabotku IF u IF-BH craneét ans craOuibHOrO
noctrxkenns BH-a¢dekra u CHIKEHHS HETaTUBHOTO BIIMSHUS HEMETAITHYCCKHUX
BKJIIOUCHUM, BIMSIONIMX HAa MEXaHWYECKHE M KOPPO3UOHHBIE CBOWMCTBAa MeETajia,
Ha TEXHOJIOTUYHOCTh TMPOU3BOJCTBA M KA4eCTBO TOTOBOM mpoaykiuu. Jlis

JIOCTUKEHUSI TOU 1IeJTM ObUIM PELICHbI CISAYIOIIUE 3a/1auu:

1) Ha oOpa3nmax MeTajula TPOMBIILJIEHHBIX IUIABOK, IPOBEIACHBI
WCCJICIOBAHMS M YCTAHOBJICHBI KIIIOUEBBIC mapaMeTpsl noctmxeHuss BH s dexra B
CBEPXHHM3KOYTJICPOJUCTBIX CTANAX IS TAyOOKOW BBITSHKKM M IIPEIJIOKCHBI
napamMeTpbl  MPOMBIIUICHHOW TEXHOJIOTUHM, OOECIEUYMBAIONINE JOCTHXKECHUE

CTAOMJILHOTO Ka4eCTBAa KOHEYHOTO MPOIyKTa.

2) MerogamMu KOJMYECTBEHHON MeTamiorpaduu, 3JIEKTPOIUTHUYECKOTO

pactBopeHus 00pa3noB (DP) ¢ mocineayromuM pPEeHTTE€HOBCKUM  AJIEKTPOH-



30HJI0BBIM MUKpoaHan30M (D3MA) BbIICIICHHBIX HEMETATNYECKUX BKIIIOUECHUN
Ha PacTpOBOM AJIEKTPOHHOM MHUKpOCKoIe, Oxe-3JIeKTPOHHON CHEKTPOMETPUU U
¢dpaxionHoro razoBoro ananusa (OI'A) mpoBeaeHbl UCCIEAOBAHUS COJEPKAHUS,
cocTaBa, pa3MepoB U Mopdosorun Hemeraumyeckux BkiatoueHut (HB) B mpobax
MeTaJljla OTOOpPaHHBIX Ha 3Tanax BBIILJIABKU, BHEMEUHON 00paOOTKH, PA3IUBKHU 11O

BCEU TEXHOJIOTMYECKOM LIETIOYKE TPOU3BOJICTBA CcTain Kiacca [F.

3) Ilpennoxkena u peanuzoBaHa komOuHanusa metooB OI'A u OP D3MA
JUTSL ICCTIEIOBAHM S KOJTMYECTBEHHOTO M KAYECTBEHHOTO COCTaBa HEMETaJNIMYECKUX

BKJIIOUCHMHU U OLCHKHM YHNCTOThI cTajieil M0 HEMETAJJIMYECKUM BKJIFOUCHUSIM.

4) IlpoBeneHbl pacyeTbl KOMIUIEKCHOI'O PACKHUCIEHUS CTadd KaJbLIUN
COJACpXKAIIUMHM  JIUTaTypamMu  JUIsi  MOAU(GUIUPOBAHUS  HEMETATUYECKHX
BKJIIOYEHHM C LEJIBbI0 CHWKEHHS MX BPEIHOIO BIIMSHUA HAa TEXHOJIOTHYHOCTH
npoliecca U KauyecTBo rotroBod npoaykiuuu. CHopMyInpoBaHbl TEXHOJIOTUYECKUE
mapaMeTpsl  BBOJA  KadblMs I MOAUGUIMPOBAHUS  HEMETATHYECKHX

BKJIFOUECHUU.

5) IlpoBeaeHO W3ydyeHUE AUHAMUKH H3MEHEHHs COIAEPKAHMS Pa3IMYHBIX
TUIIOB OKCUJTHBIX HEMETAJUIMYECKUX BKIIFOUEHHI 10 X0y BHEMIEUHOU 00paboTKU U
pa3iIMBKU CTaIM AJIS TNIyOOKOM BBITSDKKHU Ha ABYX PocCHIICKMX MeTamtypruyecKkux
npeanpusatusx. [Ipumenenne metoga OI'A nnsa ananmza npuauH oopazoBanus HB
B METalle TMO3BOJIMJIO pa3padoTaTh KOPPEKTUPYIOIIUE MEPONPUATUS B
TEXHOJIOTUYECKOM IIPOLIECCE 110 IMPEAOTBPALICHUIO 3aTSATMBAHUS PA3JIUMBOYHBIX

CTAaKaHOB B MPOIECCE HETPEPHIBHON PA3JIUBKH.

6) IlpoBeneHHBIN aHAIW3 TEXHOJOTUM BBIIJIABKU W BHEMCYHOU 0OpabOTKH
IF u IF-BH craneii Ha 0T€4eCTBEHHBIX MPEAIPUATUAX MO3BOIMI CPOPMYIUPOBATH
pPEKOMEHIalUU I ONTHUMH3ALUU TEXHOJIOTUU ISl cTaOuiabHOro nonydenus IF

BH crtanu 3a1adHOro cocraBa U BEICOKOT'O KadecTBa.



Hay4Hasi HOBH3HA.

B pabote noxy4eHsl caeayrone HOBbIE HAyUYHbIE PE3YJIbTATHI:

1) Onpenenensl KIrOYEBbIE TEXHOJIOTMYECKUE MapaMeTpsl TocTxeHuss BH
— 3¢ dexra B cramsax kinacca IF, BbIsBIEHB! ONTUMAalbHBIE [HANla30Hbl 3HAYEHUI

Cs¢¢, OOLIETO YIUIEPOA, A30TA, a TAKXKE ONPEAEIICHO BIMSHUE pa3Mepa 3epHa.

2) BnepBeie pa3paboTaH U NPAKTUYECKH  pPEaTU30BaH  METOJ
KOJIMYECTBEHHOI'O ONPENEIECHUs HEMETAUNINYECKUX BKIIFOUEHUH Pa3IM4HbIX THUIIOB
COBMECTHBIM NPUMEHEHHMEM JIByX METOJIOB aHal3a HEMEeTaUIMYeCKHUX
BKJItOUeHUI: (ppakunonHoro razoBoro ananuza (PI'A) u meKTPOIUTHUECKOTO
PacTBOPEHHUS C MOCIEAYIOIIMM MUKPOPEHTT€HOCHEKTpalbHbIM aHaim3oM HB Ha
pacTpoBoM JJIEKTpoHHOM MuKpockore (OP DO3MA). PaspaboraHHblli MeTOA
VCCJIEIOBAHUI MO3BOJIMJI JOKA3aTh KJIIOYEBYIO POJIb BKIIOUEHUN OKCHJIOB TUTaHA

Ha IMPOUCCChI 3apaCTaHr PAa3JIMBOYHBIX CTAKAHOB.

3) C npumenenneM Metof0B @I'A u OP 33MA KoIMYEeCTBEHHO ONPEICICHO
BIIMSHUE  Pa3JIMUHBIX  TEXHOJOTMYECKUX  orepanuidi Ha  (OpMHUpPOBaHUE,
MOAU(UITMIPOBAHUE U yAAJICHNE HEMETAUNIMYECKUX BKIIOUCHUN PA3IUYHBIX TUIIOB
B PACKHUCIICHHBIX QIIOMUHHEM CTaIsIX. BrepBble KOJWYECTBEHHO OMNPEAEIICHO
BIIMSIHUE OTepalluii pa3iMBKA Ha pauHUpOBAHHE METallla OT HEMETATMYECKHUX

BKJIFOUCHUU.

4) BnepBble mOKa3aHO, YTO MO pe3yJbTaTaM aHajiu3a 00paslioB MeTaluia
Merogqom ®DI'A BO3MOXKHO MPOTHO3UPOBATH  BEPOATHOCTH  3aTATMBAHUS
CTAJIEPA3JIMBOYHBIX CTaKaHOB MPH pa3iuBKe craynen knacca IF, mo nmukam kpuBou

ra30BBIACIICHUA.

IIpakTHyeckasi 3BHAYMMOCTH PadOTHI.

1) PazpaboTaHHbIil METOI ONIPECICHHS] KOTMYECTBEHHOTO M Ka4€CTBEHHOTO
COCTaBa HEMETAJTMYECKUX BKJIIOUCHUM KoMmOuHaiuen aByx metojoB ®I'A u OP
O3MA ycheunHo HCNoiIb30BaH JJIl UCCIEI0BaHUs MPOMBIIUICHHBIX 00pa3ioB IF

CTaJIel ¥ MPOXOJAUT anpoOaLUIo IS aHAIU3a APYTUX MapOK CTaJIu.



2) KimoueBble napametpsl goctwkenus BH — sddexra npu npousBoactse
IF-BH craiiu u pekomeHnayembie auarna3onbl 3HaueHuit Cadd, yriepoaa, azora
pean30BaHbl B NpakThke npousBojacTBa [F-BH crameir Ha n1ByX OTE€YECTBEHHBIX

IPEAIPUATHAX.

3) IlpoBeaeHHbIN aHAIN3 TEXHOJOTUHU BBIILJIABKA M BHENEYHOW 0OpabOTKHU
IF u IF-BH craneii Ha 0T€4ECTBEHHBIX MPEANPUATHIX TTO3BOJIUI CPOPMYIUPOBATH
PEKOMEHIAIMU 11 KOPPEKTUPOBKHU IMPOMBILIIJIEHHON TEXHOJIOTHHU ITPOU3BOACTBA
IF BH cranu ¢ cTaOWIbHBIM TIOJYYEHHEM 3aJaHHOTO COCTaBa M BBICOKOIO

Ka4dycCTBa.

[IpakTueckass 3HAYMMOCTBH ITOATBEPKAACTCS IOJYYEHHOM CIPABKOW OT
[TAO «CeBepcTaiib» 00 UCIIOJIB30BAHUU PE3YJIHTATOB JUCCEPTALMOHHON pabOTHI B

ycnoBusix [TAO «Cesepcraiby.

Myoaukanum.

[Io Teme nucceprauuu omyOnukoBaHo 20 HayuHBIX pabOTBL: 5 cTaren
OIMyOJINKOBAaHbI B  PELEH3UPYEMBIX JKypHaJlaX, peKOMeHIoBaHHbIX BAK.
PesynbTatsl paboThl M05105keHBI Ha 14 MexayHapoaHbIX U Poccuilckux Hay4dHbBIX

KOH(epeHIusIX.

O0beM U CTPYKTYpa JUCCEPTALMH.

Huccepransi COCTOUT M3 BBEACHMS, YETHIPEX IJIaB, BBIBOJOB, CIIMCKa
UCIOJIb30BaHHOM nuTepaTypsl u3 118 nHaumeHoBanmii. Pabora uznoxena Ha 151

CTpaHUIIE MAIIIMHOIIUCHOTO TEKCTA, COACPKUT 57 PUCYHKOB U 21 Tabmuiry.
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I'naBa 1
1. AHaJIMTHYeCKHH 0030p JIMTEPATYPbI

1.1. OO030p craseili mnNpuMeHsieMbIX MNPU MPOU3BOJCTBE
apromoOomiied. Cramm kjaacca IF um IF-BF. Ilyrn aocru:keHust
YINPOYHEHHUSA CTAJIM MPH CYHIKe

[IpousBoguTensam aBTOMOOHMIIEH HEOOXOIMMO COOMIOAATH CTPOTHE HOPMBI
no Oe3zomacHOCTU U 3KoNOTUU. ONHUM U3 CIIOCOOOB OCTMKEHUS JaHHBIX Liejen
ABIIACTCS yBEJIMYCHHE 00BbEeMa HCIOJIb30BaHUS BBICOKOMPOYHBIX TOHKOJIMUCTOBBIX
cTaleili mpu mpousBoACTBe aBToMoOmied. K COBpeMEHHBIM  CTajsM,
IPUMEHSIOMIMMCS. B aBTOMOOHMIIECTPOCHUH, OTHOCST MPEACTABICHHBIN HUXKE Pl

cranei [1]:

— IF — cTans 6e3 cBOOOJHBIX aTOMOB BHEAPEHUS,;

— IF-HS — BeicokompoyHas cTanb 0e3 CBOOOHBIX aTOMOB BHEIPEHUS;

— Mild - Msrkas yriaepoaucTasi cTajb;

— BH — crans ¢ TepmoynpoyHeHuEM;

— C-Mn - MapraHioBucTasi CTaib;

— HSLA - HuskonernpoBaHHas CTajib IOBBIILIEHHON TPOYHOCTH;

— TRIP - MetactabuibHas BBICOKOIIPOYHAs ayCTEHHTHAs CTaJlb C BBICOKOM
IJJACTUYHOCTBIO;

— DP-CP - JIByxda3Hble (QeppUTOMAapTEeHCUTHBIE CTaId U MHOTrO(da3HbIe
cTanu;

— MS - MapreHcuTHas CTalb.

60 T
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—— HSLA
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ABTONPOU3BOJIUTENN MPU BHIOOpE MaTEepHANIOB Ui MPOU3BOJACTBA JI€TaleH
Ky30Ba aBTOMOOWJISI OCHOBBIBAIOTCS HA XapaKTepUCTHUKAaX, TapaHTUPYIOIIMX
0€30MacHOCTh JKCIUTyaTallid aBTOMOOWIIEH, TaKMX KaK: YpOBEHb MPOYHOCTU U
IJIACTUYHOCTH, CBapMBaeMoCTh, cebectoumocth [2,3]. Hampumep, mns
IIPOU3BOJICTBA BHEIIHUX JIETaJIel Ky30Ba aBTOMOOWJISI TpeOyeTcss OUeHb XOpollas
IUTACTUYHOCTh U Mo3TOMYy Hcnonb3ytoTes IF cramu (Interstitial Free — ctamu 6e3
CBOOOJIHBIX aTOMOB BHEJAPEHHUS), KOTOPHIE SBIISIOTCS CBEPXHU3ZKOYIJIEPOAUCTHIMU
(comepxkanue yriaepoga B craau MeHee 30 ppm). Cramu IF xapaxktepusyrorcs
BBICOKOI IJIACTUYHOCTBIO U PABHOMEPHBIM YJJIMHEHUEM IpU ITamioBke. Craib
knacca [F-BH mo3BosisieT MOBBIIATE TPOYHOCTh U3TOTOBJIEHHBIX U3 HEE JCTAIECH
32 CYET UCKYCCTBEHHOro ctapenuss cramu [4,5]. AOGOpeBmatypa BH
pacmmdpoBbiBaeTcsl Kak bake hardening - 3¢pdexT TepMOyIpOYHEHHs CTalu TIpU
ropsiueil Cyiike Ky30Ba aBTOMOOWJIS mociie mokpacku. s nposinenust sdpdexra
YOPOYHEHUS CTald NpH CYIIKE, XWMHYECKHIl COCTaB CTaJd JIOJKEH
PEryaupoBaThCsl TAKMM 00pa3oM, 4TOOBI B CTaJIM OCTaBalOCh 15-25 ppm yerepooda
agppexmuenozco (Cogg) [6,7]. Yrepon 3¢ (heKTUBHBINA — 3TO CBOOOIHBIN YIJIEPO. B
Marpule o-Fe, npesBplmuaromuyi npenen pacTBOPUMOCTH yIiIepoAa UId JaHHOU
(komMHaTHOM) Temneparypsl. IloBbllIEHHE TPOYHOCTH 3a CYET YHOPOUYHEHUS
CTAJIbHBIX J€TaJe MPU CYIIKE MO3BOJISIET MPOU3BOAMUTEINSAM HCIHOJb30BaTh OoJiee
TOHKUWA CTaJdbHOW JIMCT TMpPH TPOU3BOJCTBE aBTOMOOMUIIBHBIX Ky30BOB 0€3
MOHIKEHUS! YPOBHS O€30MacHOCTH ISl BOAUTENS U MACCaKUPOB, YTO MPUBOAUT K
CHI)KEHUIO MAacChl BCEro aBTOMOOWJIS M yMeHblIeHUI0 BbIOpocoB CO rmpu ero

AKCILTyaTalllM 32 CYET COKPAIIEHUS pacXo/ia TOIMBA [§].

1.1.1. Onpenenenue 3¢ ¢exra ynpouHeHHs NPHU CyLIKe

Cranp IF-BH - Interstitial Free - bake hardening sBnsercs
TEpPMOYIIpOUHsAeMOi crajibio. Ilpu mpomsBoacTBe aBTOMOOMIIEH, A BHEIIHUX

JeTaneun Ky30Ba JOCTHUIacTCA IMOBBIIICHHUC ITPOYHOCTU IIPH HU3KOTCMIICPATYPHOM
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(200°C) HarpeBe BO BpeMs CYIIKM HAHECEHHBIX Ha KY30B JIAKOKPACOYHBIX
noKpbITUi. J71a momydenus takoro sdexra HeT HeOOXOIUMOCTH B KaKUX-THOO
JIOTIOJIHUTENBHBIX arperarax Ha cOOpOYHOM KOHBeilepe. YBeanueHue MpOYHOCTU
JIOCTUTAETCA 3a CYET COOTBETCTBYIOIIETO COCTaBa CIUIABA IPU CYLIECTBYIOIIEH
TEXHOJOTHH TPOU3BOACTBA aBTOMOOMIEH. Pa30oBblil COCTaB MeTaula CTaJbHOTO
mucta [F-BH cranu mociie X0JI0AHON NMPOKATKU MPEACTABISAET COOOW TBEpbIN
pactBop yriepona B a-Fe. B mporecce xomnomHod nedopmaiuyu B MeTasie
o0pa3yloTcsi JIUCIOKaluu, MPU 3TOM, 32 CUET MEXAHHYECKOro YIPOYHEHUs
NOBBIIIAETCA Mpeen npoyHocTu. [locine HaHeceHUs TaKOKPACOUHbBIX MOKPHITUH Ha
TOTOBOM KOpIyC aBTOMOOWJISI CIEAYET 3Tal Tropsdyeil CYIIKH JIaKOKPaCOYHBIX
NOKPBITUM B Tieun ¢ TemmepaTtypoil okosio 200°C. B npouecce nuddys3un aTombl
yrjeposa, o-Fe

Haxoasmuecess B TBEPpAOM  paCTBOPC 3AKPCINIAIOTCA Ha

JUCIIOKAIIMAX, 3a CYET HTOro IMpollecca HCKYCCTBEHHOTO CTapeHUs Tpemen
MPOYHOCTH CTAJIBHBIX JAeTaleil MOXKeT yBenuuuThes emie Ha 30 — 60 MIla [3,9-11]

(pucyHOK 2).

Jlo MTaMIIOBKH

Iocne mTaMmoBKH

Ilocie cymKkH B e4n

et

CrobomHEL yIaepon

JucmoKarem

30— 60 MITa

'\
"
Ly
Vo
\
! \
1 v
1 \
1 v
1 v
' \
' \
\

IIpenen mpoYHOCTH
AY
\

Pucynok 2. Cxema npouecca ynpounenus [F-BH cranu.

OnHUM U3 OCHOBHBIX TpeOOBaHU, IpeAbsABIsIeMbIX K Mapkam ctainu IF-BH,
aBisieTca uX "cpok rogHoctu". CTaiab HE JOJDKHA MOJBEPTraThCsl CTAPECHUIO U
YXyJIIaTb CBOM CBOMCTBA INPHU TPAHCIOPTUPOBKE M XPAHEHHH N0 KOHEYHOIO
MIOJIb30BATEIIS.

Jns  aBTONpPOU3BOAUTENEH MUHUMAIBHBIM '"CpPOK TOAHOCTH"

COCTaBJISIET HE MeHee 3 MecsueB. JlaHHBIM MapaMeTpoM MOKHO YIIPaBJIATh,

13



KOHTPOJIUPYSI KOHIICHTPAIIMIO aTOMOB BHEAPEHHWsS yriepoja M aszora. Tak Kak
muddy3us azoTa B MecTa JUCIOKAMHA TPOUCXOAWT Jake IMPH KOMHATHBIX
TeMIiepatypax [6], Bech a30T crapatorcs cBszaTh B Buje AIN u TiN u yganute u3
TBEpJOro pactBopa, a BennunHoW BH-addekra ymnpaBiasTe TONBKO 3a cYET
colep:kaHus pactsopeHHoro yriaepoaa [12]. Conepxkanne C,pp UMEET KIHOYEBOE
3HaueHne npu poctkeHun BH->¢pdexra. Cramp [F-BH nomxna comepxkatb
CTpPOTO 3aJaHHOE cojepkaHue yriepoaa, ytoosl BH-addext mnposBisiics Ha
3aJJaHHOM 3Talleé TeXHOJIOTMYECKOTro MPOU3BOJICTBA, & UMEHHO IPU ropsYeHl CyIke

JIAKOKPACOYHBIX HOKpBITI/Iﬁ Ha I'OTOBBIX JICTAJIAX KY30Ba aBTOMOOMJIA.

1.1.2. Meroasl omnpeneneHuss u ¢axkropsl Haauuusa BH
3¢ ¢exra

Benuuuny BH s¢dexra nzmepstor Ha oO6pasnax, KOTOpble pacTSIrMBaiOT Ha
2% mnpu KOMHATHOM TemriiepaType. 3aTeM C O0pas3loB CHHUMAIOT HArpysKy,
BBIJIEPKMBAIOT MU 3a7aHHON TemiiepaTtype (okosio 200°C) B Teuenue 20 MUHYT U
3aT€éM CHOBA IIOJIBEPralOT MCHBITAHUSM Ha PpACTSIKEHUE INpU KOMHATHOU
temneparype. PasHuna Mexny HUKHUM IPEIEiIoM TEKY4YEeCTH MOCJE CTapeHus U
HANpsDKEHHEM TEUYEeHHUsS B OTCYTCTBUHM HAarpys3kd, KOTOpas MPUCYTCTBYET H3-3a
neopmanmontHoro crtapenus uinu BH addexra spmsercs BenmuuuHor Ac u

onpenaesieT Benuuuny BH-a3¢gdexra.

BH - a>dderr ¥
(AG ;)

Jyove
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(a) (6)

Pucynox 3. Omnpenenenne Benmmunnbl BH addexra Ha oOpasznax: (a) - TunuaHas
nuarpaMma pactspkeHus st oopasna [F-BH cramm [13] (6) — Tunuysbii
oOpasel I UICIIBITAHUN Ha pacTsukeHue [14].
st mposinenus BH addexra, 10mKHBI BEINOIHATHCS CIEIYIOUIUE YCIOBUS

[15,16]:

1. B cTaym n0JKHBI IPUCYTCTBOBATH MOJABUKHBIEC JUCIOKALUY;

2. B cranu nomkHa OBITH AOCTATOYHAs KOHIIEHTpAIMsl PAaCTBOPEHHBIX aTOMOB
BHEJIPEHUS, UYTOOBI 3apUKCUPOBATH AT IUCIOKAIIUU;

3. PacTBOpeHHbIE aTOMBbI BHEAPEHUS JODKHBI OBbITh TOABMXKHBIMH  IIpU
TEeMIIepaType CYIIKHU JIAKOKPACOYHBIX MTOKPBITHIA;

4. BoccraHOBIIEHHE TUCIOKALUU JTOJKHO OBITh JOCTATOYHO MEAJICHHBIM, YTOOBI

NPEIOTBPATUTh PA3MATYCHHUE CTANIU (CHUKEHUE MPOYHOCTH).

1.1.3. ®aKTophl, BIAUAKNIMEC HA BEJUYUHY YIPOUYHEHHUS MPH
CyLIKe

1.1.3.1. Biusinue coaep:xanus yrJjepoaa 3¢p(peKTUuBHOT0

Conepxanne C,pp B pactBope o-Fe sBisercs rnaBHbIM (hakTopoMm,
onpeaeysiromuM Hanuuue U BenuuuHy BH-addexra. PactBopenHslil yriaepon
3aKpeIuUISIETCsl Ha JAMCIOKALMSIX IPU TEMIIEpaType CYLIKH JIAKOKPACOYHBIX
NOKPBITUA TEM CaMbIM BbI3bIBas yHpouyHeHWe cranu. OJHaKo, YyBEJIMYEHUE
yriepoaa oT 0 o 40 ppm yeenuuuBaer BH sddexkr ot 40 mo 70 Mlla, a
JaNbHEMIIee yBEIMYEHUE PACTBOPEHHOIO YIepoJa HE OKa3bIBaeT BIMSHHUS HA
Bennuuny BH - addekra. [17]

Conepxanne C,py B CTAIU OOBIYHO PACCUUTHIBAIOT 11O GOpMYJIE:

B 12[Nb]  12[Ti] 12[N] 1)
C3d7(17 = (C06u; 93 48 + 14 ) x 10000

riie C,gg - yriepo 3G pexTuBHBIA, ppm;
Cosy — OOIIIEE COZIEpIKAaHUE YTIIEpOia B CTalIU, MaccYo;

[ND] — conep>kanue HUOOUS B cTasiu, MaccYo;
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[77] — conep:kaHue TUTaHA B CTajau, Macc%o;

[V] — conepkanue a3ota B ctayid, Macc%o.

B psnme pabotr mokazaHo, 4To conaepxkaHue yriepoga 3(h(EeKTHBHOTO B
TBepJioM pacTBope a-Fe, Haxopmsumierocss B nuanazone oT 12 mo 25 ppm, naer
ontuManbHbIE BH-3ddexT mpu cymmke u mo3BosisieT n30ekarh Mpoliecca CTapeHus

Ipy KOMHATHOM TeMmmepaType B T€UEHHUE JIMTEIBHOIO0 BpPEMEHH (> 3 MecsleB)

[6,7.9].

1.1.3.2. BiiusiHue Jierupyrouux 3J1eMeHTOB

1.1.3.2.1. JlerupoBanubie TuTanoM IF-BH cranu

Tutan ouenb 3(pPeKTUBHO yAaseT a3oT, cepy M Yriepol, JEerko odpasys
TiN Bo Bpems kpuctaumsanuu u TiS Bo Bpems HarpeBa cisba. OctaBmmiica Ti
cesazpiBaercs B TiC Bo Bpemst mpokatkd. OOpa3oBaHue KapOHIOB U
KapOocynbpUIOB 3aTpyAHSIET KOHTPOJb KOJIMYECTBA THTAHA, JOCTYIHOTO JUIs
CTabWiau3aluy  yriepoja, U, CJEJOBaTeNbHO, COJEPXKAHUS PACTBOPEHHOTO
yraepoga. OgHako >p¢GeKT ynpoyHEHUsS MPU CYIIKE MOXKET ObITh IMOJyuYeH IMpH
nerupoBanun Ti B cirydae, €CIIM paCTBOPEHHBIN YIJIEPOJ OCTAHETCS B PAcTBOPE B

KOJIMYECTBE HEOOXouMoM is iposiBieHust BH-adekra.

KonTponb obmiero comepxanust yriepoaa Ha ypoBHe 15-25 ppm u TuTaHa
Ha ypoBHe ~ 0,01% mno3Bonsier nonyyats BH-a3ddekt npu nerupoanuu craiu
toapko TUTaHoM [18,19]. CopepkaHue mapraHua JIOJKHO MOAJAEPKUBATHCS Ha
HU3KOM YypoBHE (~ 0,3%), 4T0OBI TIpemoTBpaTUTh oOpa3oBaHue MnS BMecTO
obpazoBanus TiS, a TemmepaTypa MojorpeBa cisiOa J0KHA ObITh BBICOKOH (~
1200°C), 4robsl mpemoTBpaTuTh oOpazoBanue T14C,S,. Jlpyroit wmeton
noctkenus BH-agdekra nmpu neruposanuu Tosibko Ti, nmpeanosiaraeT CHUKEHUE
YPOBHSI Cepbl JJII MUHUMU3ALMK oOpa3zoBaHus TiS, mockoibKy BKIrOYeHHUs Ti1S
MOTYT SIBIIITbCS T€TEPOTEHHBIMU IIEHTPAMH 3apo/ibieoopazoBanust st TiC, ato

MOXET IPUBOJUTL K CHHXXCHHIO COACPKAHHA PpPAaCTBOPCHHOIO YIjcpoJa B
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otrcytctBre kotoporo BH-addext npossuarses He Oyaet [20]. Takxke cHUXEHUE
ypoBHsi ceprl 10 0,005%, myrem yBennueHus couepxanus mapradua mo 1,0%
MOXXET TMoAaBisaTh oOpazoBanme T14C,S;, OCTaBIsIsI PAaCTBOPEHHBIM YIIIEPO.

HeoOxoauMbId Jutst iposiBneHust BH-addexra.

1.1.3.2.2. JlerupoBannbie Huoouem IF-BH crasu

Huobuii sBisieTcss cuiibHBIM KapOumooOpaszoBaresieM, KOTOPBIM MOXKET
cBa3aTh yrieponx B Buae NbC mnpu  goOaBieHHMHM B COOTBETCTBUM  CO
crexuomerpudeckuMm cootHoreHueM: (%Nb) = 7,75 (%C) [12]. Amomunuii B
JTAHHOM CJIy4ae CBA3BIBAET a30T ¢ oOpazoBanueM AIN, KoTopblii 00pasyercs npu
6onee BbicOKuX Temneparypax, yeM Nb (C, N), moaToMy Bech HHOOUH JOCTyIEH
JUIsi 0O0pazoBaHusi kapOuioB. KoHTposb copepxkaHus pacTBOPEHHOTO YIJIEpoaa B
aerupoBaHHbix HuoOuem IF-BH cramsx MokeT OBITh JOCTUTHYT JBYMS
crnocobamu. Bo-mepBeiX, /Ui cTabUiIu3aluu yriepoja MOXKET ObITh J00aBICHO
ONpEeJIEICHHOE KOJIMYECTBO HUOOMS, YTOOBI B PAcCTBOpPE MOCIE BHIIJIABKH CTaJd
0CTaBaJIOCh CTporo 15-25 ppm pacTBOPEHHOTrO yriepoja. ITOT crmocod Tpedyer
KECTKOTO KOHTPOJII XHMHUYECKOTO0 COCTaBa CTajlM Ha JTane BBIUJIABKA U
BHEIMEYHOH 00pabOTKH, MPU ITOM U3-3a MPHUCYTCTBUS PACTBOPEHHOTO yTiepona B

CTaJId MOXKET CHU3UTHCA €€ IINTaCTUYHOCTB.

Bropoit MeTon TpeOyeT moJIHOM cTabmIM3aluy yriepo/ia Mpy Mporu3BOACTBE
CTaJii. 3aTeM pacTBOPEHHBIN yriiepo] BelneiseTcs B Buae pactBopa NbC Bo Bpems
omxkura. [lpu BeicokoTeMmiepaTypHoM oTxure (800-850°C) u oxiaxaeHUH O
ckopocthio 420 K/c, 15-25 ppm yriepoma MOXET HaxXOAUThCs B pacTBope [21].
[TockonpKy yriepoJl TOJHOCTBIO CTAaOMIM3HpPYETCsl [0 KOHLA OTXKHIa,
IUTACTUYHOCTh B CTaJsX TAKOTO THUIA CPaBHUMA C TPAAMIIMOHHBIMU Mapkamu I[F
ctasii. OJHAKO TaKOil BBICOKOTEMIEPATYPHBIM OTKUT MOXKET MPHUBECTH K

nedexTam IMcTa, TAKUM Kak TeruioBas aehopmariys.

CHmkasi ypoBEHb CE€pbl M YBEIUYUBAS COJEpKaHUE MapraHiia, MOKHO

npeaoTBpaTuTh 00pa3oBanue TiS, ocCTaBisAss BeCb THUTAH JOCTYMHBIM IS
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cTabuiau3aluu a3oTa, TakKUM o0pa3oM He jgomyckas oOpaszoBanus TisC,S,, u

KOHTPOJIMPOBATh COJAEPKAHUE PACTBOPEHHOTO YIJIEPOIA TOJIBKO HUIOOUEM.

1.1.3.2.3. CoBmecTHOE JilerupoBaHue TUTAHOM M HuoOmem IF-
BH craau

CHmkasi ypoBEHb CE€pbl M YBEIWYMBAS COJEpKAaHUE MapraHia, MOYKHO
penoTBpaTuTh oOpa3zoBanme TiS, OCTaBisis BeChb TWUTAaH JOCTYIHBIM IS
crabunmmzanuu  azora [12]. Takum 3xe 00pa3oM MOXKHO MPEAOTBPATUTH
obpazoBanne Ti4C,S;, W ynpaBisTh CoOlep)KaHUEM PACTBOPEHHOIO yTIEepoja
TOJIKO 3a CYeT KOHTPOJs cojepkaHuss Huobus. KoHTpons conepikaHus
pacTBOpeHHOro yriepojga mnsi jpoctuxeHuss BH-addexra B nerupoBaHHBIX
TuTaHoM U HuobueM IF-BH cramsx Moxer OBITh JOCTUTHYT IO aHAJOTHH C
aerupoBaHHbIMH ToJibKO HuoOueMm IF-BH cramamu. CoBmecTtHOEe nernpoBaHue
tuTaHoM W HuobueM IF-BH crameit mmpoko wucciaeqoBaHo W NPUMEHSETCS

MHOTHUMHU TIPOU3BOAUTENAMU [23,24].

1.1.3.3. Biausinue pasmepa 3epHa
Bnusinue pasmepa 3epeH Ha Hanuuue u BenumuuHy BH-addexra nmeer

IIPOTUBOPCYHMBLIC JaHHEBIC.

brio oOHapyskeHo [25], 94TO mepeHaChIIIEHHOCTh YTIIepo/ia B 3epHaX BHIIIIE
JUTsl OOJIBILIETO pa3Mepa 3€peH, U B 3TOM OOJIBIIIOM 3€pHE UMEET MECTO BbIICIICHUE
LEMEHTUTA TMPU CPEIHEH CKOPOCTH OXJIAXKICHHUS, a C YBEIMYEHHEM CKOPOCTHU
OXJIQXKJICHHSI, YAaCTULbl LIEMEHTUTA BBLICIIIOTCS Aake B MenKkux 3epHax. Ilocme
BBIJICJICHUSI YaCTHUIl LIEMEHTUTA TPEJEN TeKy4eCTU MaTrepuasia YBeJIUYUBAETCS, HO
HE OCTaeTcsi aTOMOB PAaCTBOPEHHOIO yriepona Ajisi oOpa3zoBaHUs aTMoc(hepsl
Korrpemnna. Takum obpazoM, 3hdeKxT yrmpouyHeHus Npu CyIIKke yMeHblmaercs. 13
TOr0 OBUT cHelaH BBIBOJ, YTO A(PPEeKT yYNpOUuHEHHs] CTadd TMpPU CYLIKE
YMEHBIIAETCS ¢ YBEJIMYEHUEM pa3Mepa 3€pHa, IPH YCIOBUH, YTO YIIPOUHEHHUE NPU

CYHKEC OIpCACIIACTCA KOJIMICCTBOM YIJICPOAd HAXOIAMICTOCA BHYTPH 3CPCH.
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Taxxe apyrumu uccienoBareiasiMu [17] Obuio oOHapyKeHO, 4TO OOJbIlIee
KOJIMYECTBO LIEMEHTHTA HAXOAMUTCS BHYTpU OOJIBIIMX 3€pEeH, NpU H3MEHEHUU
pasMepa 3epHa depputra OT 8 MKM 110 32 MKM ITyTEM H3MEHEHHS O0XKaTHS TpU
xonogHoM mpokatke ot 90% mo 25%. Ilocme mpoueaypbl TEPMOYNPOYHEHUS
(cymku B Te4H) MeNKHe 3epHa (eppuTa AaroT Oosiee BbiCOKME 3HaueHus BH-
apdekra. 13 3Toro Obul caenaH BBIBOJ, YTO, €CIM KapOWIbl MPUCYTCTBYIOT B
3epHax B MPOIIECCE CYUIKU, TO JIOCTYMHBIA CBOOOIHBIN YIiepo/] 10HKEH MEPENUTH B
3TH KapOuipl, a Takke B auciokauud. CremgoBarenbHO, 3((EKT 3aKperuieHus
JUCJIOKAIMi MEHbIIIE B KPYMHBIX 3€pHAX, YTO MPUBOAMUT K CHUKEHUIO 3HAYEHUS
BH-3¢dekra. Cnenano npeanosioxkeHue, YTo MPU HArPEBaHUM JI0 TEMIEPATYpPbl
CYLIIKH KpacKH, aToOMbl yTJepojaa, MPHUCYTCTBYIOIIME Ha TpaHUIAX 3E€peH
nupbyHAUPYIOT O00paTHO BHYTPh 3€pHAa M MPUBOJAAT K YBEIMUCHHIO IIpejeiia

TekyuecTH (yBennueHuto BH-addekra) 3a cuer 3akpenieHus IucioKanui.

Paborta [16] Takyke MOATBEPKIAET, UTO JJIsl JAHHOTO COJICp)KAaHUS yTIepo/a,
BEJIMUMHA YIPOYHECHUS MPH CYUIKE YBEIWYHUBACTCS C YMEHBIICHUEM pa3Mepa
3€pHa, a 3aBUCMMOCTb OT pa3Mepa 3€pHa BO3PACTaET C YBEIUYEHUEM

KOHIEHTPALMHU YIJIEPO/A.

Eme onna rpynma wuccnepoBarene [26] monmoxuia O MPOBEACHHBIX
HCCJICIOBAHUIX TTOBEICHUS nedopMaIOHHOTO CTapeHUs B
cBepxHU3Koyriepoaucteix BH cransx, B 3aBucumoctu OoT pa3mepa 3epeH. OHu
0OHapY>KUJIM, UTO U3MEHEHHUE pa3Mepa 3epeH BIUSET Ha paclpeesieHue yriepoa
KaK BHYTPU, TaK U Ha FPAHULIC 3€pHA U ATO BIMUSAET HA pacOpeieNIeHHe AUCIOKAIUi
B 3€pHaX, 4TO B CBOIO OYE€peab CHUJIIBLHO BIHUSET Ha MOBeICHUE JAehOpPMAIMOHHOTO
crapeHus. WX pacueTbl MOJETUPOBAHUS W IKCIEPUMEHTAJIbHbIE HAOIOACHUS
MOKA3bIBalOT, YTO YMEHBIIECHHE pa3Mepa 3€pEeH YMEHBIIAET MaTPUYHOE
COIEpKaHWe yriiepojJa B CBepxHU3Koyriepoaucteix BH cramax mocie
HEIMPEPHIBHOTO OTXKHra u, cienoBareiabHo, BH a¢dexkr ymenpmaerca. U3 atoro
HaOmo/IeHust ObUT clenaH BbIBoA o ToM, yTto BH addext yBenuuuBaercs ¢

YMEHBIICHUEM pa3Mepa 3€pHa TOJBKO B ClIydae CBEpXHU3KOyriepoauctsix BH
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CTajlell C KPUTUYECKUM pa3MEPOM 3€pHA M OINPEACTICHHOW MpeaBapUTEIbHON

nedopmarmei.

1.1.4. TpeooBanus npeabsaBisemblie Kk IF-BH cransam

Bo Bpems mrammnoBku, pAetanu, wu3roroBiieHHble wu3 [F-BH cranm,
MO/IBEPTAIOTCS 3HAUUTEITHHOU JeOpMaIIiH, 9YTO MOXKET MPUBECTH K 00pa30BaHUIO
nedexToB, Hampumep, TNO0JIOC CKobkeHus (nuHuil Jlrogepca-UepHoBa) u
00pa30BaHMIO TUIOMIAJKM TEKYy4eCTH Ha JuarpamMme pacTsbkeHus. B mecrtax ¢
JAaHHBIMU ~ JepeKkTaMu Ha TIOBEPXHOCTH HAHECEHHOE TOKPBITHE  JIETKO
OoTClauBaeTcsl W MeTall Koppoaupyer. IlpuumHamu oOpa3oBaHUsI JTaHHBIX
ne(hEeKTOB SBJISICTCS MOBBINICHUE KOHIIEHTPAIIUU aTOMOB YIJIEpO/Ia U a30Ta BOKPYT
JUHUM  Jucliokanuii — oOpaszoBanue artmochep Kortpemna Ttopmossmmx
CKOJIBKEHHUE JTMCJIOKALMM, 4YTO TMPUBOJAUT K IPOILECCY €CTECTBEHHOI'O CTapeHUA

(Mpy KOMHATHOM TeMIEpaType) CTaIM U CHUKEHUIO €€ TIaCTUYHOCTH [27].

OnHuM 13 OCHOBHBIX TpeOOBaHUM, MPEAbIBISIEMbIX K MapkaM ctaiu [F-BH,
aBysieTcs X "cpok rogHoctu". CTanb HE JOJKHA MOJIBEPraTrhbCsl CTAPECHUIO U
yXyJllaTh CBOM CBOMCTBA MPHU TPAHCIOPTHUPOBKE M XPAHEHUH JI0 KOHEYHOIO
UCIOJIb30BaHusA. i1 aBTONPOM3BOAMTENICH MUHHUMAJIBHBIA '"CPOK TOJHOCTH"
COCTaBIIIET HE MeHee 3 MecsueB. J[aHHbIM MapaMeTpoM MOXHO YIIPaBIATH,
KOHTPOJIUPYS KOHIICHTPALIMIO aTOMOB BHEpeHus: yriepoaa u azora. Crans [F-BH
JIOJDKHA COJIEpKaTh CTPOTO 3aJaHHOE cojiepkaHue yriaepoja, ytoosl BH-addexr
MPOSIBIISUICS Ha 33J]aHHOM 3Tare TEXHOJIOTMYECKOTO MPOU3BOJICTBA, 4 UMEHHO NpHU
ropsiyedl CyIlIKEe JIAKOKPACOYHBIX MOKPBITHM Ha TOTOBBIX JETASAX Ky30Ba

aBTOMOOMJIA.

1.1.5. Muposoii onbiT npoussoactsa IF u IF-BH craneii

Ocnosnast unpopmanus no npousBojactBy IF u IF-BH craneit otHOCHTCS K

JTamaMm IpokaTa M TepMUYECKOW 0OpabOTKH, B TO BpeMs Kak HHPOPMALMH O
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BBITIJIaBKe U BHerneuHoi oOpabotke IF u IF-BH craneii B nutepatype npuBeacHo

He 00JIBIIIOE KOJIUYECTBO.

IF-crane BeITIIaBnsgeTcs Ha npeanpusituu Voest-Alpine Stahl Linz GmbH B
150 TOHHBIX KOHBEpTEpax C MOocheayroeld o0padoTKoN MeTalljia Ha YCTaHOBKE
HUPKYJSIIUOHHOIO BakyyMupoBaHus [28]. /I ONTHMaJIBbHOIO MPOTEKAHUS
NpOIIECCa BAKYYMHUPOBAHUS C LEJIBK0 TMOJYYUTh CBEPXHHU3KOE COJEpIKaHUE
yrilepozia W3 KOHBEpPTEpa BBIIIYCKACTCA HEPACKHUCIICHHBIM XUAKUM Metayl. Ha
NPEANPUATAA CUHUTACTCS ONTUMAIBHBIM HMMETh MEPE] BaKyyMHPOBAHUEM
COOTHONIECHHE coAepKaHus yriiepoaa u kuciopoaa B Mmetaiuie 200-300 ppm u 400-
500 ppm COOTBETCTBEHHO, JJII ATOTO IMEPEH BBITYCKOM CTAJIA U3 KHCIOPOIHOTO
KOHBEpTEpa HM3MEpSETCS OKUCIEHHOCTh METalyla M B Clydyae HEoOXOAMMOCTU
KOPPEKTHUPYETCSl COJep)KaHue yriepoja MyTeM jAo0aBieHus Mpucaaok. 3a 15
MUHYT BaKyyM-KHCIOpoaHOTo o0e3yripoxkuBanus (VOD mnpoliecc) KOHIIEHTpaIus
yriiepoga B CTaJid CHIKaeTrcs 1o 18 ppm. 3a cyeT 100aBOK pacKUCIUTEIEH U
JETUPYIOIIUX ~ 3JEMEHTOB  COApPEKAaHWE YIJIpoAa Ha  Pa3IMBKE  MOXET

YBEJIUUUBATHCA J10 22 ppm.

Hwuskuit azor B IF cranm moisyyaror cpa3y Ha dTale BBIIUIABKA CTAJIN B
KHCIIOPOJHOM KOHBEPTEPE, TaK KaK CYIIECTBEHHO CHU3UTH COJEpKAHUE a30Ta BO
BpeMsl BHEMEeuHOM 00paboTku He mnoiyudaercs. Huskue KOHIIEHTpanuu a3oTa B
CTaJIi BO BpeMs BBIIUIABKM Ha KOHBEpPTEpE OOECIEeUMBAIOTCA 3a CYET OCOOBIX
PEKMMOB TOHHOW MPOAYBKH M Ha BBIXOJI€ U3 KOHBEPTpPEpA COAEPKAHUE a30Ta HE

npessbimaet 20-25 ppm.

Texnonoruss npousBojacTBa IF cranend Takke HE TMpeamnonaraeT 3rana
necynbypanuu MeTajia BO BpeMs MPOBEJCHHUS BHEMEUHON 00pabOoTKH CcTaiw,
MO3TOMY Ha TMPEANPHUATHU MCIOJb3YETCS CIENHAIbHBIA YyTYH C HHU3KUM
CoJIepKaHUEM CEepbl U OTCOPTHPOBAHHBIN METAUTMYECKUN JIOM, YTO TO3BOJISET

HOJTy4aTh CTallb C COACPIKaHMEM cepbl B cpeqHeM 50 ppm.

[TpousBoacTro IF-ctanu na npeanpustuu Thyssen Krupp Stahl (bekkepser)

ocymecTBisiercas B 265 TOHHBIX KOHBeprepax [29]. Ha npeanpustum
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UCTIONB3YEeTCsl TUHAMUYecKas MOJIeNb NPOAYBKU CTald B KOHBEpPTEpE, KOTOpas
pacCcUMTHIBACT KOHIEHTPAIMIO YIIIEpO/1a MoCie MPOIYBKH U 110 UTOTaM pacyeTa Ha
BBIIIyCKE B CTajlb [J00aBIsETCS ONpPEIEICHHOE KOJMYECTBO yriepoda s
MOJYYEeHHs ONTHUMAJIbHOTO COOTHOLIEHHS YTIJepoa M KHCIOpOoJa B CTalIM Iepen
3TAOM BaKyyM KHCIOpOAHOTO obe3yrinepoxkuBanus. Ha mpeanpusitum Thyssen
Krupp Stahl onTumansHbIM conepikanueM yriepojia u kuciaopoaa cuutaercs 200-

250 ppm u 450-500 ppm COOTBETCTBEHHO.

Ecnu 3amaHHbIe copeprkaHUs yriepojaa W KHUCIOpOAa HE JOCTHTAlOTCs Ha
dTare BaKyyMHPOBAHHS CTaM MPU CHIDKEHUH JABJICHUS, TO B BaKyyM KaMmepy
N00ABJISIIOT YTIAEpO IJis MPEABAPUTEIILHOTO PACKHUCIICHUS, C IETBI0 MOTYUYEHUS
MUHUMAJIBHO BO3MOXKHOTO COJIEp)KaHUsl Kak yriiepoja Tak u kuciopoza. [locie
00paboTKN Ha BaKyymMaTOpe COJEpX aHue yriepoja cocTaBiseT He Ooiyee 20 ppm

P COJEPKaHUM KUCIIOpoia B cpeaHem 250 ppm.

VYraepon u a30T B CTaJd CBSA3BIBAIOT IyTEM JI00ABJICHUS B CTAIbh MPHUCATOK
TUTaHA U HUOOHS, MPU ITOM I YJIYUIICHUS PA3IMBAEMOCTH CTAJIM COJIEPIKAHUE
JIAHHBIX DJIEMEHTOB CTaparOTCsl TMOJYYUTh KaK MOXKHO Oojiee HHU3KOE, a 3TO
BO3MOYKHO TOJIBKO ITPM HU3KOM COJICP’KAHUU YTIIEpOJa U a30Ta COOTBETCTBEHHO.
Conepxanue azota B IF cranu BhITUIaBII€MOM HAa JaHHOM Npeanpuaruu B 75%

CJIy4aeB HE MPEBBIIAET 25 ppm.

[IpenmpusATus, Ha KOTOPBIX YCTAaHOBKA LUPKYJSIIUOHHOTO BaKyyMHUPOBAHUS
o0opyJ0BaHA  KHCIOPOJHOW  TOM-(QypMOM  YCHENIHO HWCHIOJB3YIOT  TaKUe
BOJOOXJIAXKJaeMble (ypMbl JJi1 TOJBOJA KHUCJIOpPOJAa B BakyyM Kamepy Mpu
BBIIUIABKE  CBEPXHMU3KOYIJIEPOAUCTBIX crajme tuna IF, d4Yro mo3Bosser
aKTUBU3MPOBATh XUMHUECKYIO PEAKIUIO 00€3yTIepOoKUBaHUS MTOCPEICTBAM BBOJIA
JOTIOJTHUTENBHOM TOPUMU Ta3000pa3HOr0 KHUCIOPOJa HAa HAYaJIbHOM CTauu
nporecca, Korja OCHOBHBIM dakTopom IIPOTEKAHMS nporecca
00e3yriepoKMUBaHUS SBISETCS HATUUME KUCIOPO/Ia, a TAKXKE MO3BOJISIET 10KUTaTh
oOpasyronuiicss B Tmporiecce peakiuu ob6esyriepoxuBanuss CO TeM caMbIM

yBEJIMYMBAas TEMIIEpATypy MeTalljla B BAKYyM KaMmepe.
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Ha npeanpustusix ¢ UUPKYISIUOHHBIMA BaKyyMaTOpaMu 000pY10BaHHBIMU
KHCIIOPOJHBIMU TOM-(PypMaMu MOJIYyYaeTCs CMSATUYUTh TPEOOBAHUS K BBIITYCKaeMOU
U3 KHUCJIOPOJHOTO KOHBEpTEepa CTalM, a TakkKe IOoJdydaTh O0o0Jiee HU3KUC
coJiepaHusl yriaepoja Ha 3Tare BaKyyM KUCJIOPOJHOIO 00€3yriepOoXKUBAHUS WU
noJly4aTh 3aJaHHBIC KOHIICHTpAIlMM yriiepona 3a 0Oojee KOPOTKOE BpeMs
0o0paboTKK cTajnu Ha BakyymaTtope. Takke NOpH HCHOIB30BAaHUM (YypMBI C
IPOIYBKOM KHUCIOPOJOM CBEpXy TeMIlepaTypa MeTalila BO BpeMs 00paOOTKu
MoxkeT yBenuuuBathesi 10 20 °C, 4TO MO3BOJISIET JAENaTh BBITYCK METauia W3
KOHBepTepa ¢ 0oJjiee HU3KUMU TEeMIIepaTypamu, COXpaHssi MpU 3TOM (yTEpOBKY.
Takas TexHosorusi npousBojicTBa IF cranm Oblna mpuMeHEeHa Ha MPEANPUSTHN

National steel [30].

B Ta6numa 1. npuBeaeHs! JaHHBIC 110 XUMHYECKOMY COCTABY JJICMEHTOB, B
IF u IF-BH cranu, npou3BoguMoii Ha 3apyOexHbix npeanpustusx [9,10,31-35].
MoXHO yBUIETH, YTO OOIEe COAepKaHHEe yriepoaa W a3oTa He mpesbiaet 40

ppm kaxzaoro snemenTa B IF-BH u IF cramsx.

Tabmuua 1. — Xumuueckuit coctas IF u IF-BH mapok cranu ocHoBaHHBII Ha
uH(OpMaIU U3 Pa3IUYHBIX UICTOYHUKOB.

C, % Si, % Mn,% | S, % Al, % N, % Ti, % Nb, % IF- HcTounnk
BH/IF

0,0019- | w/n H/I H/I H/I 0,0031- | 0,009- 0,011- IF-BH [9]
0,0039 0,0039 | 0,0018 | 0,020

0,0020 | 0,0050 | w/n; 0,0080 | 0,035 0,0023 | 0,0600 | u/x IF-BH | [10]
0,0014- | 0,0600 | 0,1400- | 0,0100 | 0,027 0,0015 | 0,001 0,001- IF-BH | [31]
0,0018 0,1500 0,012

0,002 H/II 0,6000 | 0,0130 | 0,039 0,0011 0,002 0,008 IF-BH | [32]
0,0032 | u/n 0,3900 | 0,0070 | u/ng 0,0024 | 0,0400 | 0,001 IF [33]
0,0027 | 0,0080 | u/x; 0,0070 | u/n H/II 0,0400 | w/ng IF [34]
0,0020 | 0,0100 | 0,1700 | 0,080 0,041 0,0027 |0,0720 | w/n IF [35]

1.2. HemeTauinueckue Ba0YeHusd B IF u IF-BH craasx.

B cBs3u ¢ BO3pacTarommmMn Tpe6OBaHI/I$IMI/I K Ka4CCTBY CTaJIM U KOHTPOJIXO

MEXAaHMYECKUX CBOMCTB 4YMCTOTA CTaJlM IO HEMETAJUIMUYECKMM BKIIOUCHHSIM
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CTAHOBHUTCSl KJIIOUEBBIM IMapaMeTpOM Hapsay ¢ TakuMu ¢daKTopamH, Kak
XUMHYECKUH COCTAB CTAJI, MUKPO U MaKpOCTPYKTYpa, a TAKKE OJJTHOPOITHOCTD.
Hemerannuueckue BKJIIOUEHHS B CTajld B 3aBUCUMOCTH OT HX THIIA,
pa3mepa, GhopMbl M pachpejiesieHdss B MaTpUlle MeTalljia, MOTYT OTPHIATEILHO
BIUSATh Ha IUJJACTUYECKHME CBOMCTBA Marepuasia, MPUBOIUTH K O0Opa30BaHUIO
MOBEPXHOCTHBIX J€(EKTOB IIOCKOTO MPOKaTa, CHIPKEHUIO TEXHOJIOTHYHOCTH.
Cramu wiacca IF oTHOCATCS K CTalsiM PACKUCICHHBIM amtoMuHUEM. [[s
JIAHHBIX CTajJedl Ba)XXHO M30eraTh CHUKEHHS TEXHOJIOTMYHOCTH IPOM3BOJICTBA,
BBI3BAHHOI'O YMEHBIICHUEM CKOPOCTH PAa3JIMBKHU CTAJIU MO MPUYUHE «3apacTaHU»

CTaJepa3IMBOYHBIX CTAKAHOB HEMETAJUIMYECKUMU BKIFOUEHUAMHU [42].

g cranein knacca IF xapakTepHO MCIOJIB30BAHUE TUTAHA ISl CBSI3bIBAHUSA
a30Ta, NPU DTOM TUTAH TaKKE MOXET BIHIATH HA COCTaB U MOPQOJIOTHIO

HEMETAJUIMYECKUX BKIIFOUEHUH, 00pa3yIoMUXCcs B )KUAKOM cTanu [43].

Kax mokazano B psie padot [44-46] KIFOYEBBIMHU aCMEKTaMH BIUSIOIIMMHU
Ha yJaJeHUuEe HEeMETATNYECKUX BKIIFOUCHUN W3 CTaM SIBJsETCS 00paboTKa CTalu
Ha IUPKYJISIMOHHOM BaKyyMaTtope, BpeMs BBIJICPKKHM B KOBIIE U BpeMs
OUYMCTUTEIHLHON TPOIYBKHM CTaJId, a TaKXKe CIIOCOOHOCTh HABEJACHHBIX IUIAKOB
MOIJIONIATh HEMETAUIMUECKHUE BKJIIOUEHHUSI CHIDKass TEM CaMbIM KOJIMYECTBO
BKJIFOUCHHI B cTaym. Taxxe cooOmaercst [47], 4TO CKOPOCTh KPUCTAJUIM3AIUU U
HaJIMyue 3aCTOMHBIX 30H MPU HENPEPHIBHOW Pa3JIMBKE BIUSET HA paclpeeseHue
HEMETAJUIMYECKUX BKJIOUCHUN B TBEPAOM CIA0€ M CKa3bIBAe€TCsl HA KadyecTBE

IMOBCPXHOCTH IIPOKATAHHOTO JIUCTA.

1.2.1. Bausiaye HeMEeTAJINYEeCKAX BKJIIYECHU HA KadecTBO IF

cTajiell ¥ TEXHOJOTH4HOCTh IIPOU3BOJACTBA

1.2.1.1. IedeKThHI X0I0AHOKATAHOTO JHCTA cTajiel kiaacca IF

B kauectBe  nme]eKTOB  MOBEPXHOCTH  XOJOJHOKATAaHOTO  JIMCTA

HCCIICA0BATCIIN BBIACIIAIOT TAKHMC KAaK:! (IIJICHA CTAJICIIIABHUIIBHOI'O IIPOU3BOACTBA»,
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48]. DBOoNBIIMHCTBO W3 TMEPEUUCICHHBIX J1e(hEeKTOB
HOBEPXHOCTU 00pa3ylOTCs Ha ATAle MPOKAaTHOrO Mpou3BojcTBA. OgHAKO JedeKT
«IUIEHA CTAJICTNIABUIIHOTO MPOU3BOJICTBA», KOTOPBIM XapaKTEPU3YETCS] HATUUUEM
TOHKHX, YEHIyW4YaThIX OTCIOCHHMM MeTala OT MOBEPXHOCTH XOJOJHOKATAHOIO
JUCTa U JA€(PEKT «CKBO3HBIE pa3pbIBbl» NPEICTABISIIOIIMA COOOW CKBO3HBIE
HECIIOJIONTHOCTH MeETajula B BHUJAE KPYIHBIX pa3pblBOB IOBEPXHOCTH JIMCTA
00yCJIOBJIEHBI HAaJMYMEM HEMETAUNIMYECKUX BKIIIOUEHUI B CTajau, KOTOpbIe ObUIM

00pa3oBaHbl Ha ATATE CTAJCIIIABUILHOTO IPOM3BOICTBA [49].

Ha npo4HOCTHBIE M IJIACTUYECKHE CBOICTBA CTAdM MOXKET BIUATH (opMa
HEMETAJUIMYECKUX BKIOUEHHN (pUCYHOK 4). IlnacTMHYaThle HEMETaJUIMYECKUE

BKJIFOUEHHUSI Yallle MPUBOJIAT K Pa3pyIICHUIO CTAId YeM rio0ysipHbIe [50].

® L] « B L] ST ® .
. o ‘ ® f D o.; }
-~
S

.6'

Pucynox 4. N3meHeHue TUIACTUYHOCTH CTAJIM TTPU U3MEHEHUU (DOPMBI
HEMETAJTTMYECKUX BKIOUeHUM [S51].

1.2.1.2. TexHOJOrHYHOCTHL NPOU3BOACTBA — «3apacTaHUE»
CTAJIePa3JIMBOYHbIX CTAKAHOB

Cranepa3nMBOYHBIA  CTaKaH CBS3bIBAET IPOMEKYTOYHBIM  KOBII €

KPUCTAJUIM3aTOPOM MAIIMHBI HEMIPEPHIBHOTO JIUThS 3arOTOBOK (PUCYHOK ).
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+——— Metamryprudeckui
KOBII

IIpomexyTOUHBIH
KOBIII

CrarnepasIHMBOYHEII
CTaKaH

<+—— Kpucrammsarop

Pucynok 5. Crajiepa3mBOYHBINA CTaKaH Ha CXEME MallMHbI HENPEPBIBHOT'O JINThS
3arOTOBOK.

OOBIYHO pa3IMBOYHAS CEpPHUS COCTOUT M3 3-6 IMOCIEIO0BATEIbHBIX IUIABOK
OJIHOM MapKH CTaJll U COOTBETCTBEHHO CPOK CITy>KObI CTaJIEPa3IMBOYHOIO CTaKaHa
JOJKEeH ObITh OoJIblle WK paBeH cepuu. [Ipu mpou3BOACTBE HUZKOYTIIEPOIUCTHIX
CTaJeldl pAaCKUCIEHHBIX aJIOMUHUEM B IIPOLECCE PACKHUCICHHS B pacIjaBe
oOpa3yercs  OOJbIIOE  KOJUYECTBO  TPYAHOYJATSIEMBIX  HEMETALTUYECKHX
BKJIIOYEHHM, 4YTO NPUBOAUT K HAJIWIIAHUIO JAHHBIX BKJIKOYEHUNA HA CTEHKHU
CTaJIepa3IMBOYHBIX CTAKAHOB U JAJIBHEHUILIEMY «3apaCTaHUIO» WIH «3aTATUBAHUIO
cTakaHoB. Takum 00pa3oM CpOK CIIy>KObl CTaJepa3IMBOYHBIX CTaKaHOB, KOTOPBIN
BO MHOIOM 3aBHCHUT OT CTENEHM 3apacTaHus, CHUXKAETCS, UYTO MPUBOJUT K
CHIDKEHHUIO TEXHOJIOTMYHOCTHU MpoLiecca Pas3IMBKH, CHUXKAs 3aJaHHYIO CKOPOCTb
pa3NMBKHY, YMEHbIIAS KOJHWYECTBO IUIABOK B OJHOM CEpPUM WM IPUBOASA K
aBapuUUHBIM CITy4asM HM3-3a MOJIHOM 3aKynopku cTakaHa. Ha pucyHke 6 mokazan
CTaJIEpa3IMBOYHBIA CTAKAH MOCJE pa3MBKU cepuu iaBok IF cranmu Ha ogHOM M3

OTEYECTBEHHBIX METAJUTYPIrUUECKUX MPEINPUITUN.
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PucyHok 6. 3apocmmuii cTanepas3iiBOYHBIN CTAKaH.

1.2.1.2.1. MopdoJjiorusi BKJIIOYEHU OKCHAA AJTIOMUHUS

B 1970-x Obu10 OIMyOJIMKOBAHO MHOTO CTAaTEH, OMMCHIBAIOIINX CBS3h MEXKITY
MOpPQOJIOTHEN W aKTUBHOCTBIO PACTBOPEHHOrO KHUCIOpojaa M amtoMuHus. [lpu
MOMOIIM CKaHHUPYIOIIEH 31eKTpoHHOW Mukpockornuu (COM) Oblna ucciaenoBaHa
MOPQOJIOTHS HEMETAJUIMYECKUX BKJIIOYEHHWH U TOKa3aHa TpexmepHas Qopma
KJIACTEPOB U JEHAPUTOB OKCUJA ATIFOMUHUS B CTAISIX PACKUCICHHBIX aTIOMUHUEM
[52]. beuna uccienoBana MophoJIOTUS TEHAPUTOB B HU3KOYTJIEPOAUCTHIX CTASAX U
OoOHapy>XeHO, 4YTO O00pa3oBaHUE [EHIPUTOB YCHUJIMBAECTCA MPU BBICOKHX
KOHIIEHTpalusx amoMunus, 1o ectb 0,04-0,06 mac.% no cpaBuenuto ¢ 0,01 mac.%
amomunusa [53]. Taxxe ObuI0 0OHAPY)KEHO, UYTO KOJIMYECTBO JICHIPUTOB PE3KO
YMEHBIIAETCS B MpOIleCCe BHEMEYHOM 00paboTku cTanu. bbulo MmokazaHo, 4TO
Moposiorust 00pa3yroUXCcsi HEMETAUIMYECKUX BKIIOYEHUN 3aBUCUT HE TOJIKO
OT aKTUBHOCTH KHUCJIOPOJa U AIIOMUHHUSA, HO U OT OTHOCUTEIIBHOI'O COJAEpKaHUS
JTAHHBIX 3JIEMEHTOB B pacmuiaBe (pucyHok 7) [54]. [Ipu yBennueHUM aKTUBHOCTH
PACKUCIUTENS U OJTHOBPEMEHHOM CHIKEHUHM aKTHUBHOCTH KHCIIOPOAA MPOUCXOIUT
0o0pa3oBaHMe >KUJIKUX BKIIOUEHHH alfOMUHATOB >Kee3a-TepLMHHUTA, JEHIAPUTOB

OKCHJa aJIIOMHUHHUSA U ITOJIUDAPOB OKCHAA aJIFOMHUHUA.
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Pucynok 7. Tpancdopmarmsi OKCHI0B 3aBUCUMOCTH OT aKTUBHOCTH KUCJIOPOa U
PaCKUCICHHOCTH MeTasuia. [lyHKTHpHas TUHUS — aKTUBHOCTh PACKUCIUTEIS
(amoMUHUSA), CIUTOIIHAS JIMHUS — aKTUBHOCTHU Kucaoposa. [Ipu Beicokoi
aKTUBHOCTHU KHCJIOPOJa oOpa3yeTcsi TepiuuHuT [54].

CkoruieHre HEMETaUNTMYECKUX BKIIIOUCHW HA CTEHKAX CTajepa3IMBOYHBIX
CTaKaHOB MPEJCTABISAIOT COOOM MPOAYKThI PACKUCICHHUSI 1 BTOPUYHOTO OKUCIIECHUS
Mmetasuia. [Iponecc 3aTsSruBaHus CoIjia CTAJEPa3IMBOYHOIO CTaKaHA HE SIBIISETCA
OJTHOCTAJUIHBIM TPOIIECCOM, OTO OOBICHSIETCS TEM, UYTO pa3IMYHbIC 30HBI
3apoCIlIero TMOTPYKHOTO CTakaHa HMEIOT Pa3IMUHYI0 CTPYKTYpy, HauuWHasi OT
JIOCTATOYHO PBIXJIBIX 30H U MEPEX0/sl B 30HY KpUCTaLIoOB [55-58]. bblno nokasaHo,
YTO 3apOCIIMK CTaKaH KaK MPaBUJIO COCTOUT M3 TPEX OCHOBHBIX (ha3: TIMHO3EMa
(Al,O3), mmunenu (Al,MgO.) u amomunarta kanbius (Al;;Ca0y9) [59]. llnunenu
Y QTIOMUHAT KaJIbIHUS CUYMTAIOTCS HarOOoJee OMACHBIMU B MPOIIECCE PA3IIMBKU W3-

3a WX cJ1ab0i CKJIOHHOCTH K KJIacTepHU3ally U (pIoTanuu.

1.2.1.2.2. CBepXHU3KOYIJIEPOAUCThIE CTaJu
MUKPOJIETUPOBAHHBbIE TUTAHAM

3aTAruBaHUE  CTAJEPA3MBOYHBIX CTAKAHOB BO  BpEMsS  Pa3jMBKU
CBEPXHU3KOYIJIEPOAUCTBIX CTAJEl PACKUCIEHHBIX AJIIOMUHHUEM SBISETCSA IIHUPOKO
U3BECTHBIM (pakToM. OHAKO, ONBIT HEMPEPHIBHON PA3JIMBKHU CII00B B KOMIIAHUU
Tata Steel mnoxkazan, 4YTO MPUCYTCTBUE TUTaHA B HU3KOYTJIEPOJUCTHIX U
CBEPXHU3KOYIJIEPOAUCTBIX MapKax CTajd BbI3bIBAECT 3HAYUTEIBHOE YBEIUYEHUE

CTENEHW 3apacTaHusl CTajepas3iMBouHbIX cTakaHOB [60]. Takxe panee
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uccienosarenu [61,62]  yxke oTMe4anu, 4YTO MPUCYTCTBUE THUTaHAa B
pAacCIUIaBIICHHOW CTajld PACKUCICHHOW aIOMHUHUEM YBEIUYUBAET BEPOATHOCTH
3apacTaHusl CTaJepa3/IMBOYHBIX CTAaKaHOB. BpUIO clienaHO MPEeANoJIOKEHHE, YTO
MPUYMHON TOBBILICHUS BEPOSITHOCTH 3apacTaHus CTaJepa3IMBOYHBIX CTAKAHOB
ABIIAETCA TO, YTO PacTBOpeHHbI Ti B pacmiaBIeHHOW CTald pearupyer c
OTHEYIIOPOM IOIPYKEHHOI0 CTaKaHa, YTO MPUBOAUT K U3MEHEHHIO KauyecTBa €ro
MIOBEPXHOCTH M Jajle€ K HAIUNAHUIO BKIIOYEHUM OKCHJAa aJlOMUHUSA Ha
BHYTpPEHHEl yacTu crakaHa. [Ipeamosaraercsi, 4TO NOBBILIEHHE BEPOSITHOCTU

3apacTaHrs CTAKAHOB BbI3BAHO CJICAYIOIIUMU ITPUYNHAMMU:

a) OOpazoBanueM xuakux OKcHIOB Al-Ti—O, BBI3BaHHBIX BTOPUYHBIM
OKHCJICHHEM, KOTOpbIE MOTYT OBITh CBSI3YIOIIMM JUUIsl BKIIOYEHUH TIJIMHO3EMa B

nporiecce pa3iuBKy;

0) Ti MOXeT yiydlllaTb CMayMBAEMOCTb OTHEYIOPHBIX CTaJepa3TMBOYHBIX
CTaKaHOB XHUJKOH CTAJIbIO, B PE3YyJbTAaTE YEro YCKOPSETCS M3MEHEHUE KayecTBa
MOBEPXHOCTU CTaKaHA, BBI3BAHHOE CHIDKEHHEM COJIEp)KaHUs KpeMHe3ema B

OTHEYNIOPE MPHU B3aUMOJACHUCTBUHU C AITFOMUHUEM B KHUJIKOM CTallH;

B) CHIXKEHHEM aKTHUBHOCTH KHUCJIOpOJa B pAacIulaBe, YTO CIOCOOCTBYET
pacmaay BKJIIOUEHHUH OKCHJIa aFOMUHHUS M MPUBOAUT K OOpa30BaHUIO OOJIBIIETO

KOJIMYECTBA MEJIKMX BKJIIOUCHUM OKCHaa aJIOMUHMUSA.

VYCTaHOBIEHO, YTO 3aCOPEHUE COIUIa MOXKET OOBSICHATHCS HaAJIUIIAHUEM
BKJIIOUEHUH, KOTOpblE 00pa3zyloTcs B pe3yibTaTe€ PEAKLUH MEXAY PpacIlIaBoM
JIOKaJIbHO TEPEHACHIIIEHHbIM THUTAHOM, KOTOPBIHA SBISETCS TEPMOIUHAMUYECKU
HECTaOUJIbHBIM U KOMIUIEKCHBIMU MEPEXOHBIMU BKIOYEHUSIMH, 00pa30BaHHBIMU
IIpU PaCKUCIICHUH, a HE M3-3a HaunaHus BkiarodeHUil Al,Os 00pa3oBaHHBIX MpuU

PACKUCJICHUH U SBISIOMIUXCS TEPMOJIUHAMUYECKH CTaOMIbHBIMU [60].

Hekoropble 51abopaTopHble  HMCCIENOBAaHUS  IOKA3bIBAIOT, YTO IIpH
PACKUCIICHUH CTajdd THUTAaHOM oO0Opa3yroTcsi chepuuecKkue OKCHUIbl THUTaHa, HO
N00aBJICHUE AIIOMUHUS TOCJIE PACKUCICHUS CTajdd TUTAHOM MPUBOAUT K TOMY,

yT0  paHee  CcHOPMHpPOBAHHBIE  BKIIOUYEHHUS  OKCHJIa  TUTaHa  3aTeM
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BOCCTAHABJIMBAIOTCS ATIOMHHHEM 10 OOpa3oBaHMs BKIIOYCHUN TJIMHO3EMa, W
Jajee KoaryJMpyroT B KIACTEPhbl OKCHA aTFOMUHUSA. Pe3yIbTaThl SKCIIEPUMEHTOB
MOATBEPINIIN, YTO B PACKUCICHHOW TUTAHOM W aJIOMHHHEM CTajd CYIIECTBYIOT
cioxHble okcuapl Ti—Al-O u nByxdaszHbie (COCTOSIIME W3 YaCTHI[ OKCHJA

AJIIOMHWHUA 1 OKCH A TI/ITaHa) BKJIIOUYCHMHA.

Tepmonunamuka cuctemMbl Ti—Al-O B KUJIKOW CTajdd OIKMCaHA HE
MOJIHOCTBIO. JTO CBSI3aHO C TEM, UTO: 1) CylIecTByeT MHOXKECTBO OKCUAOB Ti1 1 ux
o0I1asi pacTBOPUMOCTh B TBEPAOM COCTOSHUM HE MOXET OBITh OIpenesicHa B
IIMPOKOM JHMara3oHe KOHIEHTpalui; 2) BO3MOXKHBIE KOMIUICKCHBIE OKCHIBI B
cucteme Ti—Al-O 70 cuX MOp NOJHOCTBIO HE U3YyYE€Hbl U COOOIICHUS B
CYIIECTBYIOIINX JIUTEPATYPHBIX MCTOYHHMKAX IUIOXO coryiacyroTcs. Hampumep, B
pabote [63] mpencraBiena ¢azoBas nuarpamma paHoBecus: Ti—Al-O npu 1793 K,
U MOKa3aHo 4TO MexX1y cradmibHbMU pazamu Ti,03; u Al,O3 MoxeT HaXOAUTHCA
x)uakas (aza, mpu 3ToM daza Ti;Os He Obuta mokazaHa. B apyroit pabote [64], rae
pacueTsl ObUTM CAENaHbl ¢ MOMOIIBI0 MporpaMMbl FactSage u ¢ ucmonb3oBaHuEeM
dazoBoit auarpammel paBHoBecus Fe-Ti-Al-O mpu 1873 K, 610 moOKa3aHO 4TO
tBepaas ¢aza Ti30s Oyaer cyIiecTBOBaTh B XKUJIKOW CTaJIM, OJHAKO >KHUaKas (aza

He ObLIa BBIJEIIEHA.

HccnenoBatenssmMu ObLJI0O OOHAapYy’>KEHO, YTO TOJHOE PACKUCIICHHE CTalld
ATFOMUHUEM, 3aBEpINAETCs B TCUCHHE 2 MUHYT IOCJE MO0OABJICHHS aTIOMUHUS B
pacIUiaBiI€HHYI0  KUAKYIO  CTalb  BbI3bIBas  oOpa3oBaHHe  CHEpUUECKUX
HEMETAJUIMYECKUX BKIOYeHU [65]. Ecnu amtoMuHUN W TUTaH OJHOBPEMEHHO
N00AaBIISIIOTCS. B PACIUIABJICHHYIO CTajlb, TO MEPBBIM 00pa3yeTcs OKCU aJlOMHUHUS,
a OKCHJ TUTaHa oOpa3yeTcsl MO3KE Ha MOBEPXHOCTH OKCHAA ATOMUHHS, HO B
UTOTE MPAKTHUUECKU IMOJHOCTBIO Mpeodpasyercs B okcuj amoMmuHus. [Ipu stom
okcua amtoMuHUsL conepkuT a0 20 mon.% Ti, B 3aBUCHMOCTH OT COAEp KaHUs
TUTaHa, U nepemelnaercs B crabmibHyio obnacts Al,TiOs mnm okcuga TUTaHa.
Oxkcul TUTaHA BOCCTAHABIMBAETCA ATIOMUHUEM B KUJKOW CTalM, YTO MPUBOJUT K
U3MEHEHUIO0 MOP(}OIOruU BKIIOYEHUN OT chepuyeckoid GopMbl K MHOTOTPaHHOM

WK Tnonudapudeckoi. M3MeHeHune ¢opMbl TakUX BKIIOYEHHH CIOCOOCTBYET
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06pa3013aH1/110 KJIaCTCPOB, KOTOPBIC MOI'yT BbI3BATb 3aTATHBAHUC

CTAJICPA3JIMBOYHBIX CTAKAHOB.

bruto oOHapyXeHO, 9TO 3aTATUBAHUE CTaKaHOB CTaJIbIO
MUKPOJISTHPOBAaHHOW THUTAHOM YacTO BbI3bIBaeTCs BKmoueHussMu Ti-Al-O ¢
OKCHJIOM aJIOMUHMSI B KauyeCTBE 3apojiblllia, OOpa3yIomerocss Mpu BTOPUYHOM
okuciiennu [60]. Taxke ObLIO clenaHo 3akirodueHue, 4to (aza Al-Ti—O, kotopas
BBI3BIBACT 3aTATMBAHHUE CTAaKaHOB, CKOPEE BCEro, SIBISETCS >KUIKOW OKCHUIHOU

dazoii, ¢ TBepabIM sipoMm B Buze Al,O3[66].

1.2.2. Moauduxanus HEeMETAJNJIHYeCKUX BKJIIOYEHU M
KaJbIIHEM

JIns  CHWKEHUS  BO3MOXHOTO  Bpeda  KOTOpble  MOTYT  HaHECTU
HEMETAJUIMYECKHE BKIIIOUEHHS KaK ¢ TOYKU 3PEHUSI KauecTBa TOTOBOM MPOIyKIIUH,
TaK U C TOYKU 3PEHUS CHUKEHUS TEXHOJOTMYHOCTHU MPOU3BOACTBA, MPUMEHSETCS
METOJ «MOJU(PHUITUPOBAHMSY HEMETAJUTMUECKUX BKJIIOYEHUH, TO €CTh MEpeBOja
BKJIFOUEHUH 13 paspsiia «BPEAHBIX» B pa3psi HEUTPaIbHBIX BKIOYEHUH, KOTOPbIE
HE BIIMAIOT HA Ka4y€CTBO MPOAYKIMU U TEXHOJOTMYHOCTh Mpoliecca MpOru3BOIACTBA

CTallu.

MonudpunrpoBanue - 3TO BO3ACHCTBHE Ha paciylaB U HEMETAJUIMUECKHE
BKJIFOYECHMS, HAXOJALIMECS B pACIUIaBe, IIYTEM BBOJA JIEMEHTOB, KOTOPBIE NpHU
B3aMMOJICCTBUM C HEMETAUIMYECKUMH BKJIIOYEHUSMH MOTYT HM3MEHATh HX
dbopMy, pa3mep, arperaTHOE COCTOSIHHUE MEPEBOISI MX U3 TBEPAOH (Pa3bl B KUAKYIO

(pucyHOK 8).

31



! \
A}
N
2000 \ P Aras
\
- A\
e
ety \ DR [anonx
0N \ Cal AL 05+ X
\
LY
r 1'“'\ CoO AL30;+ X -1
800 | \ o]
x L.
et it T \ BCoOIAL 105 + 1
i R — .“:-.‘., i o + -
[ N / t g S % S
- ¢ §| 2 3| &
400 | Cal+3Ca0- Ak 5Oy X/ = & o 3 )
+O-AL SCsO-X04 | O ,3 3 F
s L *SCeQIN0NCoNy | 3 F |t
0 2 ~ w  J & | Te \ AL;0,
Ce0 ICaO-AL 05 S0 JALLO, CalrAl10) CaO-2AL30y CeOr8Al04

Mlar ¢ s gowve, %

Pucynok 8. uarpamma cocrosiaus CaO-Al,Os.

Kanbuumii 06agaer 60JbIIMM CPOACTBOM K KUCIOPOAY M MOITOMY MOXKET
UCIIOJIb30BaThCA B KadecTBe packuciautens. OJHAKO HMCIOJIb30BAHHE KaJbLIUS B
KQueCTBE PACKUCIUTEIS OCJIOKHSIETCS €ro HU3KOW TeMreparypoil kunenus 1439
°C u orpannueHHor pactBopuMocThio 0,032% Ca B ctanmu npu 1600 °C, a Takxke
BBICOKMM jaBieHreM mnapoB 1,81 atm mpu 1600 °C. I[lo naHHBIM npUYMHAM
KaJIbLIUIA HE UCTIONB3YETCS B KAUeCTBE €AMHCTBEHHOTO packuciauTens. OIHaKko npu
KOMILJIeKCHOM ~packuciaenun Ca u Al  oOpa3ytorcs Moau(pUIUPOBAHHBIE
BKJIFOUCHHSI ¢ OoJiee HM3KOW aKTUBHOCTHIO W TEMIEpaTypoil IuiaBieHus [67].
KomMriiekcHble BKIIOYEHHUS! OKCHIA aTIOMUHUS M KaJdbIUs SABISIFOTCS KUJKUMU MPU

TeMIepaTypax BHemeuHo 00paboTku. XKuakue rio0yspHble BKIOYSHHUS UMEIOT

JYUYIIyI0 CIMOCOOHOCTh K  (JIOTallMMi M COOTBETCTBEHHO CTajb  JIy4Ile
padUHHPYETCS OT BKIIOUYCHHH JaHHOTO THHa. CKOPOCTh BCILIBIBAHUS BKITFOUCHHMA

MO>KHO BBIYHMCIIMTH C UCIIOJIb30BaHHEM ypaBHeHUs Ctokca [68]:

)
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Vo = n-n (3)

O N

g
5 (0= py)-

rjie, g — yCKOpeHrue cBOOOHOrO mnajieHus (M/c), n — Bs3kocTh ctanu (I1a-c),
no — BA3KkocTh BKmoueHus (Ila-c), p - MIOTHOCTH XHUAKOK cramm (Kr/m°), oy —

IJIOTHOCTH BKJIFOUEHHUS (KI/M>).

3 HCPABCHCTBA HHWIKC, BHUJIHO, HYTO IIPH OJUWHAKOBLIX IINIOTHOCTAX
BKJ'IIO‘ICHPIIZ, KHUAKOC BKIIFOYCHUEC JOJIXKHO BCILIIBIBATH 6I>ICTpCC 4EM TBCPAOC:

Vx _ 3-(n+np)
Vg 21+ 31

4

>1

CxemaTtudecku mpolecc MoaudUKaIlMyd BKIOUYCHHUS U3 TBEpA0(a3HOro B

KuaKo(ha3HOe MPEACTABICH HA PUCYHKE 9.

0
K\
i W e s, et g B
0 \ O s
o iy
o e
\ CasS
-
a4 ~a
4% ———
Alz”} //’ CaO0
/

sio,
3

NON-TREATED Ca=TREATED

Pucynok 9. Cxema moaupuuupoBaHus HEMETATNYECKUX BKIIOUEHUI TPU
n00aBIeHUN KaabIus [69].

Ha npencraBieHHodt cxeme BHJHO, 4YTO KaJbIUH MOIuUUITUPYET
BiuroueHUS Al,O3 HepaBUWIILHON WM KPUCTAIIIO00pa3HOi (opMbI B cheprudecKue

BKJIFOYEHHUsI, KOTOPBIE JIy4YIlle JOJDKHBI YAAIATHCA U3 KUIAKOU CTAIH. Takxke eciu

33



TAKUC BKIIOYCHHA OCTAKOTCA B CTAJIM IIPpU PA3JIMBKC, TO CTCIICHb 3aTATUBAHUA
CTAJICPAa3JIMBOYHBIX CTAKAHOB JOJDKHA CHMIXKATHCA, 3a CUHCT TOI0, 4YTO C(bepnqecmxle
BKIIFOYCHHUA MCHCC IIOJBCPKCHbBI HAJMIIAHHWIO Ha CTCHKHM CTAdKaHa WJIM YKC Ha

00pa3oBaHHBIN CIIOW BKIIOYCHUH.

[ens nobGaBieHHs KaablUsl B KaueCTBE MOAU(PUKATOPA 3aKII0YAETCS B TOM,
YTOOBI MOJYYUTh KUIKOE, IPU TEMIIEpaType BHENEYHOU 0OpabOTKH, BKIIOUCHUE
amoMuHara kanbliua. B pabGote [70] Obulo mosydyeHo, 4YTO, HampuMmep, s
oOpa30oBaHUsl KUJAKUX aTIOMUHATOB KanbliMs B pacmiae npu [Al] = 0,05 %
koHueHTpanusi Ca nomwkHa ObiTh B quanaszone 0,0018 — 0,0028 % (pucynok 10 a).
[Ipu noGaBnenun B pacmiaB Ca Takke HEOOXOIMMO YUHUTHIBATH BO3MOKHOCTD
oOpazoBanus cynabhuaoB CaS. B Toil ke paboTe npuBeACHbI JUANa30HbI 3HAYECHU N
KOHIIEHTpPAILlMU CEphl, MPU KOTOPHIX TBepnaas obosouka CaS He oOpasyercs Ha
KUJKAX BKJIIOYCHUSX aTIOMUHATa Kanblus, Hampumep, npu [Al] = 0,05%

KOHIIGHTpaIus cepbl He AomkHa npesbimaTh 0,008 % (pucynok 10 0).

1,0 0,016
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Pucynox 10. Pe3ynbratel pacueta nis [F-ctaneid MOgupUUIMPOBaAaHHBIX KAJbLIAEM:
a) paBHOBECHOIO cocTaBa KUJAKUX BKItOUeHUN Al,O3-CaO npu paznuyHbIxX
konuentanusx Al u Ca iis rpaHUdHON TOUKH X (41503,=0,5 nipu [Al], %o: 1 —
0,03 u 2 —0,05; 6) TMHUYU KOHIICHTPAIIUU CEPBI B METaJII€, PABHOBECHOM C
tBepAbM CaS u xunkum Al,O3-CaO ¢ MakcumanbHOU akTUBHOCTHIO CaO mpu

[Al], %: 1 —0,03 1 2 — 0,05 [70].
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1.3 Pasinunblie METOAbI aHaJIn3a HEeMEeTALINYECKHX
BKJIIOYCHU I

KonuuectBeHnHas oneHka HemeTtaunueckux BkiaroueHud (HB) u kiactepos
B o0paslax, B3SThIX C pa3HBIX CTaJWi MPOU3BOJCTBA CTAIMU, OYEHb BaKHA MJIS
NoJIy4eHHs: TpeOyeMOoro KauecTBa KOHEUHOro MpoaykTa. OcCoOEHHO 3TO BayKHO /IS
KOHTpOJISI 00pa3oBaHusi, MOAUPUKaLKU (C UCIOJIb30BaHHEM MoAaudukaTopoB Ca,
Zr, peaKo3eMENbHBIX D3JIEMEHTOB M T. J.) U YAQJICHHUS HEMETaUIMYEeCKUX
BKJIFOUCHHH B KHUKON CTaJId BO BpEeMsl BHETICUHON 0OpabOTKH MPH MPOU3BOJICTBE

PAa3JIMYHBIX MapOK CTaJu.

JIns  KOJIMYECTBEHHOTO W KA4YECTBEHHOIO  OINPENEIICHUsS  COCTaBa
HEMETAUIMYECKUX BKIIOYEHUH B CTAIM HCHOJB3YyETCSd MHOMXKECTBO METOJIOB
aHanu3a. OAHU U3 METOAOB MO3BOJIAIOT ONPEACIUTHh POPMY, pasMep, MOPPOJIOTHIO
U pacmpelesieHne HEeMETAIUTMYECKHUX BKIIIOUCHHM B 00pase Meramia. Jlpyrue
METO/Ibl TIO3BOJIAIOT ONPEICINTh KAYECTBEHHBI COCTAB BKJIFOUEHHUI: UX COCTaB U
o0BeMHOE pacripesenienne B oOpasiie. PasmuyHbie METOABl OTIUYAIOTCS MEXKTY
co0Ol JTOCTOBEPHOCTBIO aHAJIN3a, CKOPOCTBIO U TPYJIO0EMKOCThIO. [lisi Oombleit
JIOCTOBEPHOCTH U OMpelesieHus] OOJbIIero KOJUYECTBA XapaKTEPUCTUK H
napameTpoB pasznuuHbix HB u kmacrepoB, Takme kak cocraB, mopdomorus,
pa3MepHoe pacrpezesieHue U o0beMHas J0Jisi B 00pasliax CTaJld JOJKHBI OBITH

HCIIOJIB30BaHBbI KOM6I/IHaHI/II/I Ppas3siINIHbIX COBPEMCHHBIX AHAJTUTUICCKUX MCTOOOB.

Paznuynbie METOABI MOXKHO Pa3/ieNIUTh Ha DKCIPECCHBIC U HE DKCIPECCHbIC
METOJbl B 3aBUCUMOCTH OT TOTO MOTYT JIM METOJbl aHAIN3a HEMETAJTTMYECKHUX
BKJIIOUEHUM OBITh MCITOJIB30BaHbl HEMOCPEACTBEHHO BO BpPEMs CTaJIeIIaBUIILHOTO
MPOU3BOJICTBA U BHEMEUHOU OOpabOTKU, UYTOOBI MO pe3yJibTaTaMm IMPOBEIECHHOIO
aHajau3a OMEpaTopbl MOIVIM CKOPPEKTUPOBATH TEXHOJIOTHIO IS MOJy4YEHUs
HEOOXOJIMMOr0 KadyecTBa KOHEYHOTO TIPOJyKTa, a TaKXke JJisd YBEIUYCHUs

TCXHOJOI'MYHOCTH IIPONU3BOJACTBCHHOT'O ITPOICCCA.

B kadecTBe MeETOIOB aHaiM3a HEMETAUIMYECKHMX BKIOYEHUN OBLUIH
PacCMOTPEHBI METOJIbI KOTOphIE OOBIYHO TMPHUMEHSIOTCS IS HCCISIOBAHUS

HEMCTAJNIMYCCKUX BKJIFOUCHM I B CBCPXHU3KOYTJICPOANCTBIX CTaJIgX
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PACKUCIICHHBIX AJIFOMHUHHUCM, d TAKXKC IICPCIICKTUBHBIC MCTOIbI, KOTOPOC MOI'YT
OBITH MCIIOJIb30BAHbI JJI1 aHalln3a HEMCTAIMYCCKHUX BKJIIOUCHHUH B JaHHBIX

MapKax CTaJIH.

1.3.1. DkcnpeccHble METOAbI VISl AHAJIM32a HEMETAJJIMYECKUX
BKJIIOYEHHUH B CTAJIH

1.3.1.1. Mera/iorpadusst 1 MHKPO PEHTIeHOCHEKTPAJbHbIN
aHaJIn3

Ha npoMbllIeHHBIX PEANPUATHAX Han0oJee pacipoCTPAHEHHBIM METOA0M
aHalln3a HEMETAJUTMYECKUX BKIIOYEHHUH SBIAETCA METaIOrpauueckuii METO/I.
JUis  MeTonoB  MeTajuiorpauueckoro aHajln3a HIPHUHATHI TOCYAApCTBEHHBIE
CTaHAApPTHI, C IIOMOIUBK) KOTOPBIX MOXKHO OLICHUTh 3arpsA3HEHHOCTb CTaJIU
HEMETAUTMYECKUMH  BKJIIOYEHMSIMH 1O  OaldbHOM  IIKaje,  pa3MepHoe
pacnpenenenue, U 1o (GopMe BKIIOUEHUH ONpPEeNeauTb BHU: OKCUIbI, CHIJIMKATBHI,
cynbhuasl, HUTpUAbI [71]. OrpaHnyeHUsIMU JaHHOTO METOJAA SIBJISIETCS TO, YTO
CJI0’KHO OIIPENEIIUTh MEJIKOAMCIEPCHBIE BKIIOUYECHUS Pa3sMEpPOM MEHBIIE IPeaeciia
ONTUYECKOTO pa3pelICHUsI MHUKPOCKOINA, M KPYIHBIE BKIIOYEHHUS KOJIMYECTBO
KOTOPBIX MaJjo U ¢ OOJIbLION BEPOSTHOCTHIO BKIIOYEHHSI MOTYT HE IONACTh B MOJIE
numpa. OrpaHUyYeHUsIMH JTAHHOTO METOJla MOXHO CUMTaTh 3aBUCUMOCTH
pe3yipTaTa aHajau3a OT OmbiTa W KBaJIU(UKAIMM Oleparopa, a TaKxKe
JUTUTEIBHOCTh IPOOOIOATOTOBKH U CAMOTO aHaJIH3a.

Ckanupyromas  2JIEKTPOHHAasE ~ MHUKPOCKOIIMS ~ C  HCIIOJIb30BaHHUEM
PEHTIEHOCIEKTPAIBHOIO MHUKPOAHAIM3a II03BOJISIET JONOJIHUTEIBHO K METOJaM
METAJIIOTPAQHUUECKOr0 aHajlu3a IPOBOAWTH KAYECTBEHHBIM aHaJIU3, OINpeAesss
XUMHUYECKUU COCTaB BKJIIOYEHUU [72]. J[aHHBIM METOH SBIAETCS TPYIOEMKUM H
OpU HCCIeI0BaHUsl OOJBIIMX MapTUi 00pa3loB, HAPUMEp, OT IUIABKU K IJIaBKE,
Ha DJJICKTPOHHOM MHUKpockomne mnpu Oosnee uYem S500-kpaTHOM yBEITUYEHUU
npocMaTpuUBaeMas 3a aHaju3 IUIoWaAb Hutuda Mana, 0 CPaBHEHUIO C ONTHUKOM.
[ToaTOMy KOJIMYECTBEHHBIH aHANIM3 HAET C OOJBIION OTHOCUTEIHHOU OIMMOKON

paBHo# 601ee 10% u B CBSI3U C 3TUM SIBJIIETCA MEHEE MPEACTABUTEIbHBIM.
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I[aHHLIC MCTOABI ABJIAKOTCA MCTOAAMHU JIOKAJIBHOI'O aHAlIM3a U MOT'YT O4aTb
I/IH(I)OpMaI_II/IIO TOJIBKO 00 OTACJIbHBIX HCMCTAJINIMYCCKHUX BKIIIOYCHUAX, ITOIIABIINX B

noJie utda.

1.3.1.2. MeToabl MOKpo#i xumuu npu anaauze HB

MeToabl MOKPOW XUMHUH ITPU AHATIU3E HEMETAIUINYECKUX BKJIKOUYECHUH, B TOM
YHUCJI€ METOJ JJIEKTPOJIUTHYECKOrO PpacTBOpEHUs oOpa3nma MeTamia ¢
MOCIICAYIOIIMM  BBIJICJIEHUEM  OCAXICHHBIX HEMETAUIMYECKUX  BKIIFOYCHUM,
MO3BOJISIIOT  UCCJIE0BATh XUMHUYECKUM COCTaB, MOP(HOJOTHI0O W pa3MEpHOE
pacrpelieieHUe AaHAIM3UPYEMBIX BKIIOYEHUN HA PACTPOBOM  SJIEKTPOHHOM
MHKpockone. HegoctaTrkamMu JaHHOTO METOJA MOYKHO CUMTATh TPYAOEMKOCTh U
JUTUTENIbHOCTh MPOLEAYPhl pacTBOpeHus oOpasia. Takxke HE00X0IUMO MOAOUpaTh
JUISL pacTBOpPEHHUS OOpa3loB 3JEKTPOJUTHI TAaKOrO COCTaBa, YTOOBI PacTBOPUTH
TOJIBKO MaTpPHUIly HCCIEAyEeMOTo MeTauila 0e3 pacTBOPEHUS HEMEeTaUTMYeCKUX
BKJIFOUYEHHUM HAXOJAIINXCSA B HEM.

[IpeumymectBoM ananuza HB MeTromoM MOKpoOW XMMHM M B YaCTHOCTHU
AIEKTPOJUTHYECKOTO PACTBOPEHUSI C MOCIEAYIOIIUM AHAJIU30M H30JUPOBAHHBIX
HEMETAJUINYECKUX BKIIOUYEHHM MOYXHO CUHUTATh TO, YTO JAHHBIA METOJ SABISETCA
«3-D» MeTonoM U MO3BOJIAET YBUAETh HEMETANIMYECKUE BKJIIOYEHUS UMEHHO B

TOM BHUJIE B KOTOPOM OHM HAXOJSTCS B )KMJIKOW cTaimu (pucyHok 11).

Mertann (mmHg) HemeTannHdeckHe BKIIOUeHHA HA (JHIBTpe

Pucynok 11.Bug HeMeTamimyeckux BKIIOUCHUN Ha TOJUPOBAHHOM HITH (e
(cneBa) u Ha GunbTpe (CripaBa).

1.3.1.3. MeToabI ra3oBoro aHaJn3a
C IIOMOIIIBIO ra30aHaJin3aTopoB BO3MOXHO OIIpCACIICHHUC O6IH€FO
COJICp’KaHMUsl KHUCJIOpOJa, a30Ta, BOJAOPOJA, yriepoja u cepsl B obpasue. [Ipu

YCJIOBHH, YTO KOHICHTpAIHA PACTBOPCHHOI'O KHUCIIOpOAa B MCETAJJIC Malla U €C
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MOXHO He OpaTb B pacyueT, BECh BBIJACIUBIIMICS KUCIOPOJ MOMXHO CUUTATh
KHCJIOPOJAOM, KOTOPBIM CBSI3aH BO BKIIOYEHUAX. J[aHHBIA METOJ OCTATOYHO
npoct, TpeObyeT MUHUMAIBLHONW TPOOOMOATOTOBKM H BpEeMs aHaimM3a B
CTAaHJAPTHOM PEKHME HE MPEBBIIIAET HECKOJIBKUX MUHYT, B CBA3U C 3THM MOKHO
CUUTATh, YTO JTAHHBIA METO/I SIBJISIETCSI SKCIPECCHBIM METO/I0OM.

JlaHHBIA MeETOJ TMOJY4YHJI pPa3BUTUE U OblIa MOpPEasioKEHA METOANKA
dbpakimonHoro razoporo aHanuza (PI'A) [73-75]. ®I'A meTon, OCHOBaH Ha TOM,
YTO  KaXAbIM  OKCHJ  OTJIMYAETCA  ONPEACIEHHOW  TEPMOAMHAMUYECKOU
CTaOMJIBHOCTBIO M HMMEET CBOIO TEMIIepaTypy Haudaja KapOOTepMUUYECKOTO
BOCCTAHOBJICHUSI B HACBIIIEHHOM YTJIEPOJOM AHAIMTHUYECKOM PACTBOPE B THIJIE
razoaHaiuzaropa. B cBs3u ¢ STUM BO BpeMsl MOHOTOHHOTO HarpeBa H
BOCCTAaHOBJICHUS] OKCUJHBIX (a3 B oOpaslie, MpU aHAM3€ CIEKTpa ra3oBbIICIICHNUS,
IIPY U3BECTHBIX JAHHBIX O XUMHUYECKOM COCTaBe oOpasiia, BOBMOYKHO OIPEACIIUTh
COJCp)KAHUE KHUCJIOpOAAa B KaXIOM U3 PAa3UYHBIX TUIOB  OKCHAHBIX
HEMETAJUIMYECKUX BKIIFOUCHUH.

JlaHHBII METOJT TMO3BOJIAET C BBICOKOM TOYHOCTHIO OMPEAENATh 00BEMHOE
COEP/KAHUE HEMETAUIMYECKUX BKIIOYEHUN, HO C MOMOILBI JTAHHOTO METOJA
HEBO3MOXKHO  OMPENEIUTh  pa3MEpHOE  paclpeiesieHne u  MOp(dOIOTHI0

HEMETAJJTMYECKUX BKIIOYEHUM B cTanu [76].

1.3.1.4. MeToa onTH4eCKOM IMUCCHOHHON CIHEKTPOMETPHH C
AUCKPUMUHALMOHHBIM  aHajmu3oM (PDA) jas  ompenesieHus
HeMeTAJLUIMYEeCKUX BKJIKYCHHU I

C pa3BuTueM aHalIM3a METOJOM CIIEKTPOMETPUU ONTHUYECKONM IMUCCUOHHON
crnektpockonuu (PDA-OES) ¢ AMCKpUMHHAIIMOHHBIM aHAIU30M €IMHUYHBIX
HUMITYJIbCOB CTAJI0 BO3MOXKHBIM OIpeJIeJICHHE BKJIIOUYEHHN B IKCIPECCHOM (WU
Jla)Ke OHJIAMH) pexuMe. ITO yIauyHasl MOMbITKA MePEeBO/Ia CIIEKTPAIbHOTO aHaIu3a
W3 DJIEMEHTHOTO B 00JIaCTh BEIICCTBEHHOTO aHajM3a METOJIOM CKaHUPOBAHUS
HMCKPOBBIM HCTOYHUKOM OIpeeeHHON IUIlomaad obpasiia ¢ 3aJaHHOM 4acTOTOM

BIIEpBbIC ObLIa onmyOsrKoBaHa B pabore omybiukoBaHHOM eme B 1978 roay [77].
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MeTon ocHOBBIBaeTCs Ha 00pabOTKe KaXKIOr0 €MHUYHOIO0 aHAIMTUYECKOTO TTHKA,
npu yactore uMiryJibcoB 400 - 800 I'm., mpu 3TOM JaHHBIE JUISl KAXIOTO CHEKTpa
COXpaHSAIOTCS B TaMmsATH KommbloTepa. OOpaboTka pe3yibTaTOB MPOBOIUTCS
METOAOM  OJHOBPEMEHHOIO  KOMIIBIOTEPHOTO  aHajiu3a CIEKTPOB  TaKHUX
«KITFOYEBBIX» AJIEMEHTOB, KaK aJOMWUHHM, KAIbLWW, MarHuii, KUCJIOPOJ, cepa, C
y4eTOM TOM00Ms MAacChl, HWCIAPEHHOTO E€IWHUYHBIM pa3psoM BEIIECTBA.
OOHapyXE€HO, YTO CUTHAJbI, MOJYYEHHBbIE U3 METALTUYECKON MaTpHUIbl, UMEIOT
HOPMAJIBHOE pACHPEACIEHUE, B TO BPEMsA KaK HEMETAIUIMYECKHUE BKIIOUCHUSA
BBI3BIBAIOT HMIYJIbChI € 0o0Jiee BBICOKUMH MHTEHCUBHOCTsIMU [77-79] Tlo
pe3yapTaTaM o0OpabOTKH JellaeTCs BBIBOJ O KOJIMYECTBE, TUIIE W pa3Mepax
0OHapY)XCHHBIX OKCHUIHBIX BKIIIOUCHHM, COACpKAIIUX aTIOMHHHUI, MarHui u
KQJIBLUMI B IIpeenax IIoMaal CKaHUPOBAHUS, COCTABISIOTCS KAPThl BKIFOYEHUN.
Taxxe mnpeanonara€Tcs, 4YTO JaHHBIM METOAOM MOXHO OLEHUTh pa3Mep
BKJIFOUEHUS, TaK, HAIIPUMED, B JINTEPATYPE NOKA3aHO, YTO HHTEHCUBHOCTh CUTHAJIA
BKJIFOUECHUS TTIMHO3E€Ma MPONOpIIMOHANIbHA pa3Mepy BKitoueHus [80].

OnHako,  JTOCTOBEPHOCTh  ONPEACIICHUSI  COCTaBa W pa3MEpoB
HEMETAUIMYECKUX BKIIOUYEHUN JAHHBIM METOJOM CJIO)KHO OLEHHUTh H3-32

OTCYTCTBHUSI CTaHIaPTHBIX 00PA3IIOB JJIsl MPOBEPKU PE3YIHTATOB aHAIM3A.

1.3.4. IlpenejbHble KOHUEHTPAUUM BPEIHBIX 3JEMEHTOB B
CTAJAX M CPABHUTEJbHBIH AHAJW3  Pa3JUYHBIX METO/J0B
onpeaeieHUs] HEMeTAJINYeCKUX BKJIIOYeHNH

CBoiicTBa METAJUNIOB M CIUIABOB, MX KadeCTBO M 3KCIUTyaTallMOHHBIE
XapakTepUCTUKA BO MHOIOM 3aBUCAT OT HaJM4Usg HEKOTOPBIX BPEIHBIX
IIPUMECHBIX 3JIEMEHTOB, TAKHX KaK BOJOPOJ, a30T, KHUCIOPOX, a TaKXe cepa U
yIaepoA. OTU 3JIEMEHThl 00pa3yloT MeXJ0y3elbHble BKIIOUEHHS M 00JIaJaroT
3HAQYUTEIIBHON pPACTBOPUMOCTBIO B OJKUIAKOM METajule, IPEBBILAIOMICH UX
pacTBOpUMOCTh B TBepAoM. B Tabmume 2 yka3aHbl BEpXHHE IPEAEIbI
KOHIICHTPALUU HEKOTOPBIX DJIEMEHTOB B CTAJIAX U CIUIABAX, & TAK)KE KPUTHUUECKUE

pa3mepsl 1 Tun HB.
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Ta6nuna 2. BepxHue npenesbl KOHIEHTPAIMH HEKOTOPBIX BPEIHBIX JIEMEHTOB B
CTaJISIX M CIJIaBaX, a TAK)Ke KpuTHIeckue pasmepsl 1 tun HB [83].

Cranu u crinassl Conepxanune npumecu, He | Kpurnueckue tunbel u | Mcrounuk
6onee, ppm pa3mepsl HB, Mxm
Cramu xnacca IF H<2; N<15; C<10, O<15 Hedopmupyemsie <100 [82]
Kopnossie cranu H<1,5; N<40; 0<30; S<50 | dedopmupyembie oxcuabl | [83]
<30
Henedopmupyemsie <10
Cranu s | H<1,5; O<10; S<8§; P<50 Hedbopmupyembie <100, | [84]
TpyOOIPOBOIOB Cynbsdunpl mapranma
PenbcoBeie cTanu H<2,0; 0<20 Henedbopmupyembie <20 [85]
[ToammnHuKOBbBIE H<2; N<20; O<15 Henedhopmupyemsrie <15 [86]
CTain Hutpup, OKCH/THBIC
CTPOYKH
BricokonpouHbie H<1; N<30; O<12; S <10 Henedbopmupyembie <20 [87]
HU3KOJIETUPOBAHHbBIE Hurpusl, KapOwIHbIe
craimu (HSLA) CTPOUKH
BricokouncThie H<0,5; C<5, N<40; O<10 H/IT [88]
QIIOMUHUEBBIE CILIABBI
Ni-cruiaBsl H<S; N<10; 0<20; S <30 Henedopmupyemsie <15 [89]
Ti-crutaBel H<30; C<200, N<80; O<200 | /g [90]

CymeCTByeT pAa pasyiIMdHbIX MCETOAOB OIIPCACIICHUA HCMCTAJUIMYCCKUX
BKJIIOUCHMH B CTallsIX U CIiaBax, B TOM 4YHCJIC OIIMCAHHBIC B Z[aHHOﬁ TJ1aBC.
O,Z[HaKO Haubojee dYacTo HCIIOJB3YCMEBIC MCTOAbI Ha MCTAJLIYPTHUYCCKUX

NPEANPUATHSAX:

- ABTOMaTI/I3I/Ip0BaHHBIe METOAbI KOJIMYCCTBCHHOI'O MCTaHHOFpa(I)I/I‘-ICCKOFO
aHalin3da HCHOJIB3YIOTCS JUJIA OIPCACIICHUSA KOJMYCCTBA, pasMEepa W THIIA

HEMCTAJNIMYCCKHUX BKJ'IIO‘-IGHHﬁ;

- Ui aHajM3a MOP(OJIOTUM U COCTaBa BKIIOYEHUHN HCIONB3YIOTCS METOIbI
JIOKaJIbHOTO PEHTT€HOCHEKTPAIbHOI0 aHajdn3a C UCIOJIb30BAHUEM MHMKPO30HJIOB
WM METOJBl DJIEKTPOJUTUYECKOTO OCAKICHHS C TOCIEAYIOINIMM aHaIu30M

METO/IaMH BJIAKHON XMMHH, TETporpaduu U PeHTTEHOBCKON TudpaKIINH;
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- MGTOILBI ra3oBoOro aHajin3a HUCIIOJb3YIOTCA I OIPCACIICHUA KOJINYCCTBA

ra3o00pa3yromux 3JIeMeHTOB B ctanu, B ToM uucie C, O, H, N, S.

B Ta6J'II/IHC 3 MMpCACTABJICHO CPABHCHHC pPA3JIMYHBIX MCETOJOB aHaJIM3a

HEMETAJNIMYECKUX BKJIIOYCHUM B CTAJISIX C TOYKHU 3pCHUA 6I)ICTp0TBI aHajim3a "

AOCTOBCPHOCTHU IIOJYUYCHHBIX PC3YJIbTATOB, IPCUMYIICCTB U HCAOCTATKOB AAHHBIX

MCTOOOB.

Tabnuia 3. cpaBHEHHE Pa3TUYHBIX METOJIOB aHAIN3a HEMETAJUTMUYECKIX

BKJIFOUCHUU.
Meron IIpeamer | Bpems IIpeumymecrBa | Henocrarku Hcrounuk
aHaim3a aHajam3a
Mukpoxumuuecku | Ocagok 1 nenpb XUMUYECKUI TpynoeMKoCTb, [91]
171 COCTaB CII0KHOCTh 51
HU3Kasi TOYHOCTh
Onekrpoxumudeck | CranbHoit | OT 3 | Ananu3 TpynoeMKoCTb, [92]
ast Wi | odpasern 4acoB /10 | Mopdoorumu, CJI0KHOCTB,
anekTpoiautuuecka | 0,1-30r 3 nHeu pa3Mmepa U | BO3MOXKHOCTh
S DKCTpAaKUUs ¢ kosnuectBa HB, | motepu 4acTu
aHAJIM30M OCaJlKa ocaJika
Meramnorpadus Mmud, 10 | 30 mun bricTpora, Brnusane [93,94]
MM aHaImm3 BO3MOKHOCTEH
MopdoJIoTHH, MHUKPOCKOIIa,
pazmepa U | KauecTBa nUTH(OB,
konuyectsa HB, | Tpynoemkocts 1
CyOBEKTUBHOCTH
OLICHOK
ABTOMaTHYECKHE Mmud, 2-3 yaca | beicTporTa, Bnusaue
AHAJIN3aTOPBI 10-200 PENPE3EHTATUBH | BO3MOXKHOCTEN
M300paxeHuit MM b€ JJAHHbIE MHUKPOCKOTIA,
KadecTBa NUTHQOB,
a TaKkXXe BIUSHUE
HACTpPOEK U THUIIa
aHajau3aropa.
[Terporpadus Mmud 30 MuH Crpyktypa  u | Mano
¢a3oBblil cocTaB | UHOOPMATHBHO
npu ananmse HB
PentrenoBckuii Mmud 2-3gaca | AHanmm3 cocrtaBa | Bnusaue kadectBa | [95]
MHUKpOAHaJIU3 u  Mopdonoruu | nuudos,
BKJIFOYEHU U CyOBEKTUBHOCTH
pe3ynbTaToB
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Ontuueckass PDA | llmud, 60 | 2-3 mur | Aranuz Al, Ca | Huzkas TouHOCTS, | [97]
CIIEKTPOMETPHUS MM BO BKJIIOUYEHUSIX, | TOJYKOJIUYECTBEH
KOPOTKOE BpPEMsl | HbI€ pe3yJIbTaThl

aHajan3a
lazoBwiii  ananmu3 | CranbHOM | 1-2 MmuH | Beicokas Tonbko [98]
(C,O,H,N,S) oOpa3zery TOYHOCTD, WHTErpaJIbHbIE
I-3r KOPOTKO€ BpEMS | XapaKTEPUCTUKH
aHajam3a

BuaHOo, 4TO KaXIpld aHATUTUYECKAM METOJ UMEET PAN MNPEUMYIIECTB U
orpannueHuil. IlosTromMy 11 TOMyYeHUsT JOCTOBEPHOM U OOBEKTHUBHOU
uH(OpPMAITUU O YHCTOTE CTajdl HEOOXOJMMO HCIOJIh30BAaTh HECKOJBKO METOJIOB

WA UX KOMOWHAIHIO.

1.4. KomOuHauuss MeTog0B (PPAKIMOHHOIO ra30BOr0 aHaJIM3a
U JJIEKTPOJMTHYECKOr0 PACTBOPEHMS /I BCECTOPOHHEH OUECHKHU
HEMeTAINYEeCKMX BKJIKYCHUH

Ha ocHoBe mnpeumyIecTB M OTpaHUYEHUN H3YyYEHHBIX METOAOB ObLIO
CHEJIAHO MPEANOJ0KEHHE, YTO KOMOMHAIUs METOJO0B (hPAKIIMOHHOTO Tra30BOI0
aHaJIKM3a U JIEKTPOJUTUUECKOTO PACTBOPEHHUSI MOKET JaTh BCECTOPOHHIOK OLIEHKY
HEMETAJUIMYECKUX BKJIIOUYEHUH B TOW CTENMEeHH, KOTopas HeoOXoauma s
NOHUMAaHUSL TPUPOBI 3apOXKIAEHUs, TpaHCchopmauu, MOIU(GUKAIIUU U yIaleHUs

HEMETAJNIMYECKUX BKIIIOYCHUM U3 CTaJIH.

Meton  3AEKTpOIMTHUYECKOro  pacTtBopeHus (OP) HemeTamimdeckux
BKJIFOUEHUN M3 CTaJbHOro olpa3la C MOCIEAYIOIIMM AaHaJU30M BBINABIIUX B
ocanok HB ¢ mnomoupio ckanupyromei 3aeKTpoHHOW Mukpockonuu (COM)
YCHEIIHO UCTIONb3yeTcs nocneanue 20 et A aHaiu3a MOP(OJIOTUH, pa3MEPHOTO
pacnpeaeneHus 1 XuMu4ueckoro cocraBa HB B paznuunbIx craysix u criaBax [99-
103]. OTnuunTensHOM 0COOEHHOCTHIO U MPEUMYILIECTBOM 3TOTO METOAA SIBIISETCS
TO, 4TOo 3TO TpexMepHbii (3D) merom wucciemoBanuss HB kak TpexmepHBIX
O0OBEKTOB IMOCJE€ HX M3BICYEHUS M3 METANIMYecKoro oobpasma. IDTOT METO.

no3BossieT u3Binekatb HB 3 oOpasiioB 6e3 m3aMeHenus ux ¢GOpMbl M COCTaBa.
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Hcnons3ys Meron OP, ucciemoBarenn MOTYT aHaIM3UPOBATh KAaK BKIIIOUEHUS
MOIU(DULIUPYIOTCS, U3MEHSIOT POpPMY M XMMHUYECKUH COCTAaB Ha Pa3HbIX dTanax
npous3BoAcTBa cTaid. OJHAKO 3TOT METOJ HE IO3BOJISIET C BBICOKOW TOYHOCTBIO
onpenensate oobeM HB B cramsix u cruiaBax u3-3a o0beMa aHAIU3UPYEMOTIO
MeTajula M IOTOMY, YTO TOJIbBKO BHEIIHUH CJIOM o00Opasla pacTBOpSETCS B

QJICKTPOJIUTE U MOXKET OBITH HCCJICO0BAH.

OpakiuonHblid ra3oBbii aHanu3z (PI'A) - momudumupoBaHHBIE METOA
ra3oBOTO aHaju3a, KOTOPBIM MO3BOJISET ONPENENISATh MACCOBYIO JIOJMI0 Pa3IMYHBIX
OKCUJIHBIX BKJIFOUEHUHU B CTaJbHBIX oOpa3uax. [Ipu BoccTaHOBIEHUU OKCHJIOB NpU
paciiaBIeHHUH OOpas3lOB B TpaUTOBOM THUTIJIE B YCJIOBHUSIX KOHTPOJIUPYEMOTO
MOHOTOHHOTO HarpeBa MOYKHO M3MEpPUTh CKOpocTh BbiaeneHuss CO u3 paciuiaBa,
YTO YK€ HampsMyIO CBSI3aHO C ()a30BBIM COCTAaBOM BOCCTAHOBJICHHBIX OKCHJIHBIX
BKJIFOUEeHU. MeToJl OCHOBaH Ha TOM, YTO pa3jIUYHble OKCHIBl 00JaJaoT
COOCTBEHHOM TEPMOJIMHAMUYECKOW CTAOMIIBHOCTHIO MPHU BBICOKUX TEMIIEpaTypax
[103-108]. CyuiecTBeHHBIM MPEUMYIIIECTBOM 3TOTO METOJIa SIBJIAETCS TO, YTO OH
MO3BOJISIET OBICTPO OMpENEsATh CpelHui (A30BBIA COCTAaB W KOJIMYECTBO
KHCJIOPOJAa B OCHOBHBIX Ipynnax OKCUIAHBIX BKItOUueHU. OgHako y @I'A meTona
TaKXXe €CTb CBOM OI'PAHUYEHUS, TAKHE KaK HEBO3MOKHOCTh OIIPEIEIICHUS pa3Mepa
u (QopMbl BKIIOYCHUH, TOYHBIM XUMHUUYECKUH COCTAB KaKJAOTO BKJIIOUCHUS U

BO3MOKHOCTD ITOJIYUYCHHA TOJIBKO MHTCTPAJIIbHBIX XapPaKTCPUCTUK HB.

1.5 IlocTaHoBKAa 1eJIM U 327124 PA0OTHI

3 IMPUBCACHHLIX B I'JIaBC 1 JaHHBIX MOKHO CACJIaTh CIACAYIOINEC OCHOBHLIC
BBIBOJBbI:

1. Wcxonst u3 BBINIEU3TI0KEHHOTO B nyHKTax 1.1 rimaBel 1, o4eBUIHO, YTO
HECMOTpsSI Ha TO, YTO MHOrO€ ISl MOHUMAHHS TPUPOAbl U MapaMeTpOB
noctuxenuss BH-addexra O6bu10 pazpaboTano, HeoOXoauMa IajibHEHIIas
paboTta, 4TOOBI MOHSATH BO3JCHCTBUE PA3IMYHBIX, BIUSIONIMX HA BEITUYUHY
BH->ddekra, ynpapiastomux mapametpoB. Heobxoaumo manbHeiIee

IIOHUMAaHHC BJIMAHUA COCTOAHUA CTApCHUA, COACPKAHUC CBO6OI[HOFO
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yriaeposaa, oOliee coJep)kaHue yIjiepoja M a30Ta, H3YUYMThb BIIMSHHUE
Jerupymomux 31emMeHToB Ha BH addexr, a Takke BaMsHUE pazMepa 3epHa.

2. Hemeramnuyeckue BKIIOUEHHUS B cTajsax kinacca I[F moryt ObiTh mpuumnHO
Ne(EeKTOB  CTAlIbHOIO  JIMCTa, a TaKKe  MPUYMHOM  CHUKECHMS
TEXHOJIOTUYHOCTH IIPOM3BOJCTBA M3-3a 3aTATMBAHUSA CTAJIECPA3IMBOYHBIX
ctakaHoB. Hambornee omacHBIMH BKIIIOUEHUSIMH SBIIAIOTCS  KJIACTEPHI
OKCHUJOB QJIIOMHUHUSA, NPA OTOM IIPU COBMECTHOM PACKHUCICHWM CTalli
QIIOMMHUEM M THUTAHOM BEPOATHOCTb 3apacTaHus CTaJepa3IMBOYHBIX
CTaKaHOB  moBblIacTcs.  Mcmonp3oBaHue  KaiblMsl B KadyecTBE
Moaupukaropa, MOXET U3MEHUTD MOpP(}OJIOTHIO OKCHJIHBIX
HEMETAJUINYECKUX BKIIFOUECHUU.

3. CymectByeT OO0NbIIOE KOJIMYECTBO METOIOB aHAIM3a HEMETAJUINYECKUX
BKJIFOYEHHUM, OJHAKO BCE METOJbl MMEIT KaK CBOM IIPEUMYLIECTBA, TaK U
OTpaHUYEHUs. /[ BCECTOPOHHErO aHaaM3a HEMETAJUIMYECKUX BKIIOUYECHUHN

HGO6XOI{I/IMO HCIIOJIB30BaTh KOM6I/IHaLII/II/I Pa3INnYHbIX MCTOJOB.

Ha ocHoBaHMM MpOBENEHHOTO aHaiaM3a ObUIM OMpeAeNiCHBI IENH W 3a7adu
JUCCEPTAITMOHHON PabOTHI:

- OmnpenenuTh BIHUAHHWE PA3TUYHBIX YIPABJSIIONIMX IapaMeTpoB Ha
BenuunHy BH-apdexra. Onpenenuts BiausiHUE 00IIETO CoAepKaHUE yriepojaa U
azoTa B MeTajuie, coAepKanus «3PQPEeKTUBHOr0» CBOOOJHOTO yIiepo/a, U3yunuTh
BIMSIHUE JeTUpYromux siaemMeHToB Ha BH sddext, a Taxxke BnusHue pasmepa

3epHa.

- OHpe,Z[eJ'II/ITI) HanboJee ONAacHBIC THUIIBI HEMETAIJINYECKUX BKIIFOYCHUH
BJIMAIONINX HaA 3aTATMBAHUC CTAJICPA3JIMBOYHBIX CTAKAHOB, 4 TAKIKC Ha 0T6paKOBKy

N Ka4CCTBO ITOBCPXHOCTHU CTAJIBHOI'O JIMCTA.

- W3yuute mnpoueccel 00pa3oBaHHUs, MOAU(UUUPOBAHUS U YAAICHUS
pa3IMYHBIX HEMETAJUIMYECKUX  BKIIOUYEHMH TpU  BHENEYHOM  00OpaboTke

HU3KOYTJIEpOAUCTOM cTanu Kkiacca IF.
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- OHpC,Z[CJII/ITI) BJIMAHUC KaJIbIIMA Ha MIPOHCCChI MOI[I/I(bI/IIII/IPOBaHI/I}I

HEMETAUINYECKUX BKIIIOUEHUH B paciuiase [F cranm packucieHHON amtOMUHUEM.

- [IpoBecTu aHanM3 TEXHOJOTHH BBITIJIaBKM M BHETIeUHOU 00padboTku IF u [F-
BH cramu Ha AByX OTEYECTBEHHBIX MNPEANPUATHSIX M JaTh PEKOMEHIALWU IO
KOPPEKTUPOBKE TEXHOJIOTUH C LEJIbI) YBEPEHHOI'O MOJYUYECHUS CTAIM C 3aJaHHBIM
XUMHYECKMM COCTaBOM [0 YIJIEPOLY M a30Ty, 3aJaHHBIM COJEPKAHUEM
«(heKTUBHOTO» yTIepoa, NOoCTHkeHus 3amanHoro BH-addexta u cHmkeHus

BPCAHOT'O BJIIMAHUSA HCMCTAJINIMYCCKUX BKJIIOUCHHUM.
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I'nasa 2

2. Onpenesienue cocraBa ¥ MOpP(OJOrHd HEMeTALIMYECKUX
BKJIYEHUH KOMOMHAUNUEd MeTOoJ0B (PPAKIMOHHOIO TIa30BOIo
AHAJIN3A U JJIEKTPOJUTHYECKOT0 PACTBOPEHUS

OOBIYHO JUISI  OIIEHKM XapaKTEPUCTUK HEMETAJUIMYECKUX BKIIOUCHHM
UCIIONB3YIOTCSl OOBIUHBIE CTaHJapTHbIE NByMepHble (2-D) uccnenoBanuss HB Ha
MOJIMPOBAHHON TOBEPXHOCTH HUIMQPOB MeTaIMyeckux oOpas3noB. OpHako B
TeueHue mnociaeaHux 10-20 ner Bce yalie HOBBIE METOJAbl  TPEXMEPHOM
Bu3yanu3anuu (3-D) nmpuMeHsroTcs B AomoHeHHe K 0a30BbIM 2-D MeTomam aiis
TOYHOU U ObIcTpOi onieHkr HB 117151 pa3nuyHbIX MapoK CTaju.

OO0BEMHYIO J0JII0 PA3IUYHBIX OKCHUIHBIX HEMETAJUIMYECKUX BKJIIOUCHHUI B
oOpaslax MeTajljla MOKHO OLIEHUTh C MOMOUIbI0 METO/1a (PPAKIIMOHHOTO Ta30BOTO
anamuza (®I'A), koTopelii mpeAcTaBiIseT coOOl MOIU(PHUIIMPOBAHHBIA METO]
OTIpEJICICHNST COJICp)KaHUS KHCIOpoJa B oOpasmax wmeramia. JlaHHBIH MeTon
OCHOBAH Ha pPa3HUIE B TEPMOJUHAMUYECKOW CTAOMIIBHOCTH OKCHIOB, KOTOPbIE
BOCCTAHABJIMBAIOTCA TMpPHU Pa3IUYHBIX TemmepaTrypax. IlociaenoBaTenbHOCTD
BOCCTAHOBJICHUS ISl PA3JIMYHBIX OKCHJIOB B HACBIIIEHHOM YIJIEPOJOM paciiaBe
HalpsMyK0 3aBUCUT OT CTaHAapTHOW »HHepruu [ubbOca wux oOpa3oBaHUA.
OTaenbHBIC UKW Ta30BBIICICHUS KUCIOPO/Ia, KOTOPhIE MOXKHO OOHAPYKUTh MPHU
BOCCTAHOBJICHUM pA3JIMYHBIX OKCHUJOB YIJEpPOJOM B paciulaBe IpPU pPa3HbIX
TeMIlepaTypax ¥ TPH MOHOTOHHOM HAarpeBe METAUIMYECKOTO obOpasma B
rpaUTOBBIX THUTJSX, MOXKHO WCIOJB30BaTh JUISI OMNPENEICHUS KOJIMYECTBA
pa3IMYHBIX OKCUIOB B paciuiaBe. KomOuHanust (ppakiiMOHHOTO ra30BOr0 aHaju3a
U KOJIMYECTBEHHOW MeTamiorpaduu MOXKET OBITh WCIIOJIb30BaHA JIJISi OLICHKH U
KOHTPOJISl pa3IMYHBIX OKCHUJIHBIX BKIIFOUEHUHN B CTaJdbHBIX oOpasmax. Merog ®I'A
OBLIT YCIIEITHO MCIIOIb30BaH ISl OMPEICICHUs COIePKaHU OKCUTHBIX BKJIFOUEHUN
B Pa3JIMYHBIX MapKax CTaldu (TaKUX KakK KOJIECHBbIE, PEIbCOBBIC, KOPAOBBIE U
TpyOHBIE CTAJN).

B nmanHOM TnaBe OMMCAaHO WCMOJB30BaHWE KOMOWHAIIUM METOOB

(GpakIMOHHOTO Ta30BOTO aHAIM3a W JJICKTPOJUTUYECKOTO PACTBOPEHUS TMPHU
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UCClIeIOBaHUM 00pa3oBaHUsI, M MOAU(MUKAINKM PA3TUYHBIX HEMETATITMYECKUX
BKJIFOUEHHM ISl MOJIETbHBIX cI1aBoB cuctembl Fe-10% Ni nocne packucnenus Ti
U Tocheayrmero mobanenus Zr win Mg. DIeKTpOHHO- MHUKPOCKOMUYECKUE
uccnenoBanus HB u ux kimactepoB mocie 3aeKTpoauTudeckoro pactBopenus (OP)
CTAIBHBIX OOpa3loB ObUIM JIOTIOJHEHBI HCCIIENOBAHUSIMH C HCIHOJb30BAaHUEM
dpakuuonHoro razoporo ananuza (PI'A). OnmpoOoBaHHas HA MOJCITBHBIX CILIABAX
KOMOMHAITMS METOJIOB MOJXKET TMPUMEHSATCS ¢ IS aHajdu3a TOBEACHUS

HEMETAJTMYECKUX BKIOUYEHUN B cTajsax kiacca [F [109].

2.1. MaTepuaJbl 1J151 HCCJICA0BAHUA

B kadecTBe mMaTepuanioB AJIA MOCIEAYIONMIETO aHAIU3a ObLUIA HUCIIOJIH30BAHBI
o0pa3ibl MOJAENBHBIX CIUIABOB, TMOJYYEHHBIX B JaOOpaTOpHBIX ycioBusix. Bcero
Oblna BeITUTaBiieHO 7 oOpasioB craBa Fe-10% Ni (70 T) B BBICOKOYHUCTOM THUTJIE
MgO B BBICOKOYACTOTHOM HHAYKIIMOHHOW meun B aTmocdepe Ar, KOTOpbIe
OTJIMYAJIMCh YCJIOBUSIMHU packuciieHud. [locne miaBiieHust U BBIIEPKKU paciijiaBa
JUIsi TOMOT€HU3aluKi cocTaBa B TeueHue 15 munyT npu temmeparype 1600 °C
cruiaB packucisuin gobasinenuem 0,03% Ti (akcnepument Al). 3arem mocie
MEXaHUYECKOTO TEPEeMEIINBAaHUS U BBIIEPKKA B TEYEHHE | MUHYTHI THUTENb C
pacmyiaBoM OBICTpO OxJaxkgaiu B Boje. B skcmepumenrtax ¢ Ti m Zr pacruias
NpeABApUTENIbHO  pacKUCIsIA  JobOaBiaeHWeM Ti  (Kak  OMHMCAHO  BBIIIE),
NepeMEIINBAIH, BBIICPKUBATN B T€UEHUE | MUHYTBHI U PACKHUCIIIN J0OaBKaMuU
0,08% Zr. Ilociie packuClIeHHs, pacIljlaB B THUIJIE BBIACPKHBAIM B IE€YU IPHU
temmneparype 1600 °C B Teuenue 1, 3 wim 5 MunyT (3kcniepumeHThl A2, A3 u A4
COOTBETCTBEHHO) U, 3aTe€M OBICTPO OXJXIAIXM B BOJE MJs COXpPaHEHUS
BKJIFOYEHU B HUCXOJHOM cOCTOSSHUU. (OCHOBHBIE CXE€Mbl packucieHus T1 u
COBMECTHOTO packuciieHuss Ti u Zr BO BpeMs JIaDOpaTOPHBIX IKCIIEPUMEHTOB
MoKa3aHbl Ha pucyHke 12 (a). B skcepuMeHTax ¢ COBMECTHBIM pacKUCIeHUEM T1
u Mg nocne no6asnenust 0,1% Mg (mo6aBnenuem nuratypel Ni-10% Mg) u

BBIJICPKKHA paciyiaB B TedeHue 1, 3 u 5 muHyT (3kcnepumentsl B2, B3 u B4
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COOTBETCTBEHHO) Tipu Temmepatype 1600 °C, pacmiaB oxjaxaaid B BOJAE, Kak

noka3aHno Ha pucyHke 12 (b).

(a) (b)

0.03%Ti 0.08% 7T 0.03%Ti 0.1%Mg
1600°C ISmin‘lmin‘ 1,3 or 5 min 1600°C ]Smin‘lmin* 1.3 or 5 min
Fe-10%Ni lwq lwq Fe-10%Ni I wQ
Experiment: Al A2- A4 B2-B4

Pucynok 12.Cxematnueckoe n300pakeHIEe OCHOBHBIX OIEpaluii U mpoueyp
otOopa nmpod B pa3IUYHBIX J1a00PATOPHBIX IKcIepuMenTax ¢ Ti/ Zr (a) u
skcniepuMenTax ¢ Ti/ Mg (b).

Kaxxaplii 1mosyd4eHHbI CIMTOK OBUT pa3pe3aH Ha JBE PaBHbIE YacTH IO
BEPTUKAIIBHOMY CEUEHHUIO [ IOCIEAYIOIIEr0 aHaln3a XUMUYECKOrOo COCTaBa
MeTajla, OOLIEro COJAEp)KaHUs KHUCIOpPOAa W HCCIIEIO0BAaHUS HEMETaNIMYECKUX
BiroueHnii (HB) ¢ wncnonbs3oBaHMEM 3JEKTPONIMTHYECKOTO PACTBOPEHUS U

dbpakuuoHHOTO Ta30Boro anaimza (PI'A).

2.2.  DJIeKTPOJUTHYECKOE  PaCTBOpeHHMe  00pa3moB ¢
nocjaeaywmum aHaaudom HB Ha ckaHupyumem 3jJ1eKTPOHHOM
MHKPOCKOIIE

HccnenoBanuss METOAOM 3JIEKTPOIUTUYECKOTO PACTBOPEHUsT 00pa31oB ObLIH
npoBeseHbl B KTH Royal Institute of Technology (Ctokronem, IlIBerus), Ha
kadenpe Materials Science and Engineering noa pykoBoactsoM KapaceBa Anapes
Biagumuposuya.

Ha pucynke 13 npencrasiena gororpadus pabouero mMecta, rae MpoBOIMIN
AIIEKTPOJIMTUYECKOE PACTBOPEHHE OO0pa3loB C MOCIEAYIomend QuiIbTpanuen
pacTBOopa DOJEKTPOJWTa dYepe3 GUIbTp IS HM30JIUA  HEMETAUTMUECKUX

BKJIFOUCHUMH.
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Pucynok 13.PaGoudee MecTo ¢ yCTaHOBKO# JIJIs1 MPOBEACHUS AJIEKTPOIUTHIECKOTO
pacTBOpEHHUS.

[Tepen mpoBemeHUEM BICKTPOJUTHYECKOTO PACTBOPECHUS OOPA3Ibl ObLIH
Hape3aHbl B BHJIC MPSMOYTOJIHLHUKOB BecoM OT 1,5 mo 3 r u ornummdoBaHbl Ha
KapOuJI0KpeMHueBor 1nuiMdoBaabHON OyMare ¢ 3epHuHcTOCcThIO 320. J[lamee
oOpa3ipl OuUMIAIA B YJIBTPAa3BYKOBOW BaHHE TIOCJIENIOBAaTEIbHO CHayala B
CTCKJISTHHOW Tape, 3allOJIHEHHOHW aleToOHOM B TedeHWe 3-4 MUHYT W Jajee Ha

OPOTSKEHUH 3-4 MUHYT B CTEKJISTHHOM Tape 3al0JIHEHHON O€H3UHOM.

[locne mpoBeneHHs] MPOLEAYPHl  DIEKTPOJIMTHUYECKOTO  PACTBOPEHUS
oOpa3ipl 3aKpeluBsUId Ha CHEUUajJbHBIX MIMMIAX, W MOTrpYyKajdl B pPacTBOP
aneKTposiuTa. B pacTBOp morpykanu Takxke CleluaibHOe METANINYECKOe KOIbIIO
U, Jajee K LUIIAM U METaNIMYECKOMY KOJIbIY MOAKIIOYAIH 3JICKTPOIbI s
3aJlaHusl JIEKTPUUECKOro MoTeHluanda Ha oOpasen. dotorpadus yCTaHOBKU IS

IIEKTPOJIUTUUECKOTO PACTBOPEHUS MIPEACTABIEHA HA pUCYHKE 14.
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Pucynok 14. (a) mporiecc 3JeKTPOIUTHYKCKOTO pacTBOpEeHUs o0pasiia B pacTBOpe
aeKkTponuTa; (6) puabTparus JIEKTPOIUTA C IETBI0 OCAXKICHUS
HEMETATMYECKUX BKIIOYCHUH Ha QUIBTpE.

st snextponutudeckoro pactBopenus (OP) oOpasiioB MCHOIB30BAHCH
cienyrolye pactBopbl 31eKTposuToB: 10% nsnextpomuta AA (10 06. / 06.%
Anerunarieton-1 Bec. / 06.% Terpamermiammonuniixiaopua-metanon - (10v/v%
acetylacetone-1w/v% tetramethylammonium chloride-methanol)) TUTST
AIEKTPOJUTUYECKOTO pacTBOpeHust 00pa3noB packucieHHsix Ti u Ti / Zr u 2%
anektpooutr TEA (2 00.% Tpwdramomamma - 1 Bec. /  00.%
TerpameTriiaMMOHUUXIOPUA — MeTaHos - (2 v/v% triethanol amine — 1 w/v%
tetramethylammonium chloride - methanol) i1  AIEKTPOIUTHYECKOTO
pacTBopeHus: 00pa3uoB packucieHHbx Ti/ Mg. IIponecc pacTBOpeHUs CTalIbHbBIX
o0pa3IoB  MPOBOAWIM C  HCIOJB30BAHHEM  CICAYIOIIUX  DJIEKTPUICCKUX
napaMeTpoB: Tok - 50 ~ 70 MA, Hanpsixenue - 3,0-3,6 B u anexkTpudeckuii 3apsin -
500 xynonoB. Bec pactBopenHoro metamia (Wgis) 711 BCEX HCCIIEIOBAHHBIX
o0pa3ioB BapbupoBaiics oT 0,13 mo 0,15 r. I'myOuHa pacTBOPEHHOro CIIOs
CTaNBHBIX 00pa3noB coctapisuia 0koio 0,19-0,26 mwm. Tlocne 31eKTpOIUTHIECKOTO
PacTBOpPEHHUS] METAUIMYECKONW MAaTpHUIlbl CTaJbHOTO 00pasila HeMEeTaUTUYECKHE
BKJTFOUCHUS M KJIACTEPhI (KOTOPBIC SBIISIFOTCS CTAOMJIBHBIMA U HE PACTBOPSIIUCH B
pacTBOope  DJJEKTpoiauTa)  ObUIM  OTQWIBTPOBAHBl  HA  MOBEPXHOCTH
MOJMKapOOHATHBIX MEMOpPAHHBIX TUIEHOYHBIX (PHIIBTPOB C Pa3MEpPOM OTKPBITHIX
nmop 0,4 wmxm. @otorpadus ¢uibtpa ¢ OTOWIBTPOBAHHBIMH Ha HEM
HEMETAUIMYECKUMU BKJIFOYEHUSAMM T0Ka3aHa Ha Pucynok 15 (a) [amee nmus

uccienopanuit HB Ha ckanupyromem 3iekTpoHHOM Mukpockone (COM) wu3
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bunbTpa BhIpE3aNTH CEKTOP, KOTOPBIM KIEWIN HAa METAJUIMYECKYIO MOJIOKKY Kak

MoKa3aHo Ha pucyHke 15 (0).

a) 0)

Pucynox 15. [ToaroToBka k uccieqoBanuutio BkaodeHuit Ha COM: a)
[Tonukap6oHaTHBI MeMOpaHHBIH MIeHOYHBIN (uibTp; 6) [lonroroBka cekropa
¢unbTpa nus uccnegopanus Ha COM

Xapakrepuctukn HB u ux kimacrepoB (Takue Kak KOJUYECTBO, pa3MeEphl,
XUMHYECKHI cocTaB U MOp(osorus) ObUTM OLEHEHBI C MOMOIIBIO TPEXMEPHBIX
UCCIIE/IOBAaHUIM Ha IUICHOYHBIX (PUIBTpaX C HCHOJB30BAHUEM CKAHUPYIOLIETO
anekTpoHHoro wmwukpockona Hitachi  S-3700N  (COM), o0060pyaoBaHHOTO
SHEProIUCIEPCUOHHBIM PEHTTCHOBCKUM JETEKTOPOM. Tunnyneie
HEMETaJVIMYeCKUe BKJIIOYEHHUS] W KIAacTepbl, HaAOMIOJaeMble Ha IUIEHOYHBIX
GuIbTpax mocie MEKTPOIUTUUECKON pacTBOPEHHUs, TOKa3aHbl Ha pucyHKe 16 (a u

0 COOTBETCTBEHHO).
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10.9mm x5.00k BSECOMP 2018-02-01 18:22 " 10.0um

6)

Pucynok 16.Tunuunble HEMETAUIMUECKHE BKITIOUCHHUS () U KiacTepsl (0)
oOHapyXeHHbBIE Ha MIIEHOYHOM (PUITBTPE MOCIIE IEKTPOITUTHIESCKOTO
pacTBOpEHHUS.

%3,000  1pm

MakcumanbHas amHa (1) w mmpuHa (W) KaXIOro HCCIEIyeMOro
BKJIFOUCHHUS M KJacTepa ObUIM HM3MEPEHBI Ha TMOJYYEHHBIX H300PKEHUSIX BO

BTOpHUYHBIX 3JeKkTpoHax SE (pucynok 17).

3
SE MAG: 10000 x HV: 16.0 kV. WD: 10.9 mm Px: 22 nm | i

Pucynok 17.U3mepenne makcumanbHoi anunsl (1) v mmpuHel (W) BKIIOYESHHUS.

KomuuectBo BKIOYEHHMH U KiIacTepoB Ha eauHuily obbema (Ny)

PacCUUTHIBAIIN IO CIEIYIOUIEMY YPaBHEHUIO:

NV = (Il : Af/ Aobs) : (pm / Wdis)
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S)

r7le N - KOJUYECTBO MCCIIEIOBAaHHBIX BKIIOYCHHUN M KJIacTepoB, A - 00Imas
IJIOIIA/Ib TUICHOYHOTO (PHIIbTpa ¢ COOpaHHBIMHU BKIIIOUEHUSMHU M KJlacTepaMu (~
1200 Mm?), Agps - 0oOmas IIOMmAAb IUIEHOYHOro (GUIbTpa, HAOIIOZAEMOrO C
nomompio COM, pn, - mnotHOocTh Metamaa (~ 0,0078 r/mm®), a Wgis - macca
MeTajlia, paCTBOPEHHOTO BO BpeMst SKcTpakiuu (r). CooTHouenune ctopoH (AR —
aspect ratio) BKJIIOUEHHH U KIaCTEPOB ObUIO PaCCYMTAHO KaK COOTHOIICHUE MEXIY
uX JUIMHOU U mpuHor (AR =1/ w).

[To wrtoram aHamm3a OBUIO BBIICNECHO TPU TPYNIBl HEMETALTUYCCKUX
BKJIFOUEHUH, PEICTaBICHHBIX B Ta0uIIE 4.

Ta6nuna 4. Turbl HEMETALTNYECKUX BKIIOUCHUN U UX XapaKTEPUCTUKH,
BBIJICJICHHBIE IO UTOTaM 3JIEKTPOJIUTUYECKOTO PACTBOPEHHUSL.

Tum 1 Twum 2 Tum 3

s
SE MAG: 9017 x HV: 16.0 kV WD: 10.9 mm Px: 24 nm

33 3pm
SE_MAG: 10000 x HV: 15.0 kV WD: 10.9 mm Px: 22 nm sl

CocraB (Macc%):

49-100% FeO,
0-39% Z10O,,
0-36% TiOy,
0-11% ALO;

18-94% FeO,
0-78% Z10O,,

4-33% TiO,

0-7% AlOs3

0-24% FeO,
64-100% ZrO,,
0-36% TiOy,
0-1% Al,Os3

Pa3zmep BriIOUeHHid (MKM):

0,5-5,2 2,5-13,5 2,8-26,1

CootHomienue cTopoH (AR):

1-1,2 1-2,7 1-3,8

XUMHYECKUN COCTaB JJIsl pa3HbIX TUIOB BKIIOYEHUM B AKCIIEpUMEHTAX A2,
A3 u A4 (pucyHoK 12) COOTBETCTBEHHO IPEACTABIEH HAa JUarpaMMax Ha PUCYHKE

18.
53



A3
(Ti/Zr-3)

A4

A2
(Ti/Zr-1)

)

FeO 20 40 20 40 60 80 ZrO

40 / \ 60
_, A2
. (Ti/Zr-1)
60 £ ¥ N\

A3
(TVZr-3)

A4
(Ti/Zr-5)

FeO 20 40 60 80 /10

PucyHnok 18.XuMHuuecKkuil COCTaB BKIIOYEHUN Pa3HbIX TUIIOB JUIsl 3KCIETUMEHTOB
A1-A4 na muarpamme FeO-Ti0,-ZrO,: a) Tum 1; 6) Tun 2; B) Tum 3.

2.3. HccaemoBanue o0pa3unoB MeToA0M (PPAKUMOHHOIO

ra3oBoro aHajin3a

OO0miee KOJIMYECTBO PAa3IUYHBIX OKCHUIHBIX BKJIOYEHUH B 00pa3mnax
OTICHUBAJIN C MCTIOJIL30BaHUEM MeTO/1a (PpaKIIMOHHOTO Ta30Boro aHanmm3a (DPI'A).

Anamuz ®I'A  mpoBoIMIM C UCHOJIB30BAaHUEM MOAUPUIIMPOBAHHOTO
razoananuzaropa LECO TC-600 B MHCTUTYTE METAITypTrUul U MaTEpUATIOBEICHUS
uM. A.A. baiikoBa (PAH). Jlna xaxmoro u3 HMCCIEIOBAHHBIX OOPA3IOB ObLIN

MOATOTOBJICHBl TpU MpoObI MeTauia BecoM okoio 1,0-1,5 r. Jns kaxmoro
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HKCIIEPUMEHTAJILHOTO 00paslia CpeiHee 3HAUCHUE TPeX WM OoJiee MmapaieabHbIX
onpeeraeHril ObIJI0 UCTOIB30BAHO ISl XapaKTepu3aluu pa3nuuHbix Tunos HB B
MeTaie.

Meronauka npoBeAeHUsT (PPaKIIMOHHOIO Ta30BOr0 aHAJIM3a BKIIOYaAIa PEXKUM
poOOIOATOTOBKH «sample preparationy - IpeaBapUTEIbHbI HATPEB U BBIAEPIKKY
o0pa3oB B rpauTOBOM THUTJIE B aHATUTHYECKOM MEYM ra3oaHaau3aropa B Ipu
temneparype 1100 °C B TeueHue 1ByX MUHYT.

@pakIMOHHBIA Ia30BbIM aHAJIN3 IPOBOJWIIN B IIOTOKE HECYILETO Ia3a- reiaus
(~ 300 mu1 / MuH) B 1BOMHOM TpapuTOBOM THUTJE (Cpasy IMOcie pexuma «sample
preparation») mpu CKOpocTH HarpeBa ooOpasma 2 °C/c B Auama3oHe TeMIIepaTyp
HarpeBa 1100-2300 °C. O6mee Bpemsi ®I'A anammza (¢ MpoOOMOATOTOBKOW)
coctaBuiio 12-15 MuHyT, Bpemsi onpenesieHus: cocTaBiisuio okoyo 10 munyt. [lpu
MOBBIIICHUH TEMITEpaTyphl 00pa3Iibl pPACIUIABISIINCH, B TpadUTOBOM THUTJIE U
okcuabl (takue kak FeO, TiOx, ZrO2 u MgO), npucyTCTByIOIIHE B BHJIE
OKCUJHBIX BKJIIOUEHUW, BOCCTAHABIMBAINCH B  HACBIIMIEHHBIM  YIJIEPOAOM
AHATUTHYECKOM paciylaBe B Pa3IMYHBIX TEMIEPATypHBIX JUAaNa3oHaxX, B
3aBUCUMOCTH OT TEPMOJIMHAMUYECKOU MMPOYHOCTH KaXJI0TO TUIIA OKCHJIOB.

[Ipumep KpUBBIX Ta30BbIACICHUS (IBOJOTPAMMBI) JJIA TPEX MapauIeIbHbBIX

M3MEPEHHI SKCTIEPUMEHTAIBHOTO 00pasIia mpecTaBlIeHbl Ha pucyHke 19.

Dashboard | PeakFind oseP |
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T T
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0 -

JiiN afl

Evolution Curve Peaks

Pucynok 19.I1pumep KpUBBIX Ta30BBIICICHUS U TPEX MapauIeIbHBIX
MCCJICIOBAHMM MPH TTOCIIeI0OBATEIFHOM HarpeBe obpasima Ha 2 °C/c.
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Jlanee KpuBble ra3oBblAeNICHUs] 00padaThIBAIM C TOMOIIBIO TPOrPAMMHOTO
obecreuenus OxSep (Oxygen Separation) [110], kyga BBOAWIM XUMHUYECKUN
coctaB oOpaslia ajsi pacdyeTra TEeMIEepaTyp Hadaja M TeMIEepaTypbl MaKCHMyMa
YTJIETEPMUYECKOTO BOCCTAHOBJIIEHUSI OKCU/IOB B AaHAJIMTUYECKOM PaCILJIaBe B TUTJIE
ananu3aropa. Ha pucynke 20 mpeacTaBieHBl pe3yJabTaThl  00pabOTKU
AKCIIEPUMEHTAJIbHOW aHanuTudeckod kpuBod PI'A nns oOpasiia B mporpamme

OxSep ¢ BbIJICTIEHHBIMU MUKaMH OKCHUJIOB.
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Pucynok 20.006paboTtanHnas B mporpamme OxSep KpuBasi ra30BbIACICHUS C
BbIJICJICHHBIMU ITUKAMH OKCHJIOB.

Ha pucynkax 21 u 22 npuBenessl pesyibrarbl ®I'A s 06pas3lioB IByX
TUIIOB HKCIIEPUMEHTOB C packucieHuem pacminaBa 11 u Zr, u Ti u Mg npu
pPa3IMYHBIX CXE€MaX BBIIAECPKKUA (pPUCYHOK 12), MOXHO BHUJETh H3MEHEHUS
COJIepKaHUS U COCTaBa HEMETAUIMYECKUX BKJIIOYEHUI B METale B 3aBUCHUMOCTHU
OT TUIA PACKUCJICHUS U YCJOBHI dKcriepuMenTa. [lyHkTupHas nuHus o0o3HavaeT
TeMIlepaTypy Haudaja IUlaBieHHs oOpa3lia B TUIJIE Ta3oaHalu3aropa Mpu

IMPOBCACHNUHN aHAJIN3a.
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Pucynok 21.Tunnunsie pazynabtatel PI'A npu aHanm3e HEMETATUIMYECKUX
BKJIFOUEHUH B 00pa3iax packucieHHsx Tiu Zr.
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Pucynok 22. Tunuunslie pazysbtaThl @I'A 1ipu aHanm3e HEMETATUTMYECKUX
BKJIFOUEHMM B oOpasiax packucieHHbix Tiu Mg.
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Bce  wu3oOpakeHMsi  KpPUBBIX  Ta30BbIACNICHUSA,  MOJYYEHHbIE IS
HKCIEPUMEHTOB C pa3nuyHbIMU packuciuteasmu Ti / Mg u Ti / Zr u pa3HbIM
BPEMEHEM BBIICPKKH, OBLITN MPOAHATM3UPOBAHBI M1 HA OCHOBAHMH MaKCUMAaJIbHBIX
TemriepaTyp NUKOB ra3oBbiieneHust (Tm) ObuM HMIEHTUPUIMPOBAHBI TPYMIbI
OKCHUJIOB, KOTOPBIE HAaXOASATCS B OMNPEAENeHHBIX auamna3zoHax Tn. Ilocme
HAJIOKEHUS Pe3yJbTaTOB aHAM30B OBUIM OMPENEICHBl TPU OCHOBHBIC TPYTIIIHI
okcugoB. Ilo Temmeparypam BOCCTAaHOBJIEHMSI OKCHIOB KaxKias TIpymrma
COOTBETCTBYET OINPEIACICHHOMY COCTaBY OKCHJIHBIX BKJIFOUCHHM, KaK MOKa3aHO B
tabmue 5 (Ti / Mg) u tabmune 6 (Ti / Zr). Cnemyer OTMETUTh, 4YTO
TEMIIepaTypHble TPYNNbl [JI pPa3HbIX PACKUCIUTENEH pa3inuyaloTcs: A
skcriepuMeHToB ¢ Ti/ Zr nuanazon Ty, Ha 30 rpagycos Ooubliie ajs Tpynmnsl 1, uem
aHAJIOTMYHBIA AMana3oH il AKCIEPUMEHTOB C packuciurensmu Ti / Mg, u
COOTBETCTBEHHO auarna3oHbl Ty, mist rpymm 2 u 3 gust Ti / Zr caBunyTsl Ha 30
IpaJycoB BhIIIE, YEM JJIsl SKCIIEPUMEHTOB ¢ packucauteasimu Ti / Mg. Hekotopsie
TUTIBl OKCUIHBIX BKItOUeHMM, Takue Kak Ti10x-ZrO, u TiOx-MgO, nomemieHs! B
HECKOJLKO TPYMM, HO MPOMOPIHUHA KOMIIOHEHTOB B O3THX CIIOKHBIX OKCHAAX

pa3nuyaroTcd B rpynnax 2 u 3.

Tabnuna 5. ['pynmsl okcuaHBIX BKIIIOUeHUH B oOpasnax crutasa Fe-10% Ni ¢
packuciutenasiMu Ti/ Mg B 3aBUCMMOCTH OT TEMIIEPATYPbl BOCCTAHOBJICHUS

(Tim).
I'pymma | T, K T, °C CocraB okcH10B
1 1670-1770 1397 - 1497 FeO, FeO-TiOx, Fe- TiOx-MgO
2 1770-1900 1497 - 1627 TiOx, TiOx-MgO, TiOx-MgO
3 1900 - 2150 | 1627 - 1877 TiOx-MgO, MgO

Tabnuua 6. ['pynnbl OKCHIHBIX BKIIOUEHUH B 0Opasmax criaBa Fe-10% Ni ¢
packuciutensMu Ti/ Zr B 3aBUCUMOCTH OT TEMIIEPATYPbl BOCCTAHOBJICHUS

(Tun).

['pymmna | Tm, K Tm, °C CocraB OKCHJIOB

1 1670-1800 1397 - 1527 FeO, FeO-TiOx, FeO-TiOx-ZrO»,
2 1800-1930 1527 - 1657 TiOx, TiOx-ZrOz, TiOx-ZrOo,

3 1930 -2150 | 1657 - 1877 TiOx-ZrO2, Z1Os,
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Ha pucynke 23 mokaszaHbl OIpelelieHHbIe TeMIIepaTypHbIe IHana3oHbl Ha
KPUBBIX ra3oBbiaeneHus ais odpasuoB Ti / Mg (a) u Ti / Zr (6), kotopbie ObuH

onpeneseHsl Juis T U1 Kaxa01 U3 3 rpynn OKCHJIOB.
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Pucynoxk 23.0npeneneHnble TeMIIEpaTypHbIE IPYIIIbI OKCUOB HAIOKEHHBIE Ha
KpUBBIE Ta30BbIAeIeHHS 11 oopasmoB Ti/ Mg (a) u Ti/ Zr (6).

beu1 mpoBeneH aHanM3 cojepikKaHHUsA OOLIEr0 KUCIOpoAa Ul KaKJIoro U3
UCCIIEyEeMbIX 00pa3loB, YTOOBI IPOBEPUTH JOCTOBEPHOCTh OIPENEIEHUS 0OILEro
KHCJIOpO/1a, OJIYYEHHOTO B TpeX napauienbHbix onpeaeneHusx ®I'A. Ha pucynke
24 mpencraBieH rpaduk rae Ha 0cu abCcLrCcC MPUBEACHBI PE3YJIbTAaThl COJIEPIKaHUs
o0LIero KUCIOpOoAa IpPH CTaHAAPTHOM aHAJIM3€ Ha ra30aHalIW3aTrope, a Ha OCU
OpAMHAT TPHUBEACHBI pPE3yJbTaThl COJEPKAaHUA OOILIero Kuciaopona s
UACHTUYHBIX oOpa3noB HO npu @OI'A anammze. BupHo, 4TOo mOJIy4YEeHHBIE
PE3YNBTAaThl COOTHOCSTCS C BBICOKOM CTENEHBIO TOYHOCTH, YTO TOBOPUT O TOM, UTO
ompezeneHue ooduero kuciopoaa metogom ®I'A 10CTOBEPHO M COOTBETCTBYET

COJICP’KaHUIO OOIIETr0 KUCIOPOAa, ONPESICHHOTO CTaHIapTHBIM METO/IOM.
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Pucynok 24.CpaBHeHue pe3yJabTaTOB OMpeesieHUs 00LIero KUciopoa B
obpasmax mpu ananmze metooM ®I'A u o cranmapTHoit metoauke [111].

2.4. AHanan3 pe3yJbTaToB onpee/ieHUust HB B
IKCIMEPUMEHTAJIbHBIX 00pa3uax Meroaamu JP u ®I'A

Ha ocHoBanum mnpoBeneHHbIX uccienoBanuid HB MeTogom 351eKTpOHHOU
MUKPOCKOITUU TIOCIIE AJICKTPOJMTUYECKON SKCTPAKIIMU TUIUYHBIC BKIIOYCHUS U
KJacTeppl B 00pa3lax craid ObUIM KJIacCU(PUIMPOBAHbI [0 TpyNIaMm B
COOTBETCTBUHU C WX MOP(OJIOrHed U cocTaBOM. Jlnsi Ka)XAoW IpymIbl TUIMHYHBIX
HEMETAJUTMUECKNX BKIIFOUCHHUH B 00pa3iax ObUTA TOYHO OMpPEAENICHBI UX COCTaB U
pacmpezienieHue  1no  pa3mepam.  [lpumepHble ~ XMMHYECKHME  COCTaBblI,
XapaKTEPUCTUUECKUE pasMepbl U (GopMa TUIUYHBIX BKJIIOYEHUH M KIACTEPOB,
oOHapyKeHHBIX B oOpasiax crutaBa packuciaeHHoro 0,03% Ti (skcnepumenT Al) u
¢ nobasnenuem Ti / Zr (3kcnepumeHThl A2 - A4), mpuBeneHsl B Tabimie 1. beuio
O0OHapy»KEeHO, YTO BO BCEX IKCIEPUMEHTaX OOJBIIMHCTBO BKIIOUEHUU (~ 80-94%)
B o0paslax MpeIcTaBIsoT CcOOO0M OTHOCHUTENIBRHO HeOoIbIIMe chepuueckue
BKJItOUeHUs (< 5,2 MKM), uMeroIue Beicokoe coaepxkanue FeO (1o 94%). MoxxHo

MPEANOJIOKUTh, YTO 3TH BKIIOUEHUs1 Tuna 1 siBisitores kuakumu npu 1600 °C.
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Bxnroyenuss Ttuma 2 comepxaT SApO € BBICOKMM cojepkanuemM FeO wu
MMOBEPXHOCTHBIN cJ0M, coaepkamuid okcuasl TiOx u ZrO,. Bximtouenus tuma 3
MPEACTABISIOT CO0O0 arJoMepupoOBaHHBIC BKIIOUEHHUS (KIACTEPhl), KOTOPHIC
conepxat 10 100% ZrO,. X0Ts 4uCII0 3TUX KIACTEpOB HEBEIUKO (Bcero 2-6% ot
o01mero yncia BKIIOUYCHAN B 00pas3iiax u3 SKCIepuMeHTOB A2-A4), MakcUMalbHas
JUTHHA KJIacTepoB MOkeT gocturath 20-26 mxMm. Hebomnpiioe conepxkanne Al,O; B
HEKOTOPBIX BKIJIIOUEHUSX MOXKET ObITh OOBSICHEHO NMPUCYTCTBUEM 3TOTO OKCHIA B
turie MgO wuiM B HEKOTOPBIX MaTepuanax, HCHOJb3YEMbIX IS 3THX
HKCIIEPUMEHTOB.

bbuio ycTaHoBiieHO, 4TO cocTaB (a3 B pPa3HBIX 30HAX KaXJIOro THUIMA
BKJIIOUEHHUM MOKET BapbUPOBAThCA B LIMPOKUX Npeaenax. Hampumep, HecMoTps
Ha TO 4YTO BKJIOYEHHS Tuna 1 B OAHOM M TOM K€ 00pas3le MeTajuia HUMEIOT
chepuueckyto dopmy, conaepkanne FeO B 3THX BKIIOUCHHUSX BaPhUPOBAIOCH OT
49 no 100%. Cxemaruueckue wutoctpauuu cocraBoB HB B skcniepumenTax ¢ Tiu
Ti / Zr ans BKIIOYEHUM M KJIACTEPOB PA3IMYHOTO THUIA TMOKa3aHbl Ha TPOWHOMU
muarpamme FeO-Ti02-ZrO2 Ha pucynke 18 kak (pyHKIHS BpEMEHHU BBIICPKKU
MoCJIe PacKHUCJICHUS paciiiaBa. MoXXKHO BUETh, uTo coaepkanue TiO, Bo Bcex HB
u kjacrepax cocrtaBisier MmeHee 36%. Kpome Toro, comepxanue ZrO; Bo
BKJIIOUEHHSIX M KJIACTEPaxX PEe3KO BO3PACTAET C YBEIMUYECHHEM BPEMEHH BBIJEPKKU
pacriaBa or 1 g0 5 MHHYT mocie Jo0aBiaeHHs Zr. DTO MOXHO OOBSICHHUTH
BoccTanoBieHueM (a3 okcuga FeO m TiOy BO BKITIOUEHHAX MOCJIE BBOJA Zr B
pacriaB. CrenyeT OTMETUTb, YTO YHUCIO KIACTEpOB C 0Oo0Jee BBICOKUM
conepxkanneM ZrO, yBennumBaercs ¢ 2% B skcnepuMeHTax A2 u A3 no 6% B
skcriepuMente A4. Tem He MeHee, 001ee KOTMYEeCTBO BKIIFOUCHHU U KJIACTEPOB B
oOpasliax MeTajlioB B OJKCIEpUMEHTax 1o packuciaeHuto Ti / Zr pe3ko
yMeHbInaercs ¢ 25,6 x 10° pki/m™ (B sxcnepumente A2) no 0,9 x 10° sxi/mm® (B
JKCIIepUMEHTE A4) .

OO6miee coaepkaHue Kuciaopoja (WM OOBEMHOW JI0JM) B Pa3IMYHBIX
okcunanbix ¢azax (FeO, TiOx, ZrO, unu MgO), coaepkanuxcsi BO BKIIOYCHHSX B

06pa3uax MCTAJIOB, HCJIB3d TOYHO OLCHHUTL, HCIIOJIB3Ys TOJBKO TPEXMCPHBIC
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uccnenoBanuss HB mocne 3aeKTpOIMTHYECKOr0 pPacTBOPEHUSA. JTO CBSI3aHO C
OTpaHUYEHUEM PACTBOPEHHOTO KOJIMYECTBA METAUIMYECKOro oOpaslia BO BpeMs
nanHoro Buja ananmsza (0,13-0,15 r) v mumpokuMu auanazoHaMu COAEPKAHUS
OCHOBHBIX OKCHUJIHBIX KOMIIOHEHTOB B Ka)KJIOM THUIIE€ BKIIOUEHUN U KIACTEpOB (KaK
Obl10 moka3zaHo Beime). [lodTomy s ompenmeneHuss OONIETO COJAEPKAHUS
OKCHUJHBIX HEMETAJUTMYECKUX BKIIOUEHUUW B KaXJAOM 00pas3ie MeTramia OblI
npuMeHeH OPaKIMOHHBIN Ia30BbIM aHAIW3. TUIIMYHASA dBOJIOTPAMMA, MOJTy4YEHHAs
B0 Bpems aHanuza OI'A obpasma metaima u3 skcnepumerTa A3 (Ti / Zr-3 muH),
IIOKa3aHa HAa pUCYHKeE 25.

Ha sToM puCyHKE NHKH, COOTBETCTBYIOIIHME COJCPKAHUIO KHCIOPOJa B
Pa3JIMYHBIX TUIAX OKCUJIHBIX BKIIIOUEHUN (OCh Y1), OTHOCSTCS K
HEU30TEPMUYECKOMY BOCCTAaHOBJICHHIO PAa3IMYHBIX OKCHUIHBIX (pa3 yriepoaom B
aHAJUTUYECKOM pacIUlaBe NpH Pa3JIMYHBIX TEMIIEpAaTypax aHAIUTUYECKOTO
pacmiaBa (ocb Y2) u BpemeHu aHanuza (och X). Peakuusi BOCCTaHOBIICHUS IS
paznuuHbIX OKCUAHBIX (a3 (Takux kak FeO, TiOx, Al20s, ZrO, unu MgO) MoxeT
OBITh 3amrcaHa CICAYIOIIeH peaKInei:

(MeOx) + x -[ C] = [Me] + x - CO (r) (6)
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Pucynok 25.Tunnunas auarpamma ®OI'A obpasiia Metasia u3 sSKkcrepuMenTa A3
(Ti/ Zr-3 BiAepkKa 3 MUH).

MOoHO BHIETh, YTO PA3IMYHBIM IHKaM Ha PUCYHKE 25 COOTBETCTBYIOT
pa3iinyHble TEMIEpaTypbl Hayala BOCCTAHOBJIEHUS YIJIEPOJOM M TEMIIEpPaTyphI
MakCUMyMa MHKa. B COOTBETCTBUM C MaTeMaTU4ECKONH MOJIENbIO, UCTIOJIb30BAaHHON
s uaeHTuukanuu pesyiabTatoB aHanmza PI'A, Obuin OOHapy>KEHBI YeThIpe
OCHOBHBIX IHKa C XapaKTEpHbIMHM TeMIlepaTypaMu Hadajia U Makcumyma. [Iuk 1
COOTBETCTBYET OKCHJaM, BOCCTAHABIMBAEMBIM  YIJIEPOJOM IPU  HU3KHUX
TemriepaTypax. OCHOBBIBASICh Ha PE3YJIbTATAX, MOJYYEHHBIX METOAOM ODP, MOXKHO
OPEANONIOKNUTh, YTO JTOT MHMK KOPPEIUPYIOT C BKIIOYEHUSIMH THma |1,
conepxammmu B ocHOBHOM FeO (rpynmbl 1) umu Gosiee BBICOKHE COAEpKAHUS
TiOx (rpynmer 2). Iluk 2 COOTBETCTBYIOT BKJIIOYEHHUSM THUIA 2, HMEIOIIUM
OTHOCUTEIBHO Oosiee BbIcOKOe coaepkanne TiOx u ZrO,. Iluku 3 wu 4

COOTBETCTBYIOT BBICOKOTEMIIEPATYPHBIM OKCHJaM, TakUM Kak ZrO,. DT NuKu
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MOTYT OBITh MOJYYEHBI TP BOCCTAHOBJIECHUU KJIACTEPOB THUMA 3, UMEIOIIUX CamMoe
BBICOKOE conepxkanue Zr(O,. Xopoume KOppensiuud MEXAy pe3yabTaTaMH,
nonyueHHbIMA MeTofamMu DOI'A u OP, Opuu ycTaHOBJIEHBI U I IPYTHUX 00pa3iioB
METaJIJIOB B dKcniepuMenTax ¢ Ti/ Zr u Ti/ Mg.

JUIss TOATBEpXKACHUS CXOJMMOCTH PE3YJIbTATOB, IOJYYEHHBIX JBYMSI
pa3HbIMH METOAAMH, OBLTH MOCTPOEHBI rpaduku (PUCYHOK 26), MOKa3bIBAIOLINE
COOTHOIICHUE PAa3IUYHBIX TUIIOB W TPYII OKCUJOB, MOJYYEHHBIX: a) MOCIe
AIIEKTPOJIUTUIECKOTO pacTBopeHus u 0) mocie wmertoma DI'A. PesynbraTs
NPEACTABICHHBIE HA PHUCYHKE 26 IEMOHCTPUPYIOT XOPOUIYH) KOPPEISALMIO B

ONPENECTICHUH Pa3HbIX TUIOB BKIIOUEHUM 1ByMsa MeTogaMu JP u OI'A.

100 100
I — | .
[ o}
5 504 S 50-
§ Tum 1 &
A o
Tun 1O
— Rl
0 | L 1 1 0
Ti-1  Ti/Zr-1 Ti/Zr-3 Ti/Zr-5 Ti-1  Ti/Zr-1 TilZe-3  TVZr-5
a) 0)

PucyHnoxk 26.HacToTHOE pacrpenesieHne TUITMYHBIX BKIFOUEHHUI U KJIACTEPOB B
Pa3IMYHBIX SKCIIEPUMEHTAIbHBIX 00pa3iiax, NOJyYeHHbIE C TOMOIIBIO METO/IOB

P (a) u ®TA (6).

beuio mokazaHo, 4To 0O0Iee KOJMYECTBO M COCTaB PA3TUYHBIX OKCHIHBIX
¢a3 BO BKIIOUEHHUSIX U KJIacTepaxX MOXHO KOJMYECTBEHHO aHAJIU3UPOBATH C
ucnois3oBanueM metona OI'A. BaxueiMu npeumyiiectBamu metona OI'A mpu
orieHke 00bemMHoI o HB B 00pasiax cranu siBISOTCS OBICTPBIN aHAINU3 (OKOJIO0
10-15 munyT Ha oOpaser), 3HAYUTEIHHO OOJbIIAS Macca AaHAIU3UPYEMOTO

metaiia (okoiso 3,0-3,5 T Ha oOpa3sern) u 0oyiee perpe3ecHTaTUBHBIC COOTHOIICHUS
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MEXIy OCHOBHBIMH T'pYIIaMH TUIMYHBIX OKCHJIOB MPUCYTCTBYIOIIMX B 00pasiax
ctanu. OiHako MOpGOJIOTHs, pa3MeP U KOJIMYECTBO PA3IUUYHBIX THUIIOB BKIIIOUECHUN
U KJIacTepOB HE MOTYT OBITh OMpPENEJCHbl C MOMOINBIO 3TOr0 MeToAa. Takum
0o0pa3oM, 3TH JIBa COBPEMEHHBIX aHAJUTHYEeCKuX MmeTrona (Mmeronsl OP u OI'A)
MOTYT XOPOLIO JAOMNOJIHATH APYr Jpyra JJjs KOJW4eCTBEHHOW oueHku HB u
KJIACTEPOB B PA3IUYHBIX METAJUIMUECKUX 00pa3Iiax, MOJyuYeHHBIX B 1a00PaTOPHBIX
JKCIIepUMEHTax. B auccepraninoHHON paboTe 3TH JBa METoAa ObUIM YCIEIIHO
MPUMEHEHBI ISl UCCJIEJOBAHUSA HEMETAUIMYECKUX BKJIIOUCHUM M KJIACTEPOB B
oOpa3liax MeTajuioB, OTOOpPAaHHBIX Ha Pa3HbIX CTAAMSIX TPOMBIIIJIEHHOTO
npousBoAcTBa crajmed u3 I[F. MoxHO caemare BBIBOA O TOM, YTO IS
OIpe/IeNICHHBIX TUIIOB CTaJM, HallpuMmep, cTaiu kiacca [F Bo3MoxxHO HapaboTaTh
0a3y JaHHBIX COBMECTHBIX PE3yJbTaTOB MOJy4eHHBIX MeTtoaamu OP u OI'A, nis
ONpE/ENiCHUs] OCHOBHBIX THWIIOB BKJIIOUEHHH B oOpa3uax u, jajiee, Ipu
TEXHOJIOTUYECKOM KOHTPOJIE HCIIOIB30BaTh TOJIBKO pe3ynbTaThl MeTona OI'A i

KOJINYECTBECHHOM OLCHKH YHUCTOTBI CTAJIHX 110 PA3JIMYHBIM THUIIaM BKJIFOUCHHUH.

2.5. BbIBOBI 1O TJIaBE 2
1. Pe3ynbpTaThl UCCIIEIOBAaHUS HEMETAJUIMYECKUX BKIIFOUEHUN U KJIACTEPOB B
crutaBe Fe-10% Ni, packucnenusix no6asnenuem Ti, Ti/Zr u Ti/Mg, nmomydeHHbIX
¢ ucnoJib3oBaHueM MeTo10B P u ®I'A, MOkHO 0000IIUTE CAEAYIOMUM 00pa30M:
— Iloka3zaHo, 4YTO HEMeETaJUIMYECKHE BKJIIOYEHHUS M  KJIacTepbl B
UCCIIeMyeMbIX 00pasiax METANIOB MOXHO KJIaCCU(DHUIIMPOBATH MO TPEM
OCHOBHBIM T'pyIIaM M0 MOP(OJIOTUU U COCTaBY: BKJIIOUEHHUS 1-ro Tuma
(~ 80-94%) - nebompIMe cheprudecKkre BKITFOYCHUS (<5 MKM) C BBICOKAM
conmepkanne FeO wm Huskum coxepxkanmem TiOy, ZrO, mmm MgO;
Bxmrouennss tuma 2, copepxkamme saapo FeOTiOx wu  TBepablit
MOBEPXHOCTHBIN CIIOH, CoAepKaIIuii OoJbiiee KoauaecTBO okcuaoB TiOy
u ZrO; (unmu MgQO); Bxirouenust Tuna 3 - kjgacTepbl OONBIINX pa3MEPOB

(10 26 MKM) ¢ BBICOKHM cojiepkannreM ZrO, (unmu MgO).
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— HecMmoTtps Ha pe3koe cHkeHue obmero konnyectBa HB B pacmiase ¢
yBEJIMYEHUEM BPEMEHHM BhIIEpKKH (¢ 25,6 - 10° Bk / Mmm® 1o 0,9 - 10°
BKJI / MM® B TeueHHe | U 5 MMHYT BPEMEHH BBIIEPKKH B DKCIIEPUMEHTAX
Ti / Zr COOTBETCTBEHHO) JIOJIsI KJIAcTepOB B o0Opasliax METajIoB
yBennmuuBaeTcsa ¢ 2% 1o 6% cooTBeTcTBeHHO. bosee Toro, coaepxanue
ZrO; BO BCeX THUIAX BKIIOYEHUN YBEIUYUBAECTCS C YBEIMYECHUEM
BPEMEHU BBIJCPIKKH.

— Iluku Kucnopoja I pa3aUYHBIX OKCHUJIOB B MCCIEAOBAHHBIX METOJOM
®I'A obpasuax Meramia, XOPOLUIO COOTBETCTBYIOT THUIIaM BKJIIOUYECHMIA,
HAOJIOMAeMbIX C HCIOJB30BAHMEM METO/Aa  DJIEKTPOJUTUYECKOTO
pactBopenus (Meton OP) ¢ aHamm3om BblJeNeHHBIX ocagkoB HB Ha

CDOM B coueranuu ¢ ucnonb3oBaauem JJIC.

2. Coueranue metonoB ®I'A u DOP ¢ ananu3oM BelIeIeHHBIX ocankoB HB Ha
COM xopouio IOMONHSIOT APYT IpyTa JJsl MOTHOTO U3YUYEHUS] HEMETATUTMYECKUX
BKJIIOUEHHM B oOpasllax Mo TaKUM IapaMmeTpaM, Kak OlleHKa OOBbEeMHOM J0Ju
Pa3IMYHBIX THIIOB HEMETAIMYCCKUX BKJIIOUCHHH, MOP()OJOTHH, pa3MEpPOB H
KOJIMYECTBO KJacTepoB. [Ipum coueTaHUMM MOaHHBIX JABYX METOJO0B MOXHO
IpoCHeanuTh  TpaHCHOpPMAIUI0O  HEMETAUIMYECKHX  BKIIOUCHHA TI0  XOHy
METAJLTypPTrUYECKUX MPOIECCOB.

3. Ilpu ucnonp3oBanuu KoMOuHauu MetojoB ®I'A u DOP c aHamuzom
BbIJIeJICHHBIX ocaakoB HB nHa COM pans ompeneneHHOro kiacca cTajied Hu
HapaboTke 0a3bl UCCIIENOBAHUIM BO3MOXKHO puUMeHATh PI'A Kak sKcrpecc MeToj
TEXHOJOTUYECKOTO KOHTPOJIA, C IMOMOIIBI KOTOPOTO MOXXHO ONpPEACNISITh HE
TOJIBKO OOBEMHYIO JIOJIO KaKJIOTO THIIa BKIIOYEHWW B CTAJIM MO XOAY IMpoIriecca,
HO U TIpeJCKa3biBaTh MOP(OJIOTHUI0, pa3Mep U KOJUYECTBO PA3IUYHBIX THUIIOB

BKJIFOUEHUU B CTAJIN.
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I'nasa 3

3. N3menenue co/ieprKaHuA Pa3JIMYHBIX THUIIOB
HEMETALUINYEeCKNX BKJIKYEHUH B Npollecce BHeNMEe4YHON 00padoTKHU
HU3KOYIJIepoaAucTon craau kiaacca IF

B nanHoil paGote Oblia ucCciieOBaHa TEXHOJIOTHS IPOU3BOJICTBA CTaJIU
ximacca IF Ha JByX OTEYECTBEHHBIX METALUIYPrUYeCKUX Mpeanpuarusx. Ha
IPEANPUATHAAX WCHOJIB3YIOTCSI Pa3HbIE TEXHOJIOTMM BBIIUIABKM M BHEICYHOMN
00pabOTKM JaHHOTO Kjacca CTajled, OOYCIOBIEHO 3TO pa3jMYHbIM HAaObOpPOM
arperatoB BHemeuHo 00paboTku ctanu. OnHako HanbOosiee MHTEPECHBIM C TOUKU
3pEHHsI U3YyYEHHsI U3MEHEHHUs COICP)KAHUS PAa3JIMYHBIX TUIIOB HEMETAJUIMYECKHUX
BKJIFOUEHUI SIBISETCS pa3Hble IMOAXOJbl K PACKUCICHHIO M MOJIu(pUKALNN
HEMETAJUIMYECKUX BKJIKOYEHUH: HA OJHOM U3 MNPEANPHUATHI HCIOJIb3YyeTCs

KaJIbIUN JJIs1 MOJM(DUKAIIMY HEMETAUTMYECKUX BKIIFOYCHHM, a Ha JPYTOM HET.

3.1. Onucanue MeTOI0B M METOAMK UCCAECA0BAHUMN

Jlnst aHanmm3a mporeccoB 00pa3oBaHus U TpaHCPOPMALIMU HEMETAIITNYECKUX
BKJIIOUEHUN TIpU BHENe4YHol o0paboTke u pasnuBke IF cramm, mo Bcei
TEXHOJIOTUYECKOH 1erouke ObuIn 0TOOpaHbl MPoOb MeTalia Ha 1ByX Poccuiickux
npeanpusTusix. JlemeHnoBble TpoObI OTOMpany Ha arperarax BHENEYHOU
00paboTku cTanum, MpoObl METaJIa OTPE3ald TAKXKE OT CIII00B W OT CTAILHOTO

JIHUCTA.

OtobOpanHbie MPOOBI MeTaIa OBLIM MCCIIEIOBaHbI C MOMOIIBIO METOOB:
KOJMYECTBEHHOTO METa/UIOrpaUiIecKoro aHain3a NUIM(GOB Ha ONTHYECKOM
MUKPOCKOIIe, aHaIu3a NUIM(OB Ha CKAHUPYIOIIEM 3JEKTPOHHOM MHKPOCKOIE, U
meronoM OXKE-cnekrpockoMeTpuu, METOAOM (PPaKIMOHHOTO Ta30BOI0 aHAJIU3a,
AIEKTPOTUTHICCKOE pPacTBOpEHHE c MOCJICTY FOITUM PEHTIEHOBCKUM
MUKpPOAHAJIN30M BBIJICJICHHBIX BKIIOUCHWNW HA CKAHUPYIOMIEM JJICKTPOHHOM
MuKpockorie. [IpruMeHeHre HECKOJIbKMX METOJOB aHalM3a OTOOpaHHBIX MPOoO

MeTajuia TO3BOJUIIO HMCCIENOBaTh MPOIECChl O0pa3oBaHUs, TpaHCHOpMAIMH U
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YAAJICHHUA HCMCTAJUIMYCCKUX BKJIIOUCHUH B X0O€ TCXHOJOTHYCCKUX IIPOLICCCOB

IIPOM3BOJICTBA cTanu Kiacca [F.

KonuuectBennbiii Meramiorpaduueckuii aHanu3 nuiMda Ha ONTHYECKOM
MUKPOCKOTIE SIBJISIETCSA HaumOoJiee pPacIpOCTPAaHEHHBIM METOJOM OIpeeIcHUs
HEMETAJUIMYECKUX BKIIFOYEHHU B CTald. J[aHHBIA METOJ MO3BOJSET ONPEACIUTH
KOJIMYECTBO, THII, JIMHEHHBIE pa3Mepbl, OOBEMHYIO JOJII0 HEMETATIIMYECKUX
BkitoueHnt [112] JlaHHBIA MeTon SIBISETCS JOCTATOYHO TPYJOEMKHUM, Ha
pe3yJIbTaT UCCIICIOBAHUSI OKa3bIBAET CUJIBHOE BJIUSHHUE KadecTBO IUIH(a, METO

HE MO3BOJISIET OMPENETUTh TOUHYIO (POPMY HEMETAIUTMUECKUX BKIFOUCHHIA.

CkaHupyromasi ~ 3JE€KTPOHHAsT ~ MHUKPOCKONHMSL  C  MCIIOJIb30BAHUEM
PEHTTEHOCTIEKTPaJIbHOTO  MHKpOAaHallM3a  MO3BOJIIET  ONpeAesuTh  (GopMmy,
JUHEWHbIE pa3Mephbl, MOTYYUTh KOJIMYECTBEHHYI0 HH(OpPMALMIO O XUMHUYECKOM
COCTaB€ HEMETAJUIMYECKUX BKIIOYEHHN Ha MPEJBAPUTENBHO MOJATOTOBIEHHBIX

nudax.

Meton Oxe-31eKTPOHHOM CHEKTPOMETPUM MO3BOJISET ONpeneauTh Gopmy,
JIMHENHBIE pa3Mepbl, AJEMEHTHBIM COCTaB M CHENaTh KapTUPOBAHHE MEJIKHX

HEeMETAJIMYeCKUX BKItoueHui [113,114].

Taxke s aHamuza Obula MpUMEHeHa KomOuHaius mMerogoB ®I'A u DOP
omnucaHHas B TmaBe 2. JlaHHBIE METOIBI XOPOIIO JOTOJHSIOT APYr Apyra i
BCECTOPOHHETO aHAJIM3a HEMETAJUTMYSCKUX BKIIOUCHHH 110 TAKUM TapaMeTpaM Kak
OIICHKa OOBEMHOUM JOJIM PAa3IMYHBIX THIOB HEMETAUIMYECKUX BKIIIOYCHHH B
oOpasnax, MopQoJIOTUH, pPa3MEpPOB M KOJUYECTBO KJIACTEPOB, a TaKXKe IMpHU
COYETaHUM JAHHBIX JBYX METOJOB MOXHO TPOCIEAUTh TpaHChHOPMAIUIO

HEMETaJJIMUYECKUX BKIIFOUCHUH 1O X004y MCTAJLIYPIHICCKUX ITPOICCCOB.
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3.2 Anaju3 oOpa3oBaHus U MOAUPUKALUN HEMETAJIHIECKUX
BKJIIOYEHUH HA npeanpuaTuu 1 (0e3 Mmoaupuranmm Kajabuem)

3.2.1. OTOop nmpod AJsi UCCIACAOBAHUI N0 TEXHOJOTHYECKOM
nenoyvke npeanpusartue 1

TexHonoru4eckas cxema IMpOU3BOACTBA CTAJIN KjIaCCa IF na MMpCAIIPHUATHH 1
COCTOMUT U3 CIICAYIOIIUX 3TAIIOB:

- WCMOJIb30BAHUE YHUCTOM INUXThI C TPEIBAPUTEIILHOW Jecynbdyparueit
gyryHa ([S] <0,005%);

- BBIIJIABKA CTAJIM B KUCIOPOIHOM KOHBEPTEPE;

- o0pabotka ctanu Ha RH Bakyymarope,

- 00paboTKa pacrijiaBa Ha arperaT KOBII-TIEYb - PACKUCIICHUE aTIOMUHHUEM,

JErUpOBAHUC TUTAHOM U HI/IO6I/I€M, Harpes 10 3aJlaHHOM TEMIICPATYPEI;

- pasznusBka Ha MHJI3.
199 kr Nb
349 kr Ti 24 xr Nb
519 kr Al 99 xr Al 99 kr Al
1606°C | 1596°C  1552°C
Kucnopopait RH- L Arperar Tponkosm —| Cis6 [ CransHOIl
KOHBepTep BAaKKyyMarop Kopm-meas JIUCT
I1poda 1 [Ipoda2  [Ipoba3 IIpo6Ga 4 IIpo6a 5

Pucynok 27. Cxema oTb0opa npo6 MeTalljia ¥ TEXHOJIOTMU POU3BOJICTBA CTAIIU
kiacca IF va npegnpusarum 1.

3.2.2. AHayu3 npod

HccnenoBanus conep)kaHus, cocTaBa, pa3mMepoB U Mopdosorun HB B
OTOOpaHHBIX Mpo0ax MeTaula MNPOBOJWIM METOAAMHU  KOJUYECTBEHHOTO
METAJIIOTpagUUecKoro aHaiau3 HuM(poB Ha ONTHUYECKOM MHUKpockore, Oxe-
NEKTPOHHOM cnekrtpockonuu, PI'A, D0 ¢ nociaeayrlUM pPEeHTIEHOBCKUM

MHKPOAHAIN30M BBIJICJICHHBIX BKIIOUCHUN [42].

69



3.2.2.1. Meta/uiorpapuueckuid aHaju3 mingpon

C noMOIIbI0 KOJMYECTBEHHOTO METaIorpapuueckoro aHanusa mandoB Ha
ONTHUYECKOM MHKPOCKOIIE€ OBLIM UCCIEI0BaHbl 00pa3libl METaJlJIa TOTOBBIX CIISIOOB
(mpoGa Ne4) u BBISBICHBI CTPOYKHM OKCUIHBIX U HUTpuAHbIX HB. Tunuynbie
HEMETAJUTMYECKHE BKIIIOUEHUS, OOHApYy>KEHHbIE Ha LUIM(axX MpPeACTaBICHb Ha
pucyHke 28. JlaHHBIA METOJ MOXET IOKas3aTh 3arpA3HeHHOCTh ctanu HB wu
OXapakTepu30BaTh HamOoJee OIacHble HeMeTaulnyeckue BKItoueHus. OmHako,
METOJ| HE JAET OTBETA SIBJSIIOTCS JIM JAaHHbIE CTPOYKM CKOIUIeHHMEM Menkux HB
WM 3TO BHUJWMAs 4acTh OOJIBIIOTO KiacTepa-KoHTJIoMepaTa pazMmepom Oosee 40

MKM.

® 2 -
a) 0)
g ¢° = e
%0 war o * 0w
B) r)

Pucynok 28.0O1uHOYHbIE OKCHUJIHBIC (a) M HUTPUAHBIC (0) HEMETAIITNYECKUE
BKIrOueHus1. KiacTepbl OKCUAHBIX (B) U HUTPUIHBIX (T) HEMETATHYECKUX
BKJIFOUEHUH B IPOKATAHHOM CTaJTbHOM JIUCTE.
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3.2.2.2. OKe-3JIEKTPOHHAA CHIEKTPOCKOIUA

Jlis  ompeneneHUsT XUMHUYECKOTO COCTaBa M MOP(OIOTHH THUIUYHBIX
HEMETaJUIMYECKUX BKIIIOYCHHN B CIISI0€ MCIOIB30BaIl MeToj OXe-31eKTPOHHON
CHEeKTpOocKonuu. MccinenoBaHusT BBIMOJNHSIM Ha DIIEKTPOHHOM MHKPOCKOIIE
BbICOKOT0 pazpemienuss ¢ Oxe-cnekrpomerpom Jeol JAMP 9500F (Snonus).
Meton Oke-CrieKTpOMETPOMETPHH IO3BOJWII MPOBOJUTH AHAIN3 U XUMHUYECKOE
KapTHPOBAaHUE KOMIUICKCHBIX HEMETAUTMYECKMX BKIIOUEHUH pa3zMepoMm MeHee |

MKM.

C nomomipto Oke-MUKpOaHaIM3aTOpa ObLIN BBISBIECHBI TUIMYHBIE (HOPMBI
IPUCYTCTBUS HEMETAIUIMUYECKUX BKIIOUeHUN B oOpasie cisiba IF cramm: HuTpust,
OKCHJIbl QJIOMHUHMS, B TOM YHUCJIE OKCHUIbl B HUTPUAHON OOOJIOUKE M KJacTephl

HEMETAJUTMUECKUX BKIFOYSHUH Pa3IMuHOTO COCTaBa (pUCYHOK 29).

a)

Pucynoxk 29.TunvuyHbie HEeMETAIIMYECKUE BKIIIOUEHHUSI, HaliJIEHHbIE B 00pa3lie
cisi0a: a) HUTpuUI; 0) OKCHUJ; B) KJIaCTep HEMETAUIMUECKUX BKIFOYCHUN

CnexkTpanbHbld aHAIW3 TOKa3ajd, 4YTO BKJIIOYEHHUS HMEIOT CJOKHBIN
MHOroazHblii COCTaB W IO CBOEM MNpUPOAE SABISIOTCA KOMIUIEKCHBIMU
HEMETAITMYECKUMH BKIIIOUEHUSIMHU, HAPUMEP OKCHUIAMH B HUTPHUIHON 000J0UYKe
(pucynok 30). IlpenmnonoxuTensHO 3apoKACHHE W POCT HUTPHUIOB THUTaHA
HIPOUCXOAUT B KPUCTAJIUIM30BAHHON CTAIM Ha UMEIOIMXCS YaCTULAX KOPYH/Ia, YTO

MPUBOJUT K YBEIIMUYEHUIO CPEAHETO pa3Mepa HEMETAINTMYECKUX BKIIFOUCHHM.
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File Name : 253-b-011
PB Name :

Tilting Angle : 30 [degree]
Analyzer Mode :

CEM:

Intensity Def. :

Dwrell Time : [ms]

No. of Acc.: 3

No. of Pixels : 512 * 512

it

% 3neae 027

Intens
Intensit,

mna?
- [
36866

Fe

Ti
26000 N

Z2608080
i = // mi Fef “Fa
T,
16000

250 580 758 1608 1258 1508 258 ) 758 1008 1250 1560
Energy [eV] Energy [eV]
File Name : 253-b-012 01 Comments : File Name :253-b-012 02 Comments :
Date & Time:2017/01/13 13:39:37 Ep:100 [keV] Ip: 3.48x10-8 [A] Date & Time:2017/01/13 13.40:56  Ep:10.0 [keV] Ip: 348 x10-8 [A]
Tilting Angle : 30.00 [degree] Analyzer Mode : M4 MULTI Tilting Angle : 30.00 [degree] Analyzer Mode : M4 MULTI

Pucynok 30.03xe-cnieKTpanabHbli aHaM3 HEMETAUIMYECKOT0 BKIIFOUEHUS: 1) OKCuI
AFOMUHUSA 2) OKCHJI TUTAHA.

C nomompio OXE-mukpoananuzatopa OBLTM  HOCTPOEHBI  KapThl
pacnpeeNeHns IEMEHTOB B IONIEPEYHOM CEUEHUN HEMETAIUIMYECKHUX BKIIIOUEHUM
(pucynok 31 u pucyHok 32). Uem BbllI€ SIPKOCTh HA KapTe, TEM BBILLIE COJEPKaHUE
3JIEMEHTa B JIAaHHOM TOYKE: YEpPHBI — OTCYTCTBHUE DJIEMEHTA, KpacHbId —
MakcuMajbHOe cojaepkanue. B cBa3u ¢ ocobennoctsmu OXKE-ananuza npu
KAPTUPOBAaHUU HEBO3MOYKHO PAa3/CIICHUE CIEKTPAJIBHBIX JIMHUWA a30Ta U TUTAHA,

MI0ATOMY KapTa pacIpeesieHns a30Ta He CTPOHIIACh.
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. |File Name : 253-b-013

~ |PB Name:

~ |Ep: 100 [keV]

Ip: 348 x10-8 [A]
Tilting Angle : 30 [degree]
Analyzer Mode :

CEM :

Intensity Def. :

Dwell Time : [ms]
No.of Acc.: 3

No. of Pixels : 512 *# 512

1pm e 20000

a)

Pucynox 31.KaptupoBanue mo XuMU4ECKAM JIEMEHTaM. a) CIIEKTP TUTaHA 0)
CIIEKTpP KUCIIOPOJIa B) CIIEKTP AIIFOMUHHSL.
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50008

Pucynox 32.Pe3yibTaThl XHMHUYECKOTO KAPTUPOBAHUS HEMETAILTHUECKUX
BKiItoueHuit Ha Oxe cnextpomerpe JAMP — 9500f B 06pasiie, Beipe3aHHOM U3
cia0a IF cranu.

ITo pesynpraram aHanu3a oOpasiia ObLIM BBISBICHBI TUITMYHBIC (POPMBI
MPUCYTCTBUS HEMETAJUIMYECKUX BKJIIOYCHUH B o0Opasre cisgba, KOTOPBIMHU
SBISIIOTCS ~ HUTPUABI ~ TUTaHa, OKCHUIbI  QIOMHUHUS M KOMIUICKCHBIC

HEMCTAJNIMYCCKHNEC BKIIFOUCHMA.

Taxke mo pesynbratam OXKE-37€KTpOHHONW  CIEKTPOCKONMUHM  OBLIO
MOKAa3aHO, YTO HUTPUABI THUTaHAa B CJsI0OE TPU  KPUCTAIU3AIUMU  CTalld
3apOXKAAIOTCA MU PACTYT HA KOPYHAOBBIX BKJIIOUECHUAX, KOTOPBIC SBIIIOTCS
LEHTpaMU BBIJCICHUS HUTPUAOB, U TEM CaMbIM YBEJIMYMBAIOT CPEAHUN pa3Mep

HEMCTAINIMYCCKOI'O BKIIFOUCHU .
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3.2.2.3. MeTtoa 3JeKTPOJIMTUYECKOI0 PACTBOPEHUSA U AHAIM3
BKJIIOYEHHH HA PACTPOBOM 3JIEKTPOHHOM MHKPOCKOIIEe

OtobOpannbie mpoObl Metamia (mpoda Nel-Ned4) ObuIM HWICCIIEOBAaHBI C
METO/IOM  3JIEKTPOJIMTUYECKOTO PACTBOPEHHUS C MOCIEIYIOUUM  aHalu30M
BBIZICJICHHBIX ~ BKJIIOUEHWH HAa PpPacTpOBOM  DJIEKTPOHHOM MHUKPOCKONE B
nabopatopun KTH Royal Institute of Technology (Crokromem, HIBemwms). Jlns
AIEKTPOJIUTUYECKOTO PACTBOPEHUS OBLIN UCTIOIB30BAHbI TE€ K€ MPOObI, B KOTOPHIX
onpenensuii  BKIoueHuss wmerogom @DI'A. PactBopeHne Marpuibl MeTauia
IPOBOJMIIU B CIIEUATBHO MOJ00paHHOM JIJIsl JAHHOW MapKu CTaJld pacTBOPUTEIIE-
anekrponute 10%AA (¢ coctaBom 10 oOvemHbIe% aneTunaneroH-1 macc. %
TETPaMETUIAMMOHUN  XJIOPUA-METAHOJ), MpPH CICAYIOUIMX 3JIEKTPUUYECKUX
napametrpax: Tok 50-60 MA, Hanpstxenue 2,5-3,5 B, snexktpudeckuit 3apsg S00
wi 1000 kynoH. Macca pacTBOpEeHHOro MeTajuia 0oOpas3loB BapbHUpOBalIach OT
0,15 v mo 0,29 r. Hemeranmnuueckue BKIOUEHHs (mocie (GUIBTpAIMU pacTBOpa
yepes cnenuanbHbld  GuiabTp ¢ pasmepoM mnop 0,4 MKM) wucciaeoBaId Ha

CKaHMPYIOILEM AJIEKTPOHHOM MuKpockorne (PucyHok 33).

o

100um

11.1mm x500 BSECOMP 2016-06-22

Pucynox 33.Tunuunsiii Bua HB Ha ¢punstpe npu ysennuenuu x500.

B pesynbrate ucciaenoBaHus BKIIOYEHUN HA CKaHUPYIOLIEM 3JIEKTPOHHOM
MHUKPOCKOIE 0 MOP(OJOTUYECKUM TMPU3HAKAM ObLIO BBIJCIEHO 5 XapaKTEepHBIX

TUIIOB HEMETAJUTMYECKUX BKIIOUECHUM (Tabmauna 7).
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Tabnuna 7. Buewrnuit Buja, cOCTaB U XapaKTepHbIEC pa3Mepbl HEMETAUINYECKUX
BKJIIOYECHHUH B Mpo0ax Nocie 3MEKTPOIUTUYECKOIO PACTBOPEHMSL.

Jauna

Jdnuna
Tun HN300paxenne CocraB HB HB, ___ [Ipoba
Hlupuna
MKM
A1203; 1
= .
S ALO+TiO ; 2
= & 1.1~11.2 | 1.0~1.3
S 2 Al O +MgO+TiO ; 3
<= E 23 X
5 - 4
2 Al O +MgO+TiO_
O
as)
an
(&)
= 1
= CE Al O, 4.8~153 | 1.0~2.9
s ’
=
S
=
=
o
m 1
T
S ]
— 3 2
— g = Al O, 1.3~10.4 | 1.0~2.3
= I B 3
= & 2
g ;
AN
A1203;
3 1
= Al O +TiO ;
R g 23 X o)
E ° ALO +MgO+TiO ; | 3.5-315 | 1.0-3.1
= 2 3
= § A1,0,.+MgO+TiO +
g ) 4
G +(Ti,Nb)N,C+MnS
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(Ti, Nb)N+(ALMg)O | 1.0~4.6 | 1.0~1.5

Type V,
Knacreps! -HuTpuabi

Bxirouenus tuna I, umeromue cepudeckyro popmy, ObIM 0OHAPYKEHBI B
OCHOBHOM B oOpasmax 1-3. B oOpasme 1 Obutn 0OHapyXeHBI HEMETALTUYECKUC
BKimoueHus: unctoro ALOs u Al,O3-SiO; (m0 5,3% Si10;). Pazmep G6oabpmmHCTBA
chepuueckux BKIHOYEHUU B oOpasiie 1 BapbupoBalics B auanazone ot 1 mo 3,5
MKM. B oOpasuax 2 u 3 nocine go6asnenus Ti u Nb Oonbias yacts chepruueckux
HeMeTauMueckux BkitoueHuit coctosia u3 Al,O3—TiOx (25-42% TiOy) u Al,Os—
Ti0x—MgO (1-14% TiOx u 1-11% MgO). Conepxanue SiO; B 3THX chepuueckux
BKJIIOUEHUSX BappupoBajocb or 0 g0 2,6%. bonbmumHCTBO cepuueckux
BKJIIOUEHHM B oOpasmax 2 U 3 MMEIOT pa3Mep B Juara3oHe OT 2 10 8,5 MKM.
Cpennuii pa3Mep BKIIOYEHUN TUMA | UMEEeT TeHACHIMIO K YBEIUYEHUIO BO BpEMs
BHEIMEYHOH OOpabOTKM W pa3lMBKH, KaKk MOKa3aHO Ha pucynke 34 a. beuio
00HapyXeHO, 4TO BCE C(hepudecKrue BKIIOUEHHUS MPEBPAITAIOTCS BO BPEMS JTUThS U
3aTBEP/ICBAHUS CTal B PETYJSIPHBIE W HETPABHJIbHBIC BKIIIOYEHUS M KIACTEPHI

tunos III u IV, kak mokaszano B Tabimwie 8.
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15 15

10 - . 10 - :

Average d (pm)
Size of inclusion (pm)

1 2 3 4 5 1 2 3 4 5
Samples Samples
(a) (0)

Pucynox 34.Cpenuuii pazmep chepudeckux BrItoueHui tuna I (a), peryispHbIX u
upperyispHbix BkioueHui tuma Il (0) B paznuunbix oOpasiax.

Tabmuma 8. Tpanchopmanms chepruuecKuX HEMETATUTMUYECKUX BKITIOUeHUH Thna [
npu 00paboTke, pa3nuBKe U Kpuctauianuuu [F cranu B popMy peryisipHbIX U
WpperynspHbix BkiatoueHui u knacrepos tuna Il u IV.

O6paserr 1 Ob6paser 2 Oo6pazer 3 O6pazen 4

(ITocne (ITocne  noGamnenwus | (IIpomkoBin /| (Cns0)
BaKyMHPOBaHUS u | Bcex Jiernpyromux Ti, | pa3nuBka)

PaCKUCIICHHS Nb wu Al mnepen

ATFOMUHHEM ) Pa3IIMBKOIN)

AlO3 and ALO3—TiOx ADLO3-TiOx-MgO AO3-TiOx-MgO
AlLO3-Si10, + (T1i,Nb)N,C + MnS
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[InactuHyatele (WM XJOMbEBUIHBIC) BKItoUeHUss Tuma I, koTopwie
ABJSIIOTCSL 1OYTH 4yucThiM Al,Os, ObutM OOHapy»eHbl B oOpasznax 1-3 u He
HaOMogaIMCh B cisibe u cTaibHOM Jucte (oOpasiubl 4 u 5). bonee Toro, Obu10
00HApYy>XEHO, UYTO pa3MepP M KOJIMYECTBO ITHX BKIIOUEHHIN CHMXKAETCA B Ipoliecce
BHEMEYHON 00paboTku. Hampumep, cpeanuili pa3mep MiaCTHHYATBHIX BKIOYSHHN
3HAUMUTEIHbHO yMeHbmaercs ¢ 11,4 = 2,3 mxm B o6pasne 1 g0 8,6 £ 2,6 MKkM B

oOpasrte 3.

Bo Bcex oOpasnax MeTamioB HaONIOAAIUCh PETYJSiPHbIE U UPPETYJIpHBIC
BitoueHust tumna I,  cocrosimme w3 uucroro  AlLOs. Pasmep atmx
HEMETAITMYECKUX BKIIOYEHUN YBETMYMBACTCS B MPOIECCE BHEMEYHON 00paboTKU
c 1,3 ~ 4,3 mxm B o6pastie 1 1o 3,4 ~ 10,0 mkm B obpasnie 3. OnHako cpeaHuit
pa3mep BratodeHuit Tumna Il B o6pasmnax 4 u 5 nmocie pa3nuBKU U KPUCTAJUIM3ALUN
HEMHOTO YMEHBIIIAETCS WJIM aHAJOTHYEH TMOKa3aTeo B oOpasie 3, Kak MOKa3aHo

Ha pucyHke 34 0.

Kiactepsl okcuaoB (tun V) Habmoganuck Bo BceX MATH oOpasiiax CTaj.
Kak moka3aHo Ha pucyHke 35, XUMHUYECKUA COCTaB arjoMepUpOBAHHBIX
BKJIFOUCHUM B OTUX KIacTepax TMOKa3ajdl 3HAYUTEIBHYIO Pa3HHUIly B pPa3HBIX
oOpasmax. B 1o BpeMs kak oOpaszen; 1 comepKHUT TOJBKO KJIACTEPHl C YHCTHIMU
BKitoueHus MU AlbO3;, Bo Bcex mocieayroumx o0pasiax Mo TEeXHOJOTHYECKOU
IIEMOYKE XUMHUYECKUNA COCTaB KJIACTEPOB BKJIIOUEHUN YCIOKHACTCS, BKIIOUAs
takue coctaBbl Kak Al,O3-TiOx, Al,O3-Ti0x-MgO u (Al,03-MgO-TiOy) + (Ti, Nb)
N, C + MnS. Bbonee Toro, HeKOTOpble BKIIOUEHUS B KJlacTepax cojepxanu 10 3%
Si0,, kak BUgHO Ha pucyHke 35 B. OOpazenr 3 uMen HanOOJbIIEEe KOJTUYECTBO
KJIAaCTEpOB C Ooiiee BBICOKMM cojaepxkanueM MgO (6 ~ 14%), Torma kak
KOJIMYECTBO TaKUX KJIACTepoB B oOpasmax 4 um 5 cHu3mioch. CiaemayeT OTMETHUTb,
YTO CpeAHssl JUIMHA U3MEPEHHBIX KJIACTEPOB 3HAYUTENILHO yMeHbIIaeTcs ¢ 14,3 u
14,7 mxm B obpasmax 1 u 2 go 10,8 u 6,5 MM B o0Opasiax 4 u 5 COOTBETCTBEHHO,
KaK moka3aHo Ha pucyHke 36 a. Camble Oosblme kiactepbl (40 51 MKM) ObuIH
0o0Hapy>KeHbI B 00pasiie 2 rnocje 00padOoTKH CTAIM B KOBIIIE MEPE]T Pa3IMBKONA. DTO

MOXHO OOBSICHUTh HWHTEHCHUBHBIM OOpa3oBaHUEM U POCTOM KJIACTEPOB,
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arJioMepanuel OKCHIHBIX BKIIOUEHHUH mociie nobabienus Al (o6pazerr 1) u Bo
BpeMsi 00paboTku Ha meun-koBie (oOpaszern; 2). I[locrmenyroiiee ymeHbIIEHHE
pa3Mepa U KOJMYECTBA KJIACTEPOB OOYCIOBICHO (prroTarueit KiacTepoB OOJBIITNX
pa3MepoB M3 paciuiaBa BO BpeMs Pa3lIUBKH KUIKON cTamu (oOpas3isl 3 u 4) u

MOCJIEAYIOIIUM pa3pyIIeHHEeM KIaCTEPOB BO BpeMs MpokaTku (oOpaszerr 5).

50 T T T T T 20 5

40 |

= 30 -

[
=3
T

O a

Content of TIO (%)
[¢]
o
Content of MgO (%)
=

Q00000 O
Content of SiO_ (%)

10 + 1k o o

[ele]
I

© o)
0 @&y FaY 8
1 2 3 4 S 2 3 4

Samples Samples

@) (6) ()
Pucynox 35.Conepxxanne TiOy (a), MgO (6) u SiO; (B) Bo BKItoueHUsX THHa [V
(kacTephl) B pa3HbIX 00pasiax CTaH.

v @O O QO O
b O
D @0 O
e}

o
&

5O

w
~ GEIDI
[}

(=]
— G0

w & 00

Samples

30 5

10 - -

Size of clusters (pum)
L
Size of inclusion (um)

0 | | | | | 0 [ | | | | |
1 2 3 4 5 1 2 3 4 5
Samples Samples

(a) (6)

Pucynok 36.Cpennuii pazmep kiactepoB tuna [V (a) v BKIIOUSHHUH U KJIaCTEpOB
tuna V (0), HaGIr01aeMbIX B Pa3JIMUHBIX 00pa3Iax CTaH.

Mop@domnorus u cocTaBbl THIIMYHBIX KIACTEPOB, HAOIIOAAEMBIX B PA3IMYHbIX
oOpasiax cTajid mociie JIEKTPOIUTHYECKOTO U3BJICUECHHUS, TTOKa3aHbl B Tabauie 7.

Buano, uto uncteie BrimtoueHus Al,Os; B Kiractepax pacTyT B IpHOOpETaroT OoJiee
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npaBWIbHYIO (opMy (C TIJIOCKUMH TpaHSIMH) BO BpeMsi 0OpabOOTKHM B KOBIIE
(oOpastel 2 1 3) ¢ moCHeAYIONUMM MOKphITUEM BKItoueHu Al,Os ocaxaeHHbBIMU
Ha HuX (T1, Nb) N, C. OnHako, XOTsl ClOKHBbIE OKCHJIBI B KJIacTepax oOpasioB 2 u
3 (takue kak AlLOs3-TiOx u Al,O3-Ti0x-MgO) umeroT rajKyo MOBEpXHOCTh, OHU
npuobpenu 0oJsiee MPaBUIbHYIO/HENPABIIBHYIO (POPMY MOCJE OCaXIECHUS HAa HUX
TiN wm (Ti, Nb) N, C (O6pasust 4 u 5). Tpanchopmarus KiIacTepoB
HEMeTaUIMYeCKuX BKIOueHud Tuma [V 1mpu  oOpaboTke, pas3iuBKE U
kpuctaumsanuu [F, HaOmomaemplx B pas3au4HBIX O00pas3ax CTadd IMOCIe

AIIEKTPOIUTUUECKOM SKCTPAKIMU ITPEACTABIIEHA B Ta0IMIE 9.

B obpasuax 2—-5 Obutn OOHaApyKeHbl HUTPUIHBIE BKIIIOUEHUS U KJIacTephl
tuna V, cojepxaiiue B oCHOBHOM T1 u Hebombioe koaudectBo Nb u C. Tem He
MEHee, CIeAyeT OTMETUTh, 4YTO OKCHAHBIC BKIIOUEHUS TaKXKE YacTo
OOHapy>KMBAIOTCS B KayecTBE sapa B OTUX BKItoueHusx. CpemHuii pasmep
HUTPHUIHBIX BKJIIOUEHUH B 00pa3iax 2 u 3, B3ATHIX U3 KHUIAKOW CTau, COCTABIISACT
OKO0JIO 1 MKM M3-3a OBICTPOTO 3aTBEpJICBaHMs 3TUX OOPa3IOB, KaK MOKA3aHO Ha
pucyHke 36 0. YBenuueHue pazmepa HUTpUJ0B A0 3-4,5 MKM B 00pasiie 5 MOXKHO
OOBSCHUTH UX HEOJHOPOIHBIM OCAXJICHHEM Ha OKCHJIAaX M 3HAYUTEIHHBIM POCTOM
Opy  KPUCTAJUIM3AIMK JKUJIKOW CTad B CHAs0aX W TpU  TMOCIEAYIOmen

TepMOOOpaOOTKE Ha ATanax MPOKATKH.

OmHako TOYHOE OIpeaeiacHne OOBEMHBIX JOJIH IS KaXJIOro THIa
BKJIFOYCHUA M KJIAaCTEPOB B OTOM CTajld C HCHOJb30BAHMEM METOJA
AIEKTPOMTUICCKON SKCTPAKIIUN OTPAaHUUICHO M3-3a OOJIBIIOTO pa3dpoca COCTaBOB
BKJIIOUEHUM U OTPpaHMYCHHUS] 00beMa aHAIM3UPYEMOT0 METATMYECKOro oOpaslia.
Jlms uccneaoBaHuil U3MEHEHUS OOBEMHBIX JIOJICH JJII Ka)KAOT0 THUIIA BKIIFOUCHUH

OBbLIT UCTIOJIb30BaH METOJ (PaKLIMOHHOTO Ta30BOr0 aHAJIN3A.
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Tabmuma 9. Tparcopmaius K1acTepoB HEMETAUTMUECKUX BKIFOYeHUH Trma [V mpu o0paboTke, pa3iuBKe U KPUCTALTU3AINH
IF, HaGmromaeMpIX B pa3IMUHbIX 00pa3iiax CTajau MOCie MICKTPOIUTHIECKON IKCTPAKITUH.

Obpaszern 1

(ITocne BakyMHpOBaAHUS U
PaCKHCICHUS ATIOMUHUEM)

Obpaszern 2

(ITocne noGaBeHHs BCeX
nerupyromux Ti, Nb u Al,
nepe.1 pa3IuBKOM)

Ob6paszern 3

(ITpomkoBII / pa3nuBKa)

Oo6pazen 4
(Cns0)

Obpaszern 5

(CranbHOM JHCT)

Knacreps! perynsipaoit popmbl

10.0um

11.0mm x5.00k BSECOMP

AL O3

Al O3

TiN + ALLO3

Knacteps! cnoxHoi ¢hopmbl

Al O3-TiOx

SE MAG: 8000 » HV: 20.0 KV WD 12.1 mm Pt

ALO3-TiOx-MgO

+ (Ti,Nb)N,C + Mn$S

G: 18000 x HV: 10.0 k¥ WO: 11.1mm

ALO3-TiOx-MgO
+ (Ti,Nb)N
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3.2.2.4. UccaenoBanue o0pa3uoB nmo meroguxke OI'A

Meronom ®I'A ObuM WccheAoOBaHBI BCE OTOOpaHHBIE MPOOBI MeTasia
(mpo6a Nel-Ned). OpakiMOHHBIN ra30BbI aHAIW3 TIPOBOIWIM Ha Ta30aHAIN3ATOPE
LECO TC-600 co cneunuanbHO NpEayCTAaHOBJICHHBIMH MapaMeTpaMH HarpeBa
(trabmuma 10). U3 kaxkmoit mpoObl MeTaiia ObUTH BBIpE3aHBl MO TpU 00pasia
Maccoit 1,2-1,6 T s mpoBeneHUs HapauiebHBIX omnpeaeneHuil. s yaaneHus
MOBEPXHOCTHBIX  3arps3HEHUN  TMPOBOJIWIM  TPEABAPUTEIHHYIO  MOJATOTOBKY

00pa31oB B rpauTOBOM THUTJIE aHATTU3aTOpa B pexkuMe «Sample preparationy.

Tabmuma 10. [Tapametrpst OI'A.

«Sample preparation» Bpems 2 MUH
«Sample preparation» Temmneparypa 1150 °C
Jlnana3zoH HarpeBa 1200 — 2400 °C
CkopocTb HarpeBa 2 °C/cek

Ilo wHTepBanam TeMmeparyp Hadajga BOCCTAHOBJIIEHHS OKCHAOB B
HACBIIIEHHOM  YTJIEPOJAOM METAJUIMYECKOM paclulaBe, IMKM Ha KPUBBIX
ra3oBbIICIICHAS ObUIM Pa3fesieHbl HA TPU OCHOBHBIE T'PYIMIIbI, COOTBETCTBYIOIIHE

OTIPEICTICHHOMY COCTaBY OKCHJIHBIX HEMETAIUTMYECKUX BKItoueHui (Tabmuma 11).

Tabmuna 11. I'pynmsl HeMeTaIUIMYECKUX BKIIFOUEHUN, COACP/KAILINECS B
npo0ax MeTaJa.
['pynna CocTaB OKCHJIOB T, K Th, °C
[Ipo6a 1: FeO — Si0O; — ALO; 1700 — 1900 | 1427 - 1627

I'pynma 1 ITpo6a 2,3,4: SiO, — TiO, — AlOs;

TIOX — A1203
['pynna 2 ALLO3 1900 - 2010 1627 - 1737
Ipymma3 | AlLO; — MgO — TiO 2010-2100 | 1737 -1827
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3.2.2.5. Pesyabrarbl a”aiuza HB B mnpobdax wmeromamm
3JIEKTPOJUTHYECKOT0 PACTBOPEHUA M (PPAKIMOHHOIO Ta30BOro
aHaJIM3a

bouto  oOGHapykeHOo, YTO pe3yJabTaThl s OKCHAHBIX BKIIOYEHUH U
KJIaCTepOB B o0Opa3lax MeTalljia mojiydeHHble MeTo oM D0, XOpOIlo CorjacyroTcs
¢ pesynapraramu meroga PI'A. Ha pucynke 37 mnokazaHa TUNWYHAS KpHUBas
razoBeienieHus npu  @PI'A-aHanuze oOpaslla M COOTBETCTBYIOUIME IHUKAM
OKCHUJIHBIE BKJIIOYEHUS, U KJIACTEPhl, HAOJII0JaeMble Ha 3JIEKTPOHHOM MHKPOCKOIIE
MOCJE AJIEKTPOJUTHYECKOrO pacTBOpeHUs. ONHAKO CIEOyeT OTMETUThb, YTO
pa3TUYHbIC THUITBI BKIIOUYCHWM M KJIACTEPOB OKCUIOB, Habmomaembix mocie 20,
KOTOpBIE 110 MOP(OJIOrHYECKOMY TPU3HAKY ObLIN KJIacCU(UIIMPOBaHBI Ha 4 THIIA,
MOTYT IIPUCYTCTBOBATh B OJTHOM IHUKE WJIM IPYMIE€ MUKOB ra30BbIACIICHNS OKCHIOB
B COOTBETCTBHHM C COCTaBOM, IOJy4eHHbIM C nomomplo aHanuza PI'A, u
HaoOopoT. BumHo, urto rpynmsl 1 u 2 couxepKaT B OCHOBHOM TJIOOYJISIpHBIC
BiurroueHus tuna I (Si0,-Al,03, S10,-Ti0,-Al,05; u TiOx-Al,O3), umeromue 6oee
HU3KHE TEMIIEpATypbl IUIABJIEHUS M TEMIIEpAaTypbl BOCCTAHOBIICHUS. YHCTBIE
BKitoueHus: U knacrepsl Al,Os tunos [-IV cooTBETCTBYIOT OJHOMY MHKY TPYIIIBI
3. Kommekcusie BrioueHUs: Al,O3-TiOx-MgO u xnactepsr tumnoB I, IV u V
cooTBeTCTBYIOT rpynne 4. CoriiacHO BbIBOJAM, CHEJIAHHBIM II0 JIMTEPATyPHOMY
0030py, OKCHAHBIE KiacTephl OOJBIIMX pa3MEpOB W BKIIOUeHUs rpynm 3 u 4
SBIIAIOTCS HanOosee BpPEAHBIMM JJIsi CBOMCTB TroToBoM mpoaykuuu IF-cramu mo

CpaBHEHUIO ¢ rpymnmamu 1 u 2.
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Pucynoxk 37.Pe3ysbTatrel ONpeaesieHus COAEP/KaHNsl OKCHIHBIX HEMETAIIIMYECKUX
BKJIIOUEHUH B Ipobax metaiia MerogoM OI'A u cooTBeTCTBHE TUIIOB
BKJIFOUEHUI MOJy4YeHHbIX MeToAoM D0.

[Tukn ®@I'A, COOTBETCTBYIOLIME COACPHKAHUIO KHUCIOPOJA B Pa3IMYHBIX
THIIAX HEMETAJUIMYECKHX BKJIIOUEHUM, ITO3BOJIMIM OIICHUTh OOBEMHBIE JIOJIH
COOTBETCTBYIOIIMX OKCHUJIHBIX BKJIIOUCHHH M KJIACTepOB B 0O0Opasllax CTaiM Ha
pa3HBIX CTaAMSX NPOU3BOJICTBA cTaidu. Ha pucyHke 38 mokazaHbl Pe3yiabTaThbl
OI'A ¢ colepkaHueM KHCJIOpPOJa B Pa3IMYHBIX TUMAX OKCUAHBIX BKJIIOUYCHUH B
oOpasiax crajiu, MOJy4YeHHBIX B mpoiiecce npousBojacTBa cranu IF. Conepxanue
KHCIIOpoZia B oOpasilax Ha 3TOM PHUCYHKE COOTBETCTBYET OOBEMHBIM JOJSM
COOTBETCTBYIOIIMX TPYII OKCHUIHBIX BKJIIOUCHUH B KaXJIOM M3 HCCIEIOBAaHHBIX

00pa3IoB, KOTOPOE MOXKET OBITh pacCCYUTaHO O hopmyJie:

n

(7)
OOKCMOKC

Poxcy M,

pCTaJ'II/I

]/OKC = 100

i=1
I'1t€ Peramn ¥ Poxe - TNIOTHOCTD CTAJIM ONPEAEIEHHOTO XUMUYECKOTO0 COCTaBa U
OKCHJIOB B IAHHOM CTaJy COOTBETCTBEHHO, Mo — aTOMHas Macca Kuciuopoaa, Mo -
MOJIEKYJISIpHAsi Macca OKCHUJA; y - cTeXxuomeTpudeckuil Kodp¢uuueHT, a O -

onpenensiemoe OI'A conepxanue kucnopoaa B okcujae (Mace.%).
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Ha ocnoBanuu nanueix ®I'A, MoryT ObITH OlLIEHEHBI U3MEHEHHE COCTaBa U
0o0beMHbIE JI0JIeH pPa3IUYHbIX OKCHUAHBIX HEMETaJUIMYEeCKUX BKJIIOYEHUN B
oOpasmax cTanu, B3ATBIX Ha pa3HBIX cTaausx mnpousBojactBa cramm IF.
[TonmyyeHHble pe3ynbTaTbl MOTYT OBbITh HCIOJIB30BAHBI JJIi  ONTHUMH3ALUU

BHETNEYHOM 00paboTKu 1pu npou3BojicTBe [F-cTaneii.

NN I'pynmal B
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Pucynox 38.Pe3ynbrarhl iccienoBanus, 0TOOpaHHBIX TPOO METaIa, C TOMOIIBIO
Meroga OI'A (npeanpusitue 1).

N3 pucyHnka 38 BUJIHO, UTO YMCThIE OKCHJIbI altOMUHUA (rpymnmna 2, ~ 55%) u
BKItoueHus coctara Al,O3-SiO; (rpymma 1, ~ 42%) sBnst0TCS OCHOBHBIMH THITAMU
BKJIFOUEHUI B n1poOe 1 (cTanp B KOBIIE MOCIE BaKyyMHUPOBHMs ObUIa pacKUCIIEHA
AIFOMUHHIEM JI0 0TOOpa mpoOskl). 3aTem nocie qodasneHus Ti Bo Bpemsi 00paboTKu
CTaJI Ha KOBIIE-NIEYM KOJUYECTBO UHUCTBHIX BKIHOUeHUH Al,O3 3HauMTEIBHO
yMmeHbaercss 10 35%, a konmdectBo BkIoueHH TiOx-Al,Os (rpynma 1)
yBenuuuBaercs A0 ~ 62%. Ognako nocne nodasnenus Al u Ti B koH1le 00pabOTKH

CTaJIM Ha arperarc KOBHI-IICYL COACPIKAHUC O BO Bcex OKCHAHBIX BKIIOYCHHUAX
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YBEJIUUUIIOCh ¢ 65 ppm B o6pasiie 1 1o 76 ppm B nipobe 2. OO1iee coaepkaHue
OKCUJHBIX HEMETaJUIMYECKUX BKJIOYEHUH B mpoOe 3, B3sATOM M3 MPOMKOBIIA
camxkaetrcss 10 33 ppm (6onee wem Ha 30 ppm), m HamOOJbIIEE KOIUIECTBO
OKCUJIHBIX HEMETAJUTMYECKUX BKIIOUEHUM cooTBeTCTBYET cocTaBy TiOx-ALOs (~
63%) u uuctomy okxcuay Al,O; (27%). beuto oOHapyX eHO, 9TO KOJIUYECTBO
CIIOXKHBIX BKIIOUeHHU U KiactepoB Al,O3-MgO-TiOx u MgO-Al,Os (rpynma 4) B
MPOAHATIM3UPOBAHHBIX 00pa3lax ObLI0 HEOOIBIIUM U BapbUpoBasioch OT 3 10 10%
B 3aBHCHUMOCTH OT JTamna MO TEXHOJOTHYECKOW IIETIOYKH IMPOU3BOJCTBA. Takum
oOpa3zoM, mMoaudukanus W yAajieHWe BKIIOYEHUW B JKUJKOW CTald BO BpeMs
00paboTKU W Pa3jIMBKU B KOBILIE CIIOCOOCTBOBAJIM CHMKEHHUIO cojepkanus O B
HanOoJiee BPEAHBIX HEMETATMYCCKUX BKITIOUEHHUAX M KiacTepax rpymm 2 u 3 ¢ ~
38 ppm B o6pa3siie 1 10 6 ppm B npode 4 oTobpanHoit u3 cisidoa. [Ipu 3TOM oO1iee
coJiep>KaHue KUCIOPOJa BO BCEX OKCHUIHBIX BKIIOUEHHUSX B ciisiOe coctaBisuio 18
ppm. CHWKeHuEe  CoAepkKaHMS  KUCIOPOJa,  HAXOJSIIerocss B BHUJAE
HEMETAJUIMYECKUX BKJIIOYEHUH, yKa3blBa€T Ha TO, YTO HAET paQUHUPOBAHHUE OT
HEMETAJUTMUYECKNX BKJIIOYCHUI M KJIACTEPOB TPHU BHEMEUHON o0O0paboTke, B
MIPOMKOBIIIE U MPU HENpepbIBHOUN pasnuBke. [Ipu 3TomM Hauboliee CylecTBEHHOE
padvMHUpPOBAHUE OT HEMETAUIMYECKUX BKIIOYCHUN TMPOU3OIUIO Ha JTare
HEMPEPHIBHOM PA3IUBKU CTaJIM B TPOMKOBIIE M KPUCTALIU3ATOPE MAIIHHBI

HCIIPCPBIBHOI'O JIMTHA 3arOTOBOK.

3.2.3. BeiBoabl mo pe3yabratam aHaau3da HB B mnpodax
META/JIa OTOOPAHHBIX IO XOJAyY BHENEeYHOH O00padoOTKU I
npeanpusitus 1

[IpoBeneHsl Uccne0BaHNs COJIEPKaHus, COCTaBa, pa3MepoOB U MOP(HOIOTUN
HeMeTayuinueckux BkiodeHudd (HB) B mpobax metamia oToOpaHHBIX Ha 3Tamnax
BBITVIABKH, BHEMEYHOM OOpabOTKH, pa3iMBKHU, TEXHOJIOTHUECKON IEMOYKU
IPOM3BOICTBA CTaliu KJacca IF METOIaMHU KOJIMYECTBEHHOTO
MeTajorpauyeckoro aHaau3 HMUIMQOB, FIEKTPOIUTHYECKOTO pacTBopeHus (OP)

C Inociacayromum PpEHTTCHOBCKUM MHKPOAHAJIMU30M BbBIJICICHHBIX BKJ'IIO‘-IGHHfI,
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Oxe-3MeKTPOHHON CHEKTPOCKOIKH, (PpakIMOHHOTO ra3oBoro anamuza (PI'A). B
pe3yabpTaTe MCCIEN0BaHUs M0 MOP(MOJIOTUYECKUM IMPU3HAKAM OBLIO BBIIEICHO 5
OCHOBHBIX THUIIOB HEMETAJUIMYECKUX BKJIIOYEHUN MPUCYTCTBYIOIIMX B 00paslax

METaJlia.

MeTtoa ¢ppakIIMOHHOTO Ta30BOT0 aHAJIM3a MOKa3bIBaET JMHAMUKY U3MEHEHUS
COZIepKaHUsl Pa3IMYHBIX THUIIOB OKCUAHBIX HEMETAJUIMYECKHX BKIIIOYCHHH Ha
JTane BHENeYHOW oOpaboTku M pasznuBku cranu. [lokazano, 4yto Hambosee
3HaYUTEIbHOE paMHUPOBAHNE METAJUIA HA CTaIUN HETIPEPHIBHOMN pa3IMBKU CTAJIH
HaOIIOamy B TPOMKOBIIE W KpucTayumzarope. OKOJIO MOJIOBHHBI OOIIEro
KOJIMYECTBA HEMETAJUIMUECKUX BKIIOYEHUH M KJIAcTepOB B JKUJIKOW CTalu
yIasieTcsl Ha ATarle Pa3jiiBKU CTAJIM Ha MAIIMHE HENPEPHIBHOTO JIUThs 3aTOTOBOK.
bbulo mokazaHo, YTO MPOMKOBII sBiseTcss 3((HEKTUBHBIM pahUHUPOBOYHBIM

arperaTtoM STaria BHEIeuyHOH 00paboTKH.

Pe3ynbTarhl, mogyueHHbIE ¢ UCIIOJIBb30BaHUEM KOMOMHAIUM MeTooB D0 u
®I'A, MOryT OBITh HCIOJIB30BAHbBI JUIsl aHAJIM3a MPUYUH O0Opa30BaHUS BPEIHBIX
HEMETAJUIMYECKUX BKIIOYEHUH W KIACTEpPOB B METAUIE MW IPOBEICHUSA
KOPPEKTUPYIOIIMX ONepauuMd C TOYKM 3pEHUSA ONTUMHU3ALMU BHENEYHOU

o0paboTku mapok craiu [F.

3.3. AHa;iu3 oOpa3oBaHus M1 MOAU(PUKAIMHA HEMETAJJINICCKUX
BKJIIOYCHU A HA NpeAnpuaTUn 2 (¢ Mmogudukanmein Kajabuuem)

3.3.1. OTOop nmpod AJsi UCCACAOBAHUI MO TEXHOJOTHYECKOM
HEeNOYKHU npeanpusitue 2

TexHonornyeckas cxema npou3BojacTBa cTtaiu kiacca IF Ha npeanpusitin 2
COCTOMT U3 CIAEAYIOLIUX ITAIOB:

- HUCIOJIb30BaHHE YHCTOM IIHUXTHI C MPEIBAPUTENBHOU Necyibdypannen
gyryHa ([S] <0,005%);
- BBIIUIABKA CTAJIA B KUCJIIOPOJHOM KOHBEPTEPE;

- HOHOIPEB CTAJIM Ha YCTAHOBKC KOBHI-TICYb /10 SaI[aHHOﬁ TCMIICPATYPHI;
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- BaKyyMHpPOBaHHME CTaJld Ha YCTAaHOBKE BaKyyMHUPOBaHHUS CTald C
nocienyroneii  o0pabOTKOW CTaau B KOBILIE: PACKHUCICHHUE CTalu
ATFOMUHHEM, MUKPOJIETHPOBAHUE TUTAHOM U HHOOWEM, BBOJI KAJIBIIHS C

ECJIBIO MOI[I/I(bI/IKaHI/II/I HEMETAINIMYCCKUX BKJII-O‘{CHI/If/'I;

- pasnuBka Ha MHIJI3.
FeMn95 (163)
AlL(531) FeNb (80)
FeMn95 (1189) Al(176) ramn. | FeTi(100) Ca
L1585 °C
K;;JII?BPO,L;E*I 1 YIK YBC | TIPOMKOBII | C56
prep i BAKyyM i

S B

IIpoGa 1 IIpoGa 2 IIpoGa 3 IIpoba 4

Pucynox 39.Cxema ot60pa npob MeTaiia U TEXHOJIOTHU IPOU3BOICTBA CTAIU
kiacca IF va npegnpusaruu 2.

3.3.2. AHaqu3 npod

WccnenoBanus conepxanusi, COCTaBa, pa3MepoB, MOp(OJIOruu 1 00bEMHOTO
pacnpenenenus HB B oToOpaHHbIX mpobax MeTauia TPOBOAWIA  C
UCIIOJIb30BAHUEM  PEHTI€HOCIEKTPAIIbHOIO  MHKpOaHalu3a  o0pa3lioB  Ha
CKaHUPYIOIEM 3JIEKTPOHHOM MHKPOCKONE M METOAO0M (PpakiMOHHOTO Ta30BOTO

aHaJIn3a.

3.3.2.1. AHa;qmu3 00pa3loB HA CKAHUPYHOUIEM 3JIEKTPOHHOM
MHKPOCKOIIEe

AHanu3 o00pa3loB MPEACTaBISIONMX CO00M MONUPOBAHHBIE MUTH(BI
MeTajula ObUT MPOBEAEH HA CKAHUPYIOUIMM BJIEKTPOHHOM MHKpOckore. bpumm
MOJlyuYeHbl HW300pa)KeHHsl yYacTKOB Ha TMOBEPXHOCTU IUIMda MpH pPa3HbIX
yBeIMUYeHUsX. {151 ompeneneHusi 3J1€MEHTHOTO COCTaBa, HaWJEHHBIX Ha Huinde
HEMETaJVIMYEeCKUX BKJIIOYEHUH OBLI  HMCIOJNB30BaH PEHTICHOCHEKTPAIbHBINA

MukpoaHainu3. C TOMOIIBIO JAaHHOTO MeToja Obuia wu3ydeHa wmopdosorus
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BKJIIOYEHU B pa3IMYHBIX 00pa3lax, OTOOpaHHBIX Ha JTamax TEXHOJOTUU
npousBojactBa ctaynu IF-BH nHa npeanpustuu 2. Taxxke ObUT U3yUYeH XUMUYECKUN
cocTaB U MOP(OJIOTHUS TUMUYHBIX HEMETALTMYECKUX BKIIOYCHUH, HANJICHHBIX B

JAHHBIX 00pa3iax.

g 300MKmM ' X200

Pucynok 40.ITanopaMHbBIli CHUMOK HEMETAJUIMYECKUX BKIIFOUEHU HA
nosmpoBanHoM 1wtude (X200).

MeTonoM pEHTreHOCIEeKTPAIbHBI MUKpOaHain3a ObUIM  OIMpEIeSICHbI
AJIEMEHTHBIE COCTaBbl THIMMMYHBIX HEMETAUIMUYECKUX BKIIOUCHUM, 0OHAPYKEHHBIX
B uccienyeMbix oOpasmax. B oOpasue 1 oToOpaHHOM Mocie BaKyyMHUpPOBaHUS U
pPACKHCIICHUS MeTajla aJlOMUHHEM OBLTM HaWIeHbl B OCHOBHOM OKCHJIHBIC
BKItoueHust yuctoro Al,O; ¢ HeboapmuM konumyectsoM Mg (ot 1,8 mo 3,7%). B
oOpasiie 2 OTOOpaHHOM IOCJI€ MHUKPOJETHPOBAHUSl CTAIM THUTAaHOM, HUOOUEM,

MapraiieM 1 MoaupuIupoBaHus KajbleM (Ipoda OblIa 0TOOpaHa MPaKTUYECKU
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cpazy mnocie pgoOapineHus (Ca) SJIE€MEHTHBIM COCTaB BKIIOUYEHUW W3MEHMIICA
3HAQUUTENBHO MW TMpeAcTaBisul  coboil BkmoueHus Al,O; ¢ 3HaYUTENbHBIM
koimaecTBoM okcuaoB Ca (oT 14 mo 18%) u HEOONBIIMM KOJIMYECTBOM OKCHJIOB
Mg (ot 0,8 no 1,5%) u Ti (0,5 no 1%), Takke BO BKIIOUEHHUSAX MPUCYTCTBOBAIU
cynbhuasl Mn, KOTOpbIE COCTaBISUIM 000JOYKY HEMETAUTMUECKOTO BKIIOUEHUS
(pucyHok 41 a). DneMeHTHBIN coCcTaB BKIIOYEHUI B 00pasiie 3 Takke mpeCcTaBIIsiI
cobot BrmroyeHuss AlLOs; ¢ Bo3pocmIMM 1O CpaBHEHHIO C 0Opaslom 2
conepxanueM okcunoB Ca (ot 14 no 23%) u Ti (ot 0,5 mo 1,5%) u aHamOrUIHBIM
conepxanueM okxcugoB Mg (ot 0,8 mo 1,5%). B oOpasue 3 B HECKOJIBKHX
BKJIIOUEHUSX ObLIO HaiizeHo 10 1% okcumoB Si (B Ipyrux mpoaHaIn3upOBAaHHBIX
oOpasnax KpeMHMi HaineH He Obur). Brmrouenust oOpasma 3 BKiIouanu B ceOs
cylbuapl Mn, npu 3TOM Kak Moka3aHo Ha pucyHke 41 O cynbduapl mapraHua
o0pa3yloTcsi Ha TMOJIOKKE U3 OKCUIOB, pPACHOJOXKEHbl B BHAE O0O0OJOYKU
HEMETAJUTMUYECKOr0 BKJIIOYCHHS] U HAXOJAATCA Ha IPaHULE BKIIOYEHHE - MaTpHIA
MeTtauia. HeMeraminueckue BKIIIOUEHHS B oOpasie 4 Mo 3JIEMEHTHOMY COCTaBy
aHaAJIOTUYHBI BKJIIOUEHUSIM B 00pasiie 3, HO CO CHMYKEHHBIM COJIEp>KaHUEM OKCHJIOB
Ti (0,4 no 1,2%). Takxke Ha BHEUIHEH CTOPOHE HEMETANIMYECKUX BKIIIOUEHUN Ha
IPAaHMIIE BKIOYEHUE- MAaTPULIA METAJJIa HE ObUIO OOHApYXEHO (MM OOHApYKEHBI

B IIpeJieliax MOrPEeIIHOCTH) OKCHIbl Mg.
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100.00
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X5000
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45.91

1.72

28.76

0.35

23.26

100.00

46.75

1.18

26.65

1.96

23.46

100.00

B)

PucyHnok 41.91eMeHTHBIN COCTaB HEMETAJIMYECKUX BKIIOUCHUN HAlJICHHBIX B
npobax: a) nepes pa3auBKOH (ITOCIE BCEX 3TANIOB PACKUCIICHHUS,
MUKpOJIETUpOBaHus U BBoJa Moaudukaropa Ca); 0) u3 NpoMKOBIIIA; B) U3

cis0a

B pesynbrare mccienoBaHUs BKIIOYEHUH Ha CKAHHPYIOIIEM 3JICKTPOHHOM

Mukpockorie (COM) Ha mnonMpoBaHHBIX HUIMPaX 1O MOP(POIOTUYECKUM

IMPpHU3HAKaM OBLI0 BBIACIJICHO 4 XapaKTCPHBIX TUIIA HCMCTAJUIMYCCKUX BKJIIOUCHUH
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(tabmuma 12). Ins pa3geneHuss Ha TUIBI ObUTa KCMOJb30BaHa KiaccH(UKaIUs,

paHeC NpeaACTaBJICHHAA 110 UTOTIaM JJICKTPOJIUTHYICCKOT'O paCTBOPCHUA.
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TabOmuma 12.

BHemnuii BUa, cOCTaB M XapaKTEPHBIE pa3MeEpPhI

HEMETaJJIMYECKUX BKJIFOYCHUM B IMOJIMPOBAHHBIX o6pa3uax HCCICAOBAHHBIX HA

COM.
Jlnuna
Tun HN3o00pakenue Cocras HB HB, IIpo0ba
MKM
“ A1203;
T _ 2
. 2 Al 0, +CaO+TiO ;
T E 1~12 3
= % A1,0,+CaO+MgO+TiO, A
= +(Ca,Mn)S
O
"
as)
T T
0]
= o B :
-~ 2 & ALO; AL O, +MgO 2~9
= = 2 2
= g* >
=, ]
5 &
N
5 A1203;
. O
= 3 ALO, +Ca0; 1
= 10~40
g & ALO5+CaO+MgO+TiOy 3
§ +(Ca,Mn)S
~
~ 3
= = 2
Q .
E E TiN+(AlLLMg,Ca)O 1~5 ;
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B oOpasne 1 Obutn HaiineHsl 3 Thma BKIHOYEHUM: chepuueckue tuma [
pasmepoM OT 1 10 5 MKM, peryjsipHble U UpperylisapHble BikiatodeHus tuna II,
KOTOPBIE COCTaBJISUIM OCHOBHYIO MacCy BKJIIOUEHUH B oOpasue 1 ¢ pazmepom ot 3
70 9 MKM U Takke ObutH HaiaeHsl kiactepbl Al,Os; ¢ pazmepoB oT 10 1o 40 MkMm.
B 00pa3ie 2 O6b1mm HaliIeHbl OKCHIHBIC BKIIIOUeHHs Tuma I ¢ pazmepom ot 2 10 6
MKM 1 HEOOJIBIIIOE KOJIWYECTBO BKItOUeHHH Tuma I ¢ pazmepom ot 2 10 5 mxMm. B
oOpasiie 3 ocHOBHasi Macca BKJIIOYEHUH OTHOCHIIAach K TUIy I ¢ pasmepom ot 2 10
10 MKM ¥ TakXe ObUTH HAWJIEHBI KJIACTEPHI (BBITIHYTOUW TIIOOYJSIpHOU (OpPMBI) C
pasmepom ot 9 mo 12 mxm. B oOpasue 4 HaGmogamu TOJBKO cepudecKue
BKJIFOUEHMS TUIIA | TIpH 3TOM pa3Mep BKIIOYEHUHN He MPEBbIAT 9 MKM, a CpeIHUN
pasmep BKJIOYeHUN ObuT ~5 MkM. B oOpasmax 2 um 3 Taxke ObutM HaliJCHBI
HUTPUJIBI KyOnueckor ¢hopmbl (B TOM YHCIIe B KJIacTepaxX BKIIIOUCHHI) ¢ pa3MepoM

ot 1 1o 5 MKM.

B 1nenom MoxHO ckazaTh, 4To mnocie pgoOasienuss Ca B KauecTBe
Monudukatopa, HEMETAUIMYECKHWE  BKIIOYEHHS  TPaHCPOPMHUPOBAIUCH B
chepuyeckue (Tumna l) unm BeITAHYTHIE KiacTepbl chepuueckoid popmsal (tuna III).
Taxke HaOMOAAIOCHh CHIDKCHHE pa3Mepa BKIIOYEHUH: B oOpazme 1
MaKCUMAaJIbHBINA pa3Mep BKIIOYeHHI gocturan 40 MxM, B 00pasiie 3 U3 mpOMKOBIIIA
MaKCUMaJbHbIA pa3mep Obu1 12 MkM, a B oOpasie 4 oToOpaHHOM U3 ciisiba ObuIn
HalIeHbl TOJIbKO C(epuyecKue BKIIOUEHHUS pa3MepoM MeHblle 9 MkM. IT0
TOBOPUT O XopolleM pa@UHUPOBAHMM MeTalla 3a cdeT  (QuoTauuu
HEMETAJUIMYECKUX BKIIOYEHUH, MoauduuupoBanHbix Ca. Taxke MOXHO cKa3athb,
41O IOOYyJsipHas (opma BKIIOYEHHH SIBISIETCA HAaWMEHEE BPEAHOM C TOYKU
3peHHUsl 3aTATUBAHUS CTAJePa3TMBOYHBIX CTakaHOB. Pazmep BkitoueHHl B cisiOe
MEHBIIE 9 MKM TaKKe HE SBJISIETCS KPUTHYHBIM C TOYKH 3PEHHUS BIUSHHUS Ha

Ka4€CTBO MOBCPXHOCTH KOHCYHOI'O IIPOAYKTA — CTAJIbHOTI'O JIUCTA.
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3.3.2.2. Pe3yabTarbl HCCJICA0OBAHUA 00pa3sloOB MeETOAOM
(ppaKmUOHHOIO ra3oBoOro aHaJN3a

Hns  wuccnenoBanusi  oOpasnoB  MerogoM @DPI'A ObulM  TIPUMEHEHBI
aHAJIOTUYHBIC IMapaMeTphl aHaIu3a, onMMcaHHble B MyHKTe 3.2.4. COOTBETCTBEHHO
HEMETA/UTMUYECKUE BKJIIOUEHUS OBLIM Pa30MTBI HA TPYIIBI 110 aHAJIOTHYHBIM
TEMIIepaTypHbIM MHTEpPBaJIaM, OJTHAKO COCTaB OKCHOB B JIAHHBIX TEMITEPATyPHBIX
JIHara3oHax ObL1 M3MEHEH B COOTBETCTBHHU C DJIEMEHTHBIM COCTaBOM BKJIFOUEHUH
MOJIYyYCHHOM  PEHTTEHOCIEKTPAIbHBIM  MHKPOAHAIM30M HAa  CKAHHPYIOIIEM

SJICKTPOHHOM MHKPOCKOIIC.

I'pynma 1 — 3TO JETrKOBOCCTAaHOBHUMBIE KOMILIEKCHBIE OKCUABI AlO3
IpUMECSIMH OKCHJOB TUTaHA U KpeMHus. I'pynmna 2 — 310 okcuasl yuctoro AL,Os,
a TaKKe KOMILIEKCHbIE oKcubl coctaBa AlbOs (¢ HU3KUM COJEp’KaHUEM OKCHJIOB
KaJIblUg W Mar"us). I'pynna 3 — 3TO KOMIUIEKCHBIE OKCHJIbI IIITMHEIN COCTaBa

Al,O3 1 OKCHI0B KaJIbIMsI, MarHUs U TUTaHA.

Tabnuma 13. ['pynmbel HEeMETAIITMYECKUX BKIIFOUECHUM, ColepKaIIrecs B
npobax Metayia (mpeanpustTue 2).
['pynna CocTaB OKCHJIOB T, K Th, °C
I'pymmal | ALO; -TiO2; ALOs— SiOy; 1700 - 1900 | 1427 - 1627
Ipyma2 | ALO;; ALO;~ (CaO) —(TiO) 1900 - 2010 | 1627 - 1737
r ; ALO; — CaO;
1a 2010 - 2100 1737 - 1827
Py AlLO3; — CaO — MgO

ITo uroram nposenenHoro ®I'A oroOpaHHBIX TPOO ObLT MOCTPOEH Tpaduk
(pucyHoK 42) U3 KOTOPOTO BHJIHO, YTO OOIIEe COAEpKaHHE KUCIOPOJa, a TaKKe
KHCIIOpPOJia BO BKJIIOUEHHUSAX IIOCIAE BAaKyyMHPOBAaHUS CTIA M PACKUCICHUS
anmroMuHueM (1ipoda 1) Huzkoe (<20 ppm), 4To roBOpUT 00 3PHEKTUBHOM BaKyyM-
YTJIEPOTHOM PACKHUCIEHUW W PACKUCICHWHM CTald IMyTeM BBOJA altoMUHHS. B
npobe 2, mocie MOIU(UIIMPOBaHUS KAJIbIIMEM BO3pacTaeT OOMIUN KUCIOPOA U

JIOJIs1 BKITFOUEHUM alFOMUHATOB KaibIusi. OO01I1ee cofepkanrue KUCaopo/ia pacTeT u
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B mpobe 3 oToOpaHHOW M3 MPOMKOBINIA M COCTaBISIET 48 ppm, MpHUYeM BO3pacTaeT
CoJlep’KaHre BKJIFOYCHUN OKCHIOB amroMUHHUSA. Ha OCHOBE 3TOro MOXXHO CIenaTh
BBIBOJI O HaJUYHMH IMPOIECCa BTOPUYHOTO OKHCIICHHS CTalM TP MEpEInBe €€ U3
OCHOBHOTO KOBIIIa B TpoMKOBII. [Ipu 3TOM BO3pacTaeT copepkaHue KHCIOpOaa B
HEMETAJUTMYECKNX BKJIIOYEHUSX B OCOOCHHOCTH Tpymmbl | W Tpynmel 2
JIETKOBOCCTAHOBHMBIX ~BKJIIOUYEHWH ¢ YHCTOTO TJIMHO3€Ma COOTBETCTBEHHO.
KoneuHoe conepkaHue BKJIIOUECHHHM B ciisiOe¢ B JBa paza Huxe (28 ppm) yem B
npo0Oe 0TOOpaHHOW U3 MPOMKOBIIA, YTO TOBOPUT O TOM, UYTO MPOMKOBIII SIBJISICTCS
JIOTIOJTHUTEIBHBIM ~ paMHUPOBOYHBIM  arperaToM, Ha KOTOPOM YXOIUT JO
MOJIOBUHBI BCEX HEMETAUTMYECKUX BKIIOUEHWH, W3 MeTajula [OMAaBIIero B

ITPOMKOBIII.

- 100
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o
o

Pucynok 42.Pe3ynbTatrhl HCcClieI0BaHUsA, OTOOPaHHBIX TPOO MeTaia, C HOMOUIBIO
Meroga OI'A (npeanpusitue 2).
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3.3.3. BeiBoabl mo pe3yabratam aHaanda HB B mnpodax
MeTAJIa OTOOPAHHBIX IO XOAy BHeNMe4YHOH 00padoTkm s
npeAnpusaTHs 2

MeTogaMu  pEHTI€HOCHEKTPAJbHOTO MHKpOAHAIW3a Ha CKaHHUPYIOIIEM
3NIEKTPOHHOM MuKpockonie U PI'A mpoBeAeHbl HCCISNOBAaHUS COAEPIKAHUA,
cocTaBa, pa3MepoB U Mopdosioruu HeMeTamndeckux BritoueHuit (HB) B nmpobax
MeTaJlyla OTOOpaHHBIX Ha AdTamax BBILJIABKHU, BHEMEUHON 00pabOTKH, pa3iuBKH,
TEXHOJOTUYECKON LIETIOYKH MPOU3BOACTBA cTaM kiacca [F-BH Ha npeanpusitun
2. B pesynbrare uccineoBaHuss MO0 MOP(OJIOTHYECKUM IMpU3HaKaM Oblio 4
OCHOBHBIX THUIIOB HEMETAJUIMYECKUX BKJIIOUEHUN MPUCYTCTBYIOLUIMX B 0Opasiax

METallia.

YcraHoBieHo, 4yTo Hawbojee 3HAYUTENbHOE padUHUpPOBAHHWE MeETallIa
HaOJIoaeTCsl Ha CTajuH, PAa3jIMBKU CTAJId B MPOMKOBIIE U KPUCTAJUIM3ATOPE.
OKOJ0 TOJOBUHBI OOIIET0 KOJWYECTBA HEMETAJUIMUYECKUX BKIIOUCHUNH U
KJIACTEPOB B KUIKOW CTaldu yAalsieTcsl Ha dTane pa3jIMBKU CTajlyd HA MAallWHE

HCTIPCPBIBHOT'O JIMTHA 3aIOTOBOK.

MoauduimpoBaHiue HEMETALITHICCKAX BKIIOUCHUN KaJIbIIUEM IMPUBOIAUT K
TOMY 4YTO OOJIBIIMHCTBO BKJIIOUEHUNW TPHOOPETAIOT HAMMEHEe BPEIHYIO
mI00yJIApHYIO (hopMy, a TakKe pa3Mep BKIIOUCHHI B cisioe (< 9 MKM) TOKa3bIBaeT
TO, YTO 00Jiee KPYITHbIEC BKIFOUEHUS TJIOOYJISIPHOU (hOPMBI, XOPOIIO yAISIOTCS U3
MeTajuia B pesyibTaTe (UIOTAllMU, YTO TMOJIOKHUTEIHHO OTPAXKAeTCs Ha IMpoIllecce

padUHUPOBAHUS CTAJH.

3.4. BuiBoabl 1o riase 3
1. beum OHpCI[CJICHI)I HaI/I6OJ'ICC OIIACHLIC THUIIBI HCMCTAJIJIMYCCKUX BKJ'IIO‘ICHPIﬁ,
KOTOpBIMI/I ABIIAKOTCA prnHBIC KJ'IaCTCpBI HEMCTAJINIMYCCKHUX BKJ'IIO‘ICHI/II\/’I, a
TAKXKCEC perynﬂpHLIe 51 preFYHHpHI)Ie HEMECTAJINIMYECKUE BKIKOYCHMUA, KOTOpBIe

IIpH PA3JIMBKC CTAaJIM MOI'YT 3aTATHBATL CTAJICPA3JIMBOYHBIC CTaKaHbl H3-3a
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CIIOCOOHOCTH LEIUITHCS 32 CTEHKHM CTaJIEpa3jMBOYHBIX CTAKaHOB M 3a JIPYT
apyra.

Meton ®I'A oTpaxkaeT kapTUHY TpaHCc(pOpMAalMM Pa3HBIX TUIIOB OKCHJIHBIX
HEMETAJJIMYECKUX BKJIIOYEHUH Ha ATale BHENEYHON 0OpabOTKHU M Pa3iIMBKU
cranu. Jns craneit kmacca IF Obuto BbIAENeHO 3 TPyMIbl OKCHIIOB, KOTOpHIE
COOTBETCTBYIOT TEMIIEpAaTypHbIM JHMAalla30HaM HAWJIEHHBIX B 00pa3nax
JIETKOBOCCTAaHOBHUMBIX OKCHIOB, OKCHIOB uHcToro Al,Os; m ALO;3; ¢ Mmaiabim
KoauuecTBoM OkcuoB Mg m Ca, a Takke rpynna KOMIUIEKCHBIX TPYIHO
BOCCTAHOBUMBIX OKCHJIOB.

IIo pe3ynpraTaM CpaBHEHHMs IUIAaBOK Ha NPEANPHUIATUM | IIe BKIOYEHUSA HE
MOIU(DULIKPYIOTCS C MOMOLIBIO T0OABIEHUSI KaJbLUA U TPEINpUsITHS 2 TIe
N00aBIEHUE KalblMsg NPUMEHSETCS MOXKHO CHAENaTh BBIBOJ, 4YTO KaJbLUH
MOJIOKUTENBHO BJIMSET Ha MOP()OIOTHIO BKIOYCHHH, MOoAUDUIUPYS HUX B
rIo0ysipHbIe/cpepuyecKue BKIIOYEHUS KOTOpbIE  SBISIOTCA  HaUMEHEe
BPEIHBIMM  Kak  JUII ~ TEXHOJOTMYHOCTH  Ipouecca  (3aTAruBaHue
CTaJIepa3IMBOYHBIX CTAKAHOB) U JUIsl KOHEYHOT'O MTPOIYKTA.

bbu10 MoKa3aHo, YTO MPOMKOBII SIBIISIETCA PAQPUHUPOBOYHBIM arperarom 3rara
BHETEeUHOM ~ 0o0pabGotku.  [losoBMHA ~ HEMETaUIMYECKWX  BKIIFOUCHHM
paduHUpYyETCs U3 CTaJIN HA dTare pa3IuBKU.

Pe3ynbrarhl, MOIy4YeHHBIE C HCIOJIB30BAHWEM KOMOMHAIMu MeTtofoB D0 u
@T'A, a takke COM u ®I'A, MoryT OBITH UCIIOJIB30BAHBI [T aHAJIW3a PUYUH
0o0pa30BaHMs BPEIHBIX HEMETAUIMUECKUX BKJIIOYEHHUM M KJIACTEPOB B METaJLIE
U TIPOBEACHUS KOPPEKTUPYIOIIUX OMEPAlMid C TOYKH 3PEHUS ONTUMU3ALMH
BHETIEUHOU 00paboTku Mapok craiu [F.

Pa3Hble TexHOnornyeckue cxemsl npousBoactBa IF cramm u packucienus, a
MMEHHO Ha NPEANpUATUU | HE NMpUMEHSETCS KOMIUIEKCHOE PAacKUCIIEHUE, a Ha
OPEANPUATAA 2 TPUMEHSAETCS KOMIUIEKCHOE PACKUCIEHUE ATIOMUHHUEM H
KaJIbLIUEM TPUBOAUT K OOpa30BaHUIO PA3HBIX THUIOB HEMETALITUYECKUX
BkitoueHuil. [Ipu Tom, yTo oO1iee copeprkaHne KUCIOPOJa BO BCEX OKCHUIHBIX

BKJIIOUEHUSIX B Mpobax B cisibe coctaBisuio 18 ppm Ha nmpeanpustur 1 u 28
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ppm Ha MpennpuaATdd 2, KpyIHbIE BKIIOYEHHUS THUMA KIACTEPhl, KOTOPHIE
OTHECEHBI K pa3psily BpeIHbIX BKIIOUCHUH, Ha TpeAnpusTuu 1 oOHapyKeHBI, a
HAa NpeaupusTMd 2 HET. OTO TOBOPUT 00 3PPEKTUBHOM NPUMEHEHUU
KOMILUIEKCHOTO DPACKUCICHUS IyTeM J00aBieHus MOIu(HUKATOpa KaJbIIHs,
KOTOpBI MOIU(UUUPYET BKIIOYEHHsS TUINA KJIacTepsl B cQepuyeckue

BKIIFOUYCHUA.
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I'n1aBa 4

4. UccaenoBanue KJIKWYeBbIX mapaMerpoB aocru:xxkenus BH
dpdekTa B CBEPXHU3KOYIVIEPOAUCTBHIX CTAJIAX A TJIyOOKOH
BBITHKKH

JImda aHanmv3a TEXHOJIOTHMM MPOU3BOJICTBA CBEPpXHU3KOyTriepoaucToix IF-BH
cTayiedl Juid rIyOOKOM BBITSDKKM Ha MPEANPUSATHH 2 ObLTH 0TOOpaHbl 00pasibl Mo
XOJly KOBILIEBOM 00paOOTKH M paznuBkuU. OnpenereHue XUMUYECKOIO COCTaBa
o0pa3oB MPOBOAWIM  HA AaTOMHO-dYMHUCCHOHHOM CIIEKTPOMETpPE TJICIOIIETO
paspsma GDS 850A, dupmer LECO, wmeromuka — ['OCT P54153 [36],
ONPENCIICHUE COJEpkKaHUs yIiepoAa W a30Ta MPOBOAWIM HAa ra30aHAIM3aTOpax

bupmbl «LECO» CS-400 u TC-600 (tabnuma 14).

Tabnuma 14. CpenHuil XUMHUYECKUM COCTAaB MO0 MeTaljIa C Pa3IUBKHU.

C, % Si, % Mn, % S, % Al, % N, % Ti, % Nb, %

0,0045 = |0,0178 £ | 0,5520+ 0,00688 + | 0,0495 + 0,0048 = |0,0179 £+ |0,0172 +
0,0006 0,0070 0,0900 0,0016 0,0060 0,0006 0,0030 0,0020

4.1. Pe3yabTaThl IKCIEPUMEHTOB M 00CYKIeHHE

4.1.1. Buusinue coaep:kaHusi yrJjepoaa 3(P(PeKTUBHOIO U

001Iero CoJaep:KaHMs YIJIepoJa M a30Ta HA HaJIU4YMe U BeJUYHUHY
BH-3¢¢exra B IF-BH cransx

N3 cpaBHenus manubix Tabsui 1 (I'maea 1), 14 u paHee omyOIMKOBaHHBIX
pabot [37-42] BUAHO, YTO COJIEpIKAHUE YIJIEpOJia U a30Ta B OTEUECTBEHHBIX CTAJIAX

kinacca IF u IF-BH Bbime, uem Ha 3apyOexHbIX 0oOpasiax cymmaphHo Ha 40-50

ppm.

B pabote ObuTH TIpOBENIEH aHAIN3 BIUSHUSA OOIIETo COACpIKaHUS yTIepoa,
azota U C,4p Ha BenmuuHy BH-3¢ddexta m Hanuume miomanku TEKy4yecTH AJs
XOJIOTHOKATAaHOTO M OTOXCKEHHOTO JIMCTa B UCXOAHOM cocTosiHMH. [lomyueHHbie
pe3yabpTaThl mpenacraBiaeHbl Ha pucyHke 43 Jlna guanasoHa C,gy 7-20 ppm
BennunHa BH-addekra wm3mensmace B mpenenax 30-53 MlIla. B ngannom
nuanaszoHe n3MeHeHust C,g¢ HabMogamm MakcuManbHbii poct BH-3¢dexra, Mlla

npu yBenuueHuu Codd. Ilpu Benmmumne Codd B nuanazone 23-37 ppm,
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BEPOATHOCTh HATUYHSA TJIOMAJKN TEKYUYECTH B MCXOJHOM COCTOSIHUH IPEBBIIIANA
60%, nipu sToM yBenuuenus BH-a¢ddexra npaktuuecku He Habmonanu (pucyHoK

43).

80 y=-0,0226x2+ 1,6811x +22,228
70  Tpebyemblit auanasoH
BenuuurHbl BH abderTa X X
XX
60 %
X by .X 9 bl X
pd L —

E 50 [ oo _-_______.—-.——X(—;'Y_
2 X._/_ [ ] ®
c o ”,»4” ® ¢
o 40 o —% o < .
= s “
< rt ’
m ® A~ ®
T 30 .
(an]

20 ONTUMANBHBI ® be3 nnowagKkm TeRy4ecTm
10 aunanasoH Cadd » C nnowaaKoil Tekyuectu
0
0 5 10 15 20 25 30 35 40 45
Ca¢d, ppm

Pucynoxk 43.3aBucumocts BenuunHbl BH addexra ot Cadd B nmucre.

bbu1 npoaHain3upoBaH BbIXOJA T'OAHBIX PYJIOHOB XOJIOJHOKAaTaHOW CTajau B
3aBUCHUMOCTH OT BenuuMHbl noiayudeHHoro BH-addexrta (pucynox 44). Ilpu
BennunHe BH-a¢ddekra B 3040 Mlla - momaaky TekydecTd HaOII01aal MeHee
yeM B 5% cnyuaeB. C yBennuenueM BH-addexra BeposTHOCTH Hanmuuus
IUTOIIAJIKK TEeKy4yecTH Bo3pacTtaia: npu BenuunHe BH-sddexra 40 - 50 Mlla
BEPOATHOCTh HaJIM4Ms IUIOLIAJKM TEKydecTH cocTaBisina Oosiee 25%; npu
BenuunHe BH-a3¢dexra 50 - 60 MIla BepossTHOCTh HATUYMS TUIOMIAAKA TEKYUYECTH
coctraBisiia 45%, npu BenmuuHe BH-adpdexra Gomee 60 MIla BeposiTHOCTD

HaJIM4Ms IUIOIIA/IKK TEKY4YECTH cocTaBisia yxe 75%.
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Konunyecrtso rogHbix PYNOHOB B 3aBUCMMOCTHM OT NoNadaHMA B AMand30H BH 3¢3¢8HT8

O ectb nnowaaka TERYUYeCcTH O HeT nnowaaku TEKYUEeCTH
40

35
30
25
20

15

KOMMYECTBO PYNOHOB, WT
&
=

10 17

5
- :
2 F A

mMeHbwe 30 o130 ao 40 oT 40 go 50 ot 50 go 60 Bonble 60
BENWYHUHA BH-3ODEKTA, MNA

Pucynoxk 44 .Konn4ecTBO rogHbIX pYJIOHOB B 3aBUCUMOCTH OT MOMNAaJaHUs B
nuaria3oHsl o BesmunHe BH-addekra.

brina mpoaHanu3upoBaHa BEPOSITHOCTH TMOSBJICHUS TUIOMIAIKH TEKYYeCTH B
crasix [F-BH B 3aBucumocTté OT 00IIEro cofepikaHus yrjiepoja U a3ora B
Metaiie. McenenoBanu o0pasiibl, 0TOOpaHHbIE U3 CIsIOOB. [{Mama3oH cojiepkaHue
yraepona B obpasmax Obut 0,0033% - 0,006%, azora 0,0032% - 0,0066%. beino
3aMEUEeHO, YTO Mpu cojepxanun yriaepoaa menee 0,0042+0,0002% u azota MeHee

0,0043+0,0002% muiomaaka TEKy4eCTH B MUCCIAEAYEMBIX 00pasliaXx He MOSIBISAIACh

(pucyHok 45).
Mnowagka Tek. n/c nn. MMnowanka Tek. n/c nn.
4 . 4 .
3
* * . * *
* ¢ + *
+ 2 -
* . * ** *
b 4 . s Py + . *
e * ot N
- 1 -
* . - *
* * * * . * +
. . * * o o ‘e . . . o*
PP PP PP PP PPPOCO P 22PN+ —— + 44—+ ¢4 T L 4 S 4SS50 4 46 S 4444 ¢ &
0,
0,0035 0,004 0,0055 0,005 C, % 0,004 0,0045 0,005 0,0055 N, %
a 0

PrcyHok 45.3aBUCUMOCTD BEJTUYHMHBI IUTOMIAIKH TEKYUYECTH OT COJEPIKAHUS
yriepona (a) u azora (0).
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B o0Opasmax cranum C IUIOMIAJIKOM TEKy4yecTH HaOJIoamu CoJep KaHue
CyMMapHOro yriepoga u azora Oonee 86 ppm. [Ipu cymMmapHOM coJepxaHuU
yriaepojga u a3zota meHee 80 ppm B cisOe HaOMIOmATM OTCYTCTBUE TIIOMIATKA
TEKYy4eCTH B JIMCTOBOM cTamu. Takum oOpa3oM, YCTaHOBJIEHO, 4YTO MJiA
oOecrnieueHnst OTCYTCTBUS IUIOMIAJIKK TEKy4ecTH B xoJogHokaTaHoM jucre [F-BH
CTalX HEOOXOJUMO BBITMOJIHEHUE YETHIPEX YCIOBUU MO COAEP)KAHUIO yTIepoja U

a30Ta Ha mpobe, 0ToOpaHHOM U3 cisiba:

— cojaepkaHue o01mIero yriepoaa B metauie menee 4042 ppm;
— cojaep:kaHue 0o01Iero a3ota B Merauie meree 40+2 ppm,;
— CyMMapHOE€ COAEepk aHue yriiepoja u azora MeHee 80 ppm;
— cojaepxkanue yriepona 3¢ pexTuBHOro B quamnazone 7-20 ppm.
BbIonHEeHNs yCIIOBUSA 110 CyMMapHOMY COJEPAHUIO YIJIEPOJA U a30Ta HE
6onee 80 ppm ObLIO BBINOIHEHO MeHee ueM s 30% o0pas3ioB, 0TOOpaHHBIX OT

CJIsI00B/pYJIOHOB U3 MPOAHAITU3UPOBAHHBIX MPOMBIILJIEHHBIX JIABOK.

4.1.2. Biausinue Jerupyruux 3J1eMeHTOB

4.1.2.1. Pacuer cucrembl JerupoBanusi IF-BH cramu pas
MOJIYYEeHH S 3aJaHHOT0 COIEPKAHUS PACTBOPEHHOI0 yIJIepoaa

[Ipy mnomomm MOJAENUPOBaHHUS PaBHOBECHOrO (Ha30BOro cocraBa B
nporpamMmMe Thermocalc OputM  nmpoaHanM3MpPOBaHBI  pPaA3IMYHBIE BapUAHTHI
JErupoBaHus cranu. [ pacyeToB MCHOJIB30BAIA yCPEAHEHHBIM XHMHUYECKHUU

COCTaB Mpo0, MpUBEACHHBIN B TabuIe 14.

Pesynbpratel MopenupoBanus B nporpamme Thermocalc paBHOBecHOTrO
(a30BOro cocraBa CTajau NpUBEAEHBI B Tabauue 15.
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Tabnuma 15. PaBHoBecHbIN (pazoBblii cocTaB ctanu ¢ BH-adpdexTom npu
mukposerupoBanuu Tiu Nb.

Dasa Kog- Xumuueckuii coctaB (asbl, MaccoBast 105 %

BO, I. Fe C N Mn Al Ti Nb S
BCC 55,75 | 0,9948 - - 0,0047 | 0,00047 | - - -
TiCN | 0,0120 | - 0,068 | 0,149 | - - 0,782 | - -
NbC 0,0108 | - 0,108 | - - - 0,011 | 0,880 | -
MnS 0,0106 | - - - 0,631 - - - 0,369
M23C6 | 0,0098 | 0,00008 | 0,054 | - 0,946 | - - - -
AIN 0,0021 | - - 0,342 | - 0,658 - - -

Kaxk cnenyer u3 tabmuuet 15, BBoa Ti u Nb no3BosisieT cBs3aTh BECh a30T B
KapOOHUTPU/IBI TUTAHA U HUTPUABI almtoMuHUs. [Toka3aHo oTcyTCTBHE CBOOOIHOTO
yriepojia B coctaBe peppurta. Hammmune kapoumnoi da3sl My3Ce ¢ TeMIepatypoit
obpazoBanusi 150 °C, roBOpUT O TOM, YTO HWKE JAHHOW TeMIIepaTyphl yriepos
HAaxXOJUTCS B CBSI3AHHOM BHJIC, a BBHIIIE JaHHOW TEMIIEPATyphl COCTUHEHUE
JTUCCOLUUPYET, TOATOMY cojiepkanuiics B M23Cg yriaepo, MOKHO paccCMaTpUBATh
Kak yraepoJ] 3(¢(EeKTUBHBIN PacTBOPEHHBIN B (eppuTe MpH TEeMIEpaType BhIIIE

150 °C.

[ToydeHHOE pacyeTHOE KONMMYecTBO yriiepoga B (aze MaCe B cramm
coctaBuiio 10 ppm. PacuérHoe 3nauenne Copd mno dopmyne (1) mpu >TOM
coctaBisger 19 ppm, uro oGecneunuBaeT TpeOyembiii BH-addext O0e3 Hamuuus
CTapeHus NpuU KOMHATHOM TemrepaType. bbum paccMOTpeHbI Opyrue CHUCTEMbI
MUKPOJIETHPOBaHMs, obecrneunBarome monydeHue 10 ppm yriepoga B ¢ase

M23C6.

[TockonbKy THUTaH MOKET OJHOBPEMEHHO CBS3bIBATh M A30T M YIJIEPOJ]
BO3MOYKHO PacCMOTPETh BapHAHT MUKPOJIETUPOBAHUS TOJILKO TUTaHOM. B Tabmuie
16 npuBenéH paBHOBeCcHBbIM (pa3oBblii cocTtaB cTtanu ¢ BH-adpdextom npu

JICTUPOBAHHUHA TOJIBKO TUTAHOM.
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TabOmura 16.
MHKPOJICTUPOBAHUH TOJIBKO THTAHOM.

PaBHoBecHbIN (pazoBblii cocTaB ctanu ¢ BH-adpdexTom npu

Dasa Kom- Xumudeckuii coctas (hasbl, MaccoBast 1075 Yo

BO, I'. Fe C N Mn Al Ti Nb S
BCC 55,74 10,9952 | - - 0,0044 | 0,00047 | - - -
TiCN | 0,0120 | - 0,069 | 0,148 | - - 0,783 | - -
MnS 0,0106 | - - - 0,631 - - - 0,369
M23C6 | 0,0310 | 0,00008 | 0,054 | - 0,946 | - - - -
AIN 0,0021 | - - 0,342 | - 0,658 - - -

Kak cnemyer w3 Ttabmuubl 16, OTKa3z OT JETHPOBAHUS HHUOOHWEM, TIpH
HeusMeHHOM cozepxkanuu  tutaHa (0,0179%), nOpuBOAUT K  YBEJIMYECHUIO
KoJinyecTBa cBoOoHOTO yriepoaa B (aze M23C6. Ha pucynke 47 (a) npuBeaeHa

3aBUCHUMOCTH COJIepKaHusl MaccoBOM oy a3l M»3Cs OT coziepkaHust TUTAHA.

MonenupoBaHue TakXKe TOKa3bIBACT CIOCOOHOCTH ATIOMHUHHSI CBS3BIBAThH
a30T B HUTPHUIBI, MOITOMY BO3MOXKHO JICTUPOBAaHUE TOJBKO ATIOMHUHHEM U
HUOOMeM — 0e3 TutaHa. B tabnuie 17 npuBenéH paBHOBECHBIN (ha30BBIM COCTaB

ctanu ¢ BH-a3¢pexrom npu nerupoBaHU TOIHKO HIOOHUEM.

Ta6muma 17. PaBHoBecHbI (pazoBblii cocTaB ctanu ¢ BH-a3pdexTom npu
MUKPOJICTHPOBAHUH TOJHKO HHOOUEM.

Dasa Koi- Xumuueckuii coctaB (asbl, MaccoBast 105 %

BO, I'. Fe C N Mn Al Ti Nb
BCC 55,74 | 0,9951 - - 0,0045 | 0,00041 | - - -
NbC 0,0106 | - 0,107 | - - - - 0,893 | -
MnS 0,0106 | - - - 0,631 - - - 0,369
M23C6 | 0,0255 | 0,00008 | 0,054 | - 0,946 | - - - -
AIN 0,0073 | - - 0,342 | - 0,658 - -

Kak crnegyer m3 tabmunel 17, oTka3 OT JETUPOBAHUSA TUTAHOM, NIpU
Hen3MeHHOM coaepkannu  HuoOus (0,0172%), npuBOOAUT K  YBEIWYEHUIO
KOJIMYECTBA CBOOOJHOTO yriiepoaa B (pasze M»3Cq, a BECh a30T IpU ITOM CBSI3aH B
HUTpU amomuHus. Ha pucynke 46 (6) npuBeneHa maccoas 10st ¢asbl M»3Ce 0T

coJiepKaHusi HUOOHUS.
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Pucynox 46.3aBucumocts MaccoBoi goau ¢dazel M23C6 (a) ot comepxanus
tuTaHa u (0) oT copepKaHus HUOOHS.

Kak BuaHo u3 pucynka 46 (a) mist nonydenust 10 ppm cBoOoaHOrO yriepojaa
(maccoBas mons ¢assl M23C6 = 1,75-10%) HeoOX0AUMO JIErMPOBaHME TUTAHOM B
kommaectBe 0,030%. Ilpu Takoit cxeme THTaH CBSDKET BECh a30T M OOECTICUUT

HeoOxoaumoe st BH-addekra cogepkanue cBoOOOAHOTO yriepoa.

Kak BuaHo u3 pucynka 46 (0) mns momyudenuss 10 ppm cBOOOIHOTO
yraepona (maccosas fonst ¢Gassl MxCs = 1,75-10%) HeoOX0muMO JIErMpOBaHHE
Huobuem B konmyectBe npumepHo 0,037%. [lpu Takoil cxeMe antOMUHUNA CBSKET
BECh a30T, a HUOOWI obecreunt HeobOxoaumoe ansi BH-addekra comepxanue

CBOOOHOTO yriepoa.

4.1.2.2. llpeasiaraemasi cucreMa JIeripoBaHUA

JlerupoBanue IF u IF-BH craneit TuTaHoM U HUOOUEM sIBIsieTCS HanOoJiee
PEANOYTUTENBHBIM BAPUAHTOM I10 CPABHEHUIO C JIESTUPOBAHUEM TOJIBKO TUTAHOM
WIN TOJIbKO HuoOWeM. M30BITOK colep:kaHusl TUTaHa B CTAJIM MOXET MPUBECTH K
oOpa3oBanuio Takoro aedekra kak mojochl Jltogepca-UepHoBa - ciensl B BHUIIE
TOHKUX TEMHBIX JIUHUH, MOSBIAIONIMECS HA TOJUPOBAHHOW WM NUTH(POBAHHOU
MOBEPXHOCTU CTajJbHOro oOpaslia mnpu JOCTHKEHUM TIpejesia TEeKy4yecTH B

mpoliecce XOJOAHOM TutacThueckoi nedopmanuu. [lpu serupoBaHuuM cTaiu
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TUTAHOM HE€ JIOJDKHO OCTaBaThCsl M30bITKA TUTaHA B TBEPAOM pacTBope. Turan
HEO0OXOJMM B JIaHHOW CTaJM JIJIsl TIOJIHOTO CBSI3bIBAHUS a30Ta, U ynpasieHue BH-
3¢h(}HEKTOM TOHKHO MPOUCXOANTH TOJIBKO 32 CUYET CBOOOJHOTO YIJIEpO/a B CTAIIH.
Jnst monmHoOM cTabunu3anuu a30Ta TUTAHOM HEOOXOJUMO BBECTH B CTallb

cieayrolee KoauuecTBo Ti:
[Ti] = 3,42[N] (8)
Jlanee mocne pacuera HeoOxomumoro coxaepkanus Ti BBoasaT Nb 1o

pacuery, npeoOpaszoBaB ¢opmyny (1) Takum 00pa3oM, 4YTOOBI MOXKHO OBLIO

[IOCUUTaTh cojiepkaHre HeoOxoaumMoro Nb B 3aBUcHMOCTH OT TpeOyeMoro Copg:

(C.p0p) 9)
[Nb] = <(C06W) - W%) x 7,75

rne (C,pp) — 3ajaBaeMblil IapaMeTp HEOOXOJMMOro B CTajlM yriepoja

3 PEeKTUBHOTO.

IIpn nevicTByromen TtexHosoruu mnpousBoactBa IF-BH cramu cpennee
COZEpKAaHHUE COCTABIAET: yriaepoaa 45+6 ppm u azora 48+6 ppm, CIeI0BATENBHO,
s poctwkeHuss BH-addekra tpedyercs 160-180 ppm Ti u 170-190 ppm Nb u3
pacuera Cad¢d paBroro 20 ppm. CHU3HB cozepkaHUE yriepoja U a30Ta B CTaIH
JI0 PEKOMEHyeMbIX 3HaueHu 42+2 ppm s noaydenus Cadd pasHoro 20 ppm
JUIsL MUKpoJierupoBaHus Oyner Heooxoaumo yxke menee 140 ppm Ti u okozno 155
ppm Nb. IIpu noctwkenun 3Ha4eHUI yriieposa U azota meHee 30 ppm Kaxoro,
KaK B 3apyOexHbIX aHanorax (tadmuua 1), ang nomydenus Cadgpd paBaoro 20 ppm

J1s MUKpoJierupoBanust Heooxoaumo menee 100 ppm Ti u menee 80 ppm Nb.

4.2. AHaJIu3 BJUSIHUS pa3Mepa 3epHA HA HAJM4YHE IJIOIIAAKH
TEeKy4eCTH

B pabore wuccinemoBanmu 3 Tuma oOpas3lOB METAIONPOKATa C IEIbIO
ompejeNieHus] BIUSHUS pa3Mepa 3epHa Ha CBOMCTBAa: 00pasibl € TIOMIAJAKON
TekydecTu (Opak); oOpasipl ¢ OTCYTCTBUEM ILIONIAIKH TEKYyUYeCTH U OTCYTCTBUEM

BH »>ddexra (Opak); obpasupl ¢ Hammuumem BH »ddexra u orcyrcTBHEeM
108



IUIOIIAJKU TeKydecTu. Beero Obuio nmpoaHanu3upoBaHo 1mo 2 o0pasna B 7 mapTusx
pyioHoB xonogHokartaHou [F-BH cramu u3 HMX B deThIpex MapTUAX HAOIIOAaIH
IUIOAJKY TEKy4YECTH, Ha OJHOM NMAapTUH OTCYTCTBOBAJIA IUIOMIAJKA TEKYUYECTH U
BH-a¢pdexr u nHa nByx mnaptusx HaOmonancs BH-adbdext m orcyrcrBoBana

TJIOIIA/IKA TEKYUECTH.

N300paxeHnsi MUKpPOCTPYKTYpBl Il TpEX TUIMYHBIX OOpas3loOB IpU
yBemueHuu x200 npuBeneHsl Ha pucyHke 47 MoXHO BUAETH, YTO BCe 00pa3Ibl

UMEIOT PEKPUCTAUIM30BAHHYIO CTPYKTYpPY C MPEUMYIIECTBEHHO PaBHOOCHBIMU

3epHaAMHU.

Pucynox 47. MukpocTtpykTypa oopasios mpu x200: (a) - obpazer ¢ miomaakon
TEKy4ecTH, (0) - 00pa3er] ¢ OTCyTCTBUEM IUIOMIAJAKN TEKYYECTH U OTCYTCTBHEM
BH s>ddexra, (B) — oOpazen ¢ Hanmurem BH addexra u orcyTcTBHEM
TUTONIA/IKA TeKYYECTH.

Jlia omnpeneneHus pazMepa 3epHa Ipu nomouin nporpammbl «Thixomety
ObUIM CHATHI MAaHOpPaMHbIE CHUMKU Bcex oOpas3ioB mpu x200 Ha BCIO TOJIIMHY
JUCTA TONEpPEK HANpPAaBJICHUS MPOKATKH, U HA HUX METOJOM CEKYyLIUX ObLIM
orpeseneHbl cpeaHuil pasmep 3epHa u ero 6amt no ASTM E112. Ha pucynke 48
IPUBENICH IPUMEP OIPENEIEHMs CPEAHETO pa3Mepa 3epHa METOAOM cekymux. Ha
U300paK€HHE NaHOPaMHOIO CHHMMKA HAKJIAAbIBACTCA H300paKEHUE Tpex
KOHLIEHTPUYECKUX OKPYKHOCTEH, B PYYHOM PEKHUME OTMEYAIOTCS TOYKHU
IEPECEUEHHs] KOHLEHTPUYECKUX OKPYKHOCTEM M TpaHMll 3epeH. B kaxaom

obpa3iie 0110 u3MepeHo oosee 200 3epeH.
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Pucynoxk 48.

Tabmuua 18 mokas3piBaeT pe3yibTaThl U3MEPEHUsST pa3Mepa 3€peH METOJIOM
CEKYIIIHX.
Tabnuma 18. Pasmep 3epeH, conepkaHue yriepoja u a3oTa, yriiepoja

3¢ (EeKTUBHOTO, HATMYKME/OTCYTCTBUE TUTOMIaIKU TekydecTd 1 BH addekra B
o0pasirax XoJ0IHOKATaHOT'O OIIMHKOBaHHOTO MeTayuionpokara [F-BH cramm.

N H
Cpesmii | Ban [C] [N] Ca¢d, | Hammune/orcy
O6p | KomuuecTBo m | TcTBHE
auaMmerp | (Homep) pp
aze | U3MEPEHHBIX TUTOTIAIKHT
10 3epeH, LT 3epHa, sepua G o TEKYYECTH U
T ASTMEI112
MM BH >¢dexra
315 8,7+0,4 10,42 0,0050 £ | 0,0061 = | 35,9 | momanaka
a 0,0004 | 0,0004 TeKyuecTH
241 12,9+0,4 9,27 0,0044 =+ | 0,0036 £ | -3,0 Hert nnomanku
6 0,0003 0,0001 TEKYUYEeCTH, HET
BH sddexra
294 9,9+0,5 10,02 0,0050 £ | 0,0046+ | 15,4 | ects BH, Her
B 0,0002 0,0001 IUTOLIAIKHU
TEKy4ECTH

Cpennuil nuametp 3epHa B 7 naptusix coctapiset 8,2-9,9 mxm (G10 — 11 no
ASTM E112), 3a uckiiroueHueM o0pasioB ¢ OTCYTCTBUEM ILIOMIAJAKH TEKYYECTH U
BH->¢d¢dexra, B KOTOpBIX CpeaHUil quameTp 3epHa 00bllie U cocTaBsl 12,8 MKM

(G9 o ASTM E112).
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B nmpeacijiax IapTHHU pasMCp 3C€pHA pas3imvdacTCsa HC3HAYUTCIbHO, YTO

CBUACTCIILCTBYCT O CTaOMIBHOCTH TEXHOJIOTHYECKOTO mpouccca IMpoKaTKH.

Kak BumHo w3 pesynpraTtoB (Tabmuma 18) OTCYyTCTByeT B3aUMOCBS3b
HAJIMYUS/OTCYTCTBUS TUIOIIAIKA TEKy4eCTH M pa3Mepa 3epHa IJs crajeil ¢
HamnaneMm BH-addexra, a 11t o0pas3iioB ¢ OTCYTCTBUEM IIOMAKA TEKYy4YeCTH U

orcytctBueM BH a¢ddexra pasmep 3epHa Gosibliie, 4eM B IpYTrUX MapTUSX.

4.3 IlpenyioxkeHUs1 MO ONTHMHU3ANMUN TEXHOJOTMH BBIILIABKH,
BHeENE4YHOl 00pad0TKM M JIETMPOBAHMSA NPH MPOU3BOJCTBE CTajiei
kiaacca IF u IF-BH

[To pesynpraram aHanM3a 3apoXACHUS, TpaHchopMauu W yJaJeHHS
HEMETAJUTMYECKUX BKIIIOUEHUH I MpeAnpusTuil 1 u 2, onucaHHBIX B I1aBe 3 U
MCCIIEIOBAHMSI U OTIpeNIeIeHUsl KII0UeBbIX apameTpoB noctmxenns BH-addexra
Ha TPEINpUITUH 2, I NpeAnpusaTus | ¢ Uedblo MONyYeHUs CTalH C 3aJaHHBIM
XUMHYECKHM COCTAaBOM IO YIJIEpOAy W a30Ty, AOCTHKEHus 3amganHoro BH-
dpdeKTa, CHUKEHHUS BPEIHOrO BIHMSHHUS HEMETAIIMUYECKUX BKJIIOUEHUH THIA
KJIacTephl OblIa MpeioKeHa albTepHAaTUBHASI CXeMa BHEMEYHON 00paboTKU cTanu
UCKITIoUaronias o0paboTKy CTajli Ha arperare-KOBII IeYb, a TaKKe MPOHU3BEICHBI
(U3UKO-XMMUYECKUE pAacUeThl KOMIUIEKCHOTO PACKHCICHHMS CTald KaJbIHi

COZIEPKAILINUMHU JINTATyPaMHU.

4.3.1 JleiicTByIOIIasi TEXHOJIOTHS BBILIABKH cTajau kjaacca IF
Ha npeanpusaTuu 1

[IpousBoactBo IF-cTanu B KUCIOPOIHO-KOHBEPTEPHOM LEXE MpeanpusaTus 1
MPOU3BOJIUTCSI COTJIACHO JIEUCTBYIOIIEH TEXHOJIOTMYecKo MHCTpyKiuu [115] mo
BBITIJIABKE, BHENEUYHONW oO0paboTke u pa3nuBke IF crameit e yTBepiKaeHa
ciaeAyromas — IOCJIENOBATENbHOCTh  arperaTtoB:  KHUCJIOPOAHBIM  KOHBEPTED,
BHeTeuHass 00paboTka Ha yctaHoBKe BakyymupoBanus ctamu (YBC), ycrtaHoBke

neub-koBIl (YIIK) u paznuska na MHJI3 (pucynox 49 a):
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1) BeimiaBka ctanu npou3BoguTcs B 370 TOHHOM KHUCIOPOJIHOM KOHBEPTEPE

2) Bakyymnas o0paboTka MeTajja NPOU3BOJUTCS HA YCTaHOBKE

[IUPKYJSIITIOHHOTO BAKyYMHPOBAHUS CTaU
3) Packucnenue u JerupoBaHUe CTAIM HA YCTAHOBKE KOBII-TTEYb
4) PaznuBka crasim Ha MHJI3

Ha ocHoBanuu ananuza 6osiee yem 100 macrnopToB MpOMBIIIICHHBIX TJIaBOK
00Hapy’KEeHO, YTO B OOJIBIIMHCTBE CIIy4YaeB MOCJIE BHITYCKa MOIYMPOIYKTa KOBIII C
pacriaBoM OTHPABIIAETCS Ha YCTAHOBKY KOBII-NIE€Yb JO 3Tala BaKyyMHUpPOBAHMS

(pucyHoxk 49 06).

6)

Pucynoxk 49.I1ocienoBaTenbHOCTh arperaToB MPH BBITIJIABKH, BHETIEYHOMN
00pabOTKH CTAJIN U pa3iuBKH [F B KMCIOPOAHO-KOHBEPTEPHOM IIEXE
npeanpuarus 1, rae (a) - KUCIOPOAHBIN-KOHBEPTEP, YCTAHOBKA
BaKyyMHUPOBAHUS CTaJIM, YCTAHOBKA KOBIII-T1€Yb, PA3IUBKA, (0) - KHCIOPO HBIN-
KOHBEPTEP, YCTAHOBKA KOBII-N€4b, YCTAHOBKA BAKYyMUPOBaHHUSI CTAJIH,
YCTaHOBKA KOBII-NI€Yb, PA3JIMBKA.
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TpeGoBaHus K LIMXTOBBIM MaTepUaiamM

[lepen 3aymBKOW YyryHa B KOHBEPTEP NPOBOIST €r0 JeCyIb(yparuro
IPAHYJIMPOBAHHBIM MArHUEM C LEJIbI0 TOJYYEHHsS MAacCOBOM JOJU CEPbl HE
npesbimatoniet 50 ppm. Ilepen 3amuBkoit 00paboTaHHOTO YyryHa B KOHBEPTED,
MPOM3BOAUTCS YyJIAJICHWE IIUIAKAa W3 3aJMBOYHOTO KoBma. B kauectse
METaJUIMYECKOro JIoMa MCHOJIb3yeTcsd JUCTOBass oOpe3b M3 II€XOB XOJIOAHOU

POKATKHU.

BbinjiaBka cTajiu B KHCJIOPOAHOM KOHBepTepe
TemmnepaTypa BbilTycKa A0KHA OBITH B Anarna3zone ot 1690 go 1720°C.

CBexxeo00XOKEeHHAs H3BECTh  HUCIOJB3YETCS Kak I[IIaKoOOpa3yromui
MaTepuall B IPOMOPLHUK 00eCIieurBaroileid OCHOBHOCTD Ijlaka He MeHee 3,2. [l
yIydnieHns: paQUHUPOBAHUS METaUIa IPUMEHSIETCS MTPOMEKYTOUHOE CKaYNBaHUE
nuiaka o uzpacxogosanuto ot 6000 mo 8000 M3 kuciopoja. [IponyBka meraia
3aKaHYMBACTCA TpU  OMyHieHHOW "foOke" ¢ MaKCHMaJIbHO BO3MOXKHOU

HHTCHCHUBHOCTBIO IIOJa4Y1 KUCJIOpOoda.

ConeprxaHue yriieposia B NOJYIPOAYKTE HE MOJDKHO npesbimate 600 ppm,
cepel u ¢ochopa - He Oomee uem 20 ppm. Bo Bpems Bblllycka MeTasuia
MaKCHMaJbHO OTPaHUYMBAETCS MOMAJaHUE B KOBLI KOHBEpTepHOro nuiaka. Ilox

BBIITYCK MCIIOJIB3YIOTCSI KOBIIIU ¢ HAarpeToi ¢yTepoBKOM.
TommmHa 1utaka B KoBine coctasiasgeT 100 mm

I[J'ISI CHMOKCHHA HACBIMICHUA MCTAaJlZIa a30TOM IIPUCAXKUBACTCA HM3BCCTH B

KoJimuecTBe oT 1 10 1,5 T 1ByMsi MOPUUSAMH.

BakyymHas o0padoTka crajamn

Temneparypa Meramia mepen BakyyMHOM 0OpabOTKON JTOKHA COCTABIISATH
ot 1600 o 1650°C. BakyymupoBaHH€E IPOBOJAUTCS B T€UeHHUE HE MeHee 10 MUHYT

Opy  JOCTHKEHUU JaBJieHUs pa3pexxeHuss B BakyyMm-kamepe no 0,13 klla.
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BakyymHoe 00e3yriepoxuBaHue MeTaliia MPOU3BOJUTCS A0 CHUKEHUS 3HAYCHUU
B otxonamux razax CO npo nyns u CO, menee 2%. Kucnoponnas ton ¢gpypma
UCIIOJIB3YETCS TOJBKO B CIIy4asX COJIEpIKaHUs yIiiepoja nepesi BaKyyMUpOBaHUEM
He MeHee 500 ppm npu JOCTHKEHUU 3HAYEHMSI JIaBJICHUS Pa3pSKEHUS B BaKyyM-

kamepe ot 10 no 13 klI1a.

O0paboTka cTajm Ha arperare KOBUI-NeYb

[InaBka nepeBOAUTCS Ha APYTYI0 MApKy CTaJIH, €CIU COAEPKaHHE a30Ta IO

IPUXOJly Ha KOBII eUb cocTaBiseT 6oiee 50 ppm.

Crann PACKUCIIACTCS AJIIOMHUHHUECM, II0CJIC qCro IMPOU3BOJUTCAH
MUKPOJICTUPOBAHHUEC CTaIu HHoOMeM M THTaHOM. MaccoBas JO0JId aJIllOMHMHHA B

MeTtaie He MeHee 0,040%.

BBox TuTaHcomepkamuMx MaTEpUATIOB MPOU3BOAUTCS MOCJIE OKOHYAHMS
MOCJEeAHEro aJieKkTpoHarpeBa. llocie BBOJAa MUKPOJETHUPYIOIIUX TMPOBOJUTCA
pojyBKa Metayia apronoM. Ecnu pacxon amomuHus coctapisieT 6osee 1200 kr

Ha MJIaBKY, TO IPOBOJST OILIEHKY MaKpOCTPYKTYpPHI CIsI00B.

PaziuBka craau

PaznuBka ctamm  mOpOM3BOAMTCA € TEMIEPATypod  MeTaula B
NpoMeXyTouHOM KoBIie OT 1545 no 1565°C. Ilpu pasznuBke Meramna B
KPUCTAJUIM3aTOPE UCTIOIB3YETCS MAJIOYTIEPOAUCTYIO IIJIAKOOOPA3YIOUIYI0 CMECH C

MacCoOBOM J1os1el yriepoaa He 6omee 3%.

XUMHUYECKUIN COCTaB CTalld B IIpo0ax, OTOOPAHHBIX U3 KPUCTAJUIM3ATOpa, B
COOTBETCTBMM C JCHUCTBYIOIIEHM TEXHOJOTHUYECKOW HWHCTPYKLIMEHW JIOJDKEH

COOTBETCTBOBATh yKa3aHHOMY B Tabuuue 19.
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Tabmmma 19. TpeOyembIii XUMUYECKHUI COCTaB CTAIM B IPOOE MEeTaIlIa U3
KpUCTAJUIN3aTOPa B COOTBETCTBUU C IEUCTBYIOIIEH HA NPEANPUATHH |
TE€XHOJIOTHYECKON MHCTPYKLMEN (MaccoBas 103s), Y.

C‘SiMﬂ S P [ C | Ni | Cu N‘Al

Ti Nb

Mapka
He GoJlee HIH B JHATIA30HE

010 0030. | (2AXS+3.43xN) - 7.75%C -
006/TF 0.007 | 002 | 0010|0012 |003 |003 |005 |0007 |
0.18 0060 | (7 4xS+3 43%N)+0,03 7,75%CH.02

0,002- 0.10- 0,003- | 0,030-
0,006 0.20 0,006 | 0.060

0.006

1.0.0.011 mpr € 0.002: 0,015-
0,025 mpu C 0.003: 0,020-0.030)
IF-BH 0,02 0,012 0,020 003 | 003 |005 3.43xN-0.01 —3.43xN 1pa C 0,004: 0,025-0.035 ipr
€ 0.005: 0.030-0.040 mpu C

Cpennuid XMMAYECKUM COCTAB CTaJM HA ATAaIl€ Pa3JIMBKHU MOJYYECHHBIN MPHU
obpabotke 6onee 100 macoproB mnaBok IF cranu npencrasnen B Tabiuiie 20.

Ta6numa 20. Cpennuii XUMUYECKUI COCTaB CTAJIM Ha ATaIe pa3jiuBKU Ha
npeanpuatu 1 (ppm).
C Si Mn S Al Ti Nb N

42+9 60+22 | 1180 +400 80+ 15 528+56 495+67 425452 47+6

4.3.2. QO0e3yriepo:xxuBaHue CTAJIM HA NUPKYJIANNOHHOM
BaKyyMmartope

KiroueBoll TEXHOJIOTMYECKOW omepanuerd [ JOCTHMIKEHHsS HU3KOIO
CoJlep)KaHusl yriepoga sBiseTcss o0paboTka CTaJd Ha BakyymaTope. AHaiu3
MachopTOB IUIABOK Il mpeanpusatuss 1 mokaszan, uro Ha MHJI3 mpoucxomut
YBEIIMUECHHUE COJEpXKaHUsA yIVIEpoJa B MeTaule B cCpeaHeM Ha 15 ppm.
CoOTBETCTBEHHO, AJIs1 OOECIEUEHUs COAEPHKAHUS yIIepoaa B TOTOBOM MPOIyKLIUU
MeHee 25 ppm, HE0OXOAUMO MOJIy4aTh METAJUT TIOCIE ONepallii BaKyyMHUPOBAHUS
MeHee 15 ppm. [laHHOEe conepkaHMe yriepoja B MeETajule IOCJIE OIlepaluuu

BaKyyMUPOBAHUS HEOOXOAMMO JJIsl KOMIIEHCAITMU TIpUpocTa yriepoaa va MHJI3.

Ha mupkynsiuoHHOe BaKyyMHUPOBAHHE CTallb MPUXOIUT C COAEpKaHUEM
yriepoga B juanazoHe ot 0,03 mo 0,06% C. [Ins CHUXKEHHMS KOJWYECTBA
BBOJIMMOTO packuciutens (Al) onTumanbHash KOHIIGHTpallds Yrjaepoaa Tepen

00paboTkoitf Ha Bakyymarope siisietcs 0,06%..
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a) Conepxanue yriaepozaa 0,03%

([Cl, — [Cl) (13)
Amg = 100% * G = 216,5kr
Amyg) = M[i]] - Mjo] = 288,6 kr

KonmuuectBo kwuciopoma, HeoOXoauMoe i yJIalieHWs yriepoia Ha

HUPKYJSIMOHHOM Bakyymarope ¢ 300 no 15 ppm, coctaBaser 380 ppm.

Ha ocHoBe JaHHBIX M3 IIPpOAaHAIM3UPOBAHHBLIX II4ACIIOPTOB IINIABOK O
S3HAUCHHUAX OKHCJICHHOCTU CTaJIM Ha BBIIIYCKEC HN3 KHCJIOPOJIHOI'O KOHBCPTCpaA

IMOCTPOCHA 3aBUCUMOCTb OKHCJICHHOCTHU OT COACPIKAHUA VYIJICPOJa B CTaIH

(pucynok 50).

_ 1050 -

z 1000 -

£ 950 - o

2 900 - 0’

6 g 850 - ~

2 2 800 - .

F 750 -

5 700 - y =-3786,x + 1112

s 650 -

O 600 . .

-0.02 0.03 0.08
CopepxaHue yrnepopaa, C%

Pucynoxk 50.3aBUCHMOCTb OKHCIEHHOCTH CTAJIA OT COAEPKAHUS YIIIEpOIa
MMOCTPOCHHAs M0 JAHHBIM MACIOPTOB IJIaBOK.

XuMHuecKas peaKknus O6€3yrﬂepO}KHBaHH}I paciiyiaBa IIPCACTABJICHA

CJIeIYIOIIUM YPABHEHUEM:

[CIH[O]={CO} (10)
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Koncranra PaBHOBCCHUA PCAKIINH:

Pco (11)
fclClfolO]

Kco =

YpaBHEHHUE TEMIIEPATYPHON 3aBUCUMOCTH KOHCTAHThI PABHOBECHS PEAKLINM:

Pco 1168 207 (12)

18Keo = I8 7 el o0 = T

Koad¢uimenTsl akTUBHOCTH pacCUUTAHbI I YCPEIHEHHOTO COCTaBa CTaJIU

napaMeTphbl B3aUMOJICHCTBUS B3SThI U3 TaOIUIIbI 21.

J

Ta6numa 21. [TapameTpbI B3aMMOICHCTBHUS MIEPBOTO MOPS/IKA €; B XKEIE3C
npu 1873 K [116].
C Mn Si Al S P Cr Ca Ba 0]
C 0,243 | - 0,08 0,043 |0,044 |0,051 |-0,024 |-0,097 | H.1 -0,32
0,0084
Mn - 0 - -0,031 | -0,048 | -0,06 |0 0,0004 | .1 -
0,0538 0,0327 0,083
Si 0,18 - 0,103 | 0,058 | 0,066 | 0,09 - -0,066 | .1 -
0,0146 0,0003 0,119
Al 0,091 |-0,013 | 0,056 |0,043 |0,035 [0,033 |0 -0,047 | . -1,98
Cr -0,12 |0 - 0 -0,02 | -0,053 | - 0 H.J -0,14
0,0043 0,0003
Ca -0,34 | 0,0015 | -0,096 |-0,072 |-0,283 |-0,215 |0 -0,002 | . -580
Ba H.I H.I H.I H.I H.I H.I H.I H.I H.I -445
O -0,421 | -0,021 | 0,066 |-1,17 |-0,133 | 0,07 -0,04 | -515 -52 -0,17

PaBHOBecHOe coaepxkanue kuciaopona pasHo 0,0009% (9 ppm) s
YCPEIHEHHOTO COCTaBa CTajau Ha ocHoBe Oozee yem 100 mpoaHamu3upOBaHHBIX

IMacCriopToB IJIABOK.

W3  mnpoaHanu3MpOBaHHBIX  MacmopToB  oOpabOTKM  cTanu  Ha

UPKYJSIIUOHHOM BaKyyMaTope BHJIHO, YTO CpefHee Bpemsi 00paboTKH TMoj
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BakyyMoM cocTaBiisieT oT 30 10 35 MHMH M HUKaK HE CBS3aHO C COJAEp>KaHUEM
yriepojia B MeTajie nepes; oOpabOTKOM, U HET 3aBUCUMOCTH OT MOJy4aeMOro

KOHEUHOT'O COJIepKaHus B KOHIIE 00pabOTKHU.

4.3.3. PacyeT KOMILUIEKCHOI0 pacKucCJaeHus cTaau Kiaacca IF

Peakmuio packuclieHHs CTald MOXKHO TMPEACTaBUTH B CIEAYIOIMIEM OOIIeM
BUJIE:

x/R] + y[O] < RxOy (15)

[IpuMeHeHrne KOMIUIEKCHBIX  PACKHUCIUTENEH TO3BOJISIET OOECIEUHTh
OTNITUMAJTHHBIA COCTAaB HEMETAJUTMUECKUX BKIFOYSHUHN TIPH TOCTIKCHUH TpeOyemMoi

HU3KOW KOHIICHTpAIlMK KUCIopOoa.

JIns pacTBOpOB KHUCIOpOAa B kuakoM kenese npu 1873 K Ke3= -0,17, n

pacTBOPUMOCTh  KHCJIOpPOJA COOTBETCTBEHHO coctaBisier 0,238%  macc.
[TapameTpbl B3aMMOAEUCTBUSI MEPBOrO MOPSAKA B KejIe€3e MPUBEICHBI B TaOIUIIE

21.

B CIydac IIPpHUCYTCTBHUA B pacCilliaBC MCETaJIa HCECKOJIbKHUX 3J3JICMCHTOB
paCKHCHHTGHCﬁ A1 KaXXKJA0T0 MOXKHO 3alucCaTb pCeaKIuu BSaHMOHCﬁCTBH}I C

kucaopozom [119]:
n[R'] + m-[O]= R'nOm (16)
k'[R"] + p-[O]= R"kOp (17)
AKTHUBHOCTH TIPOJYKTOB PEAKIMH KOMIUIEKCHOIO PpACKHUCIECHUS OyayT
MEHBbIIIE €AUHULIBI U MPU OJTHOM M TOM K€ COACPKAHUU BJIEMEHTA PACKUCIUTEIS

MOKET OBITh AOCTUTIHYTAa MCHbIIAA KOHLCHTpALIMIO KHCIOPOJAa B pacCiljiaBC, 4CM

IIpH OTACJIBHOM BBCIACHHNU KAXKAO0I'0 PACKHUCINUTCIIA B MCTAJLIL.
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KoHcTaHThI paBHOBCCHUA IS PCAKOUHU BBIPpAKAIOTCA YCPE3

YpaBHCHUS:
K Tmo, _ “r0,
Y oapeay fo[RT-S-[O]"
K. — aR,:Op _ aR;OF
Y apeah o[RS [O)
rR" %o R" o
Apo Yo
rac: nOm o TRr - AKTUBHOCTH IMPOAYKTOB pCaKI,;

cleayronme

(18)

(19)

[R], [R"], [O] - MaccoBble CcOAEpKAHUS DIEMEHTOB PACKUCIUTEIEH H

KHCJI0pO/Jda, COOTBCTCTBCHHO,

fry fr ,fo- KOO OUITMEHTHI aKTUBHOCTH 110 ['€HpH 3JIEMEHTOB PaCKUCIUTEIICH

" Kucjiopoaa, COOTBETCTBCHHO,

n,m,k,p - crexuoMmerpudeckue K03 OUIMEHTHI.

IIpy COBMECTHOM pacKHMCIEHHWH paciuiaBa JIByMs siemeHTtamu R’ um R”

MPEUMYIIECTBEHHOE y4YacTHe B peakluu MpuHUMaeT Ooisiee cuiibHbIN R’ , oHako

€CJI B IIPOLIECCE MOTYYaOTCs CI0XKHbIE OKCUIHbIE coenuHenus xR, 0, yR",0,, TO

3TO CMOCOOCTBYET YHYACTHIO B peakiuu Oosee ciadoro packuciautens R". Peakiuto

00pa30BaHMs CII0)KHOTO OKCUAHOrO coenuHenus xR0, yR", O, MOXHO 3anucarb

B CJIETYIOIEM BHUJIE:

xR'nOm + yR"mOp =xR'nOm-yR"mOp

(20)

KoncTtanTa paBHOBecHs 1S peakiuu (55) uMeeT Caeayonui BUI;

axR' 0, »yR;OP

:
K e = —On 280
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Eciu oOpasyromuiics kommuiekcHbI okcull xR0, vR",0,, sBuseTcs
€IMHCTBEHHBIM, TO €r0 aKTUBHOCTD AxR%OmyR"mOp IPUHUMAETCS PABHOM €IMHUIIE, U

ypaBHEHUE PUHUMAET BUJI:

a.r,0,yR,0, _ 1 (22)

W3 nposiorapuMupoBaHHBIX YPAaBHEHUHN N1JI1 KOHCTAHT PABHOBECHS MOYHO
ONPENCIIUTh 3aBUCUMOCTh aKTMBHOCTU KHCIOPOJla B pacijiaBe OT KOHIEHTpaluu

KaXXI0TI0 paCKUCIINTCIIA:

e/ 10D =+ (Iga, , ~leKy ~n-le(fy [R) )

le(fy 10D = (g, ~lgKy ~n-le(fy (R (23)

B ciIy4dac COBMCCTHOI'O KOMIIJIICKCHOI'O PAaCKUCIICHUSA obonuMH

PACKUCIIUTCIIAIMHA aKTUBHOCTH KHUCJIOPOAA:

I o ) 25
Sl 1Ky o lay (RD) = (gay, leKe—mlalfp iR )

YpaBHeHnue (25) T1OKa3bIBa€T B3aMMOCBS3b MEXKJY AKTUBHOCTSIMU
packuciuteneil R, R” W akTUBHOCTSIMU OKCHAOB-IPOIYKTOB peakuuu R0, u
R"tO,. CoBMecTHOe peuieHue ypaBHeHUU (25) u (22) mo3BOJIIET YCTAaHOBUTH

3aBUCUMOCTb aKTMBHOCTEW OKCUIOB R',0, n R";O, OT KOHLEHTPAMH JIEMEHTOB

PACKUCIIUTENEH:
m 1 1 1 k 26
18, =2 (g Kyt g IR =l Kol K lg(fe )
Tmeopyt+txmoom by )4 p
mpx " 1 1 k 27
tga,, =2 Lk, + efye TR~ g K~ g Ky~ 1g(f - BT
K-p py+xm p xm p p
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3ameHa aKTUBHOCTEH IPOAYKTOB peakuuu B ypaBHeHMsX (23) u (24) Yepes
BbIpaxkeHUs (26) 1 (27) NO3BOJISIET pacCUUTATh KOHLIEHTPALMIO KUCIOPOIa B CTAIN

PaBHOBCCHYIO C 3JICMCHTAMH PACKHUCIUTCIIMUA:

1 x . (28
10T =g Ky g Ky~ lg(f, (R -2 1g( s, [R) PO
py+xm py+xm py+xm py+xm

KomiuiexkcHoe PACKHUCJICHUEC AJIOMUHUECM U KAJIbIIUEM

I[Ipn BBOJE B KUIAKHUM pPaCIUIaB KAJIbLIHAM HCHAPAECTCS - MHapbl KaJbLus,
NpOXOJsl 4epe3 TOJIy MeTayla, B3aUMOACHCTBYIOT C KHUCJIOPOJAOM U
BOCCTAHABJIMBAIOT TJIMHO3EM, 00pa30BaBIIMICS B METAJlJIe TIPU IIPEABAPUTEILHOM
PACKHUCJIEHUU aJTIOMUHHEM, 00pa3ys KOMIUIEKCHbIe okcuabl Tana xCaO-y AlO;3,
TEeMITepaTypa TUTABJICHHS] KOTOPHIX, B 3aBUCHMOCTH OT COCTaBa MOXKET OBITh HIKE
TeMIIepaTyphl IJIABJICHUSA CTajiu. PaccMOTpuMM JBa ciiy4as: B IIEpBOM Ciydae
MPOJYKTOM COBMECTHOTO PACKUCICHUSI KaJlbIMEM U AIIOMUHHUEM SIBISIETCA
coequnenue CaO-Al,O; (Bapuant 1), Bo BTOpoM - 3CaO-Al20; (BapuaHT 2).
Peakuiun oOpa3oBaHusi W BBIp@XEHUS JUIi KOHCTAHT PaBHOBECHS CIIOKHBIX

AJIIOMHWHATOB KaJIbIWA IIPUBCICHBI HUXKC!

CaO + ALO; = CaO-ALO; , THE K\, o =020 (29)
Acao " A al,0,
G0, 30)
3Ca0 + A1203 - 3Ca0'A1203 s rac K}CaO~A1203 :3(:30—/\1_03
acw .aA1203

Ha ocaoBanun JaHHBIX PpPaCCYUTAHbI 3HAYCHHUA IIPHUBCACHHBIX BbIIIC
KOHCTAHT paBHOBCCHA pCaKLII/Iﬁ 06p8,30BaHI/IH CJIOKHBIX aJJFOMHMHATOB KaJbIUA H3
OKCHJOB IIpHU TCMIICPATYPC 1873 K ngCaO-A1203 = 6,262 nu ng3Ca0~AIZO3: 2,772
Peakius BSaHMOHCﬁCTBHH AIIOMHHHUA € KHUCIOpOAOM, a TaKXC KOHCTaHTa

paBHOBECHUA ATOM pE€aKm MOKECT OBITH 3amucaHa B CJIeayrouemM BUAC:
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2[AU+3[0]=A[203 ,TIe K _ AaLo, L0, (31)

Al,O4 2 3

a,’ -al [, -[AIV - f3-[OT

CornacHO TepMOJAMHAMUYECKUM JIaHHBIM Ji1 CBOOOAHOM sHepruu ['m60ca
paccuuTaHbl CIEAYIONIME 3HAUYCHUS JUIsl KOHCTaHThI paBHOBecHs peakiuu (31) npu

temriepatype 1873 K: 1gK 4203 =14,020.

[Tpu aktuBHOCTAAX coeaunenuil CaO-Al,0z; u 3Ca0-Al,O; paBHBIX €AUHUIIE
u ucnoias3ys ypaBHeHus (31) u (29) mns peakuum ob6pazoBanusi CaO-AlL,O; u
ypaBHeHust (31) m (30) mns peakmuu oOpazoBanus 3CaO-Al,0;, a Tak xe
COOTBETCTBYIOIIME 3HAYEHUS KOHCTAHT peakluii 00pa3oBaHUS  JIaHHBIX
coenuHeHuil, ypaBHeHue (31) nmns pacdera KOHIICHTpAIIMM KHCIOpOAa TIpH

KOMIIJICKCHOM PACKHCJICHNHU aJIIOMHUHHUCM U KaJIbIIUEM MOKHO 3aIIMCaTh B BUJIC:

1 1 1

1 1
18[0]cuouno, = _Zlg K cooaro, _ZngCaO _ZngAlz@ _Zlg(fCa '[Ca])_zlg(f/u (41D - (32)

1 1 1 1 1
1:‘5[0]3010/112032 = —glg K caoano, _EngCaO —glg K 410, _Elg(faz -[Ca]) _glg(fAl -[AI])- (33)

[To monydenHsiM ypaBHeHusiM (32) u (33) paccuuThIBa€M PaBHOBECHYIO
KOHLIEHTPALMIO KHCIOpOJa IpU KOMIUIEKCHOM PpAaCKUCICHHHM aJlOMHUHHEM U
KaJIbIIUEM paciuiaBa coctaBa ctaiu kijacca IF BeimmaBisiemoit Ha npeanpusatuu |
npu 1873 K mnpu yciaoBum o0Opa3oBaHUS CIIOKHBIX aJTIOMHHATOB KaJIbLUs
Ca0-Al;,0; u 3Ca0-Al,0;. Pe3ynbTaThl JaHHBIX PACU€TOB MPUBEICHBI HA PUCYHKE

51.
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< [Cal=0 —— Al05, [Ca]=0
— | - — CaOAl,0y, [Ca]=var
32 107 -
o 3Ca0Al,04, [Ca]=var
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= [Ca]=0,00001
=
I
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o 107
I
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———
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O T
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&} .
g 10 [[Ca]=0,001
Q 107 10 10 10"
[aa]
Dt_ﬁ CopepkaHne anomMmuHUA, % (macc.)

Pucynok 51. 3aBucumocTu pacTBOPUMOCTH KUCJIOPOAA B PacIUIaBe COCTABA CTAIN
IF BeiutaBisiemoit Ha npeanpustuu 1 npu remneparype 1873 K ot
KOHLIEHTPALUU ATFOMUHUS U KAJIBLIHS.

Pe3ynpraTel pacuyeToB KOMIUIEKCHOTO PACKUCIECHUS CTAIA YCPEAHEHHOTO
XUMHUUYECKOTO COCTaBa MPEJICTaBICHHOTO B Tabnuie 20 aTtOMHUHUEM U KajblieM

MPECTABIICHBI HA PUCYHKE 52.
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rd

Pucynok 52. O600111eHHbIE pe3yabTaThl KOMIUIEKCHOTO PACKUCIECHUS CTalU Kiacca
IF nns mpeanpusitus 1.

[Io pe3ynapTaTam MpEACTaBICHHBIM Ha pUCYHKE 52 BHUAHO, YTO
UCIIOJIb30BaHNE KOMIUIEKCHOTO PACKUCIIEHUS AJIIOMUHHUEM M KaJbLIMEM MO3BOJISET
nojsyyaTte Ooyiee HH3KOE PaBHOBECHOE COJEp)KaHUE KHUCIOpOoAa B CTalld U
COOTBETCTBEHHO HamOoOJee IOJHO MPOBOJIUTH PACKHUCIEHUE CTalu. Takxke IO
BBIBOJIaM CJICJIAHHBIM B TJIaBE€ 3 BUJIHO, YTO MCIIOJIb30BAHUE KalbLUs B KAUECTBE
Monudukatopa Ha MNPEANPUATAH 2 TIO3BOJSET TMOIy4aTb MEHEE BpEIHBIC
III00YJIIpHBIE BKJIIOUEHUS OKCHJOB, KOTOPbIE€ MEHBIIE BIMSIOT Ha CHUXKEHUE
TE€XHOJIOTUYHOCTHU IPOIIECCA, YEM HEMETAJUIMYECKUE BKIIFOUYEHUS THUIMA KJIACTEPHI
HabOoaeMble B Mpo0Oax MeTaia OTOOpaHHBIX Ha MPEANPUSTHH 1 U KOTOpbIE ¢
OOJbIIE  BEPOSITHOCTHIO  SIBJISIOTCS  MPUYMHOW TOBBIIIEHHOTO — 3apacTaHUs
CTaKaHOB, YTO HE IMO3BOJISIET MPOBOJUTH CEPHUIO IIaBOK Oosblie 3 3a pa3 Ha

npeanpusituu 1.
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4.3.4. Ilpennaraemasi cxemMa KOPPEKTHPOBKH TEXHOJOITHHU
BBIILUIABKHY M BHEINEYHO 00padoTku cTraam Kiaacca IF

AHamM3 CyIIeCTBYIOMIEH TEXHOJIOTUH BBITUIABKH M BHEMEYHON 00pabOTKH
cranu kjacca IF wa mpeanpusatum 1 mokaszan, 4yTO TEXHOJIOTHS JOJIKHA OBITH
CKOPPEKTHUPOBaHA C I€JbI0 CTAOMJIBHOTO TIOJYYEHHs] B TOTOBOM MeETajie
3aJJaHHOTO HHM3KOr0 CoJepkaHus yriepona W asora meHee 40 ppm Kaxzaoro.
OnpeneneHo, 4TO YBEIMYEHUE COJEpkKAHWA B pacIulaBe a3oTa W yriaepoja
IPOUCXOJUT HA arperaTre KOBUI-MIEYb IIPU JYIOBOM HAarpeBe MeTajuia s
KOPPEKTUPOBKHU TEMIIEpaTyphbl NEpe] pa3iuBKOM, Mpu BBoJE (eppOCIUIaBOB U Ha
MAalllMHE HEMPEPBIBHOTO JIUThSI 3aroToBoK. C y4eTroM aHanu3a JEeWCTBYIOLIEH
TEXHOJIOTHH BBITJIABKU U BHENEUHON 00pabOTKH CTajau onrMcaHHou B pazzene 4.3.1
ObLTM cPOPMUPOBaAHBI PEKOMEHAAIMHU IO KOPPEKTUPOBKE JAHHOW TEXHOJIOTUHU

BBITUIABKU U BHENEUHOM 00paboTku cranei kiacca [F u [F-BH.

Cepa sBnseTCS TOBEPXHOCTHO AaKTHBHBIM DJEMEHTOM, OTPHIIATEIIBHO
BIIMSIOLIMM Ha Mpolecc rTyOooKoro 00e3yriiepoxuBanus. TeXHOIOTUs BHIILIABKU U
BHeneyHoW oOpabotku cranedt IF u IF-BH npenmonaraer, 4tro mmxTa s
BBIIUIABKHA JIOJDKHBI OBITH CHEIIMAIILHO ITOJATOTOBJIEHA, 4 MMEHHO I CHIKEHHS
COJIEpKaHUs CEPbl B TOTOBOM METAJIE HUCIOJb3YIOT YCTAHOBKY MPEABAPUTEIbHON
necyinbdypanuu uyyryHa. TeXHOJIOTHs BBIIUIABKU U BHEMEUHON 00paOOTKH cTasei
IF u IF-BH ne nmpeamonaraer sran necyibypainuu, TaKuM 00pa3oM, MuxXTa s
BBIIJIABKHM JIOJKHBI OBITH CIIEIMAJILHO MOATOTOBJIEHA, @ UMEHHO JUJIS CHHKCHHS
COJIEp>KaHMsI Cephl B TOTOBOM METaJlIe€ MCIOJIB3YIOT YCTAaHOBKY Jecyibdypanuu
yyryHa. ConepxkaHue cepbl B UYyryHE Ha JIOJDKHO TMpeBbimath 50 ppm.
Mertannuyeckuii JoM Takke HE0OXOAUMO HCIOJIL30BaTh C HU3KUM COJIEpKaHUEM
Cepbl M MPUMECEH IBETHBIX METAJJIOB TaKUX KaK IUHK, MEIlb, XpOM W HHKEIIb.
Copnep:kaHue cepbl B METaJI€ Ha BBITYCKE U IMEpeJ olepalneil BaKyyMUpOBaHUs

HE JIOJKHO TIpeBbImaTs 70 ppm.

Ha ocnoBe Oonee 200 macmopToB IUIABOK OBLIO OIPEACIICHO, YTO
CoJlep)KaHue yriepofa B METajlie Ha BBIMYCKE MONYNPOAYKTa M3 KOHBEpTEpa

HaxoauTcss B auanazone ot 270 go 580 ppm. Ha pucynke 53 mnpencraBiieHO
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MPOLIEHTHOE paclpeliefieHue MonajaHusl yriepoja B MHTepBayibl pa3zmepom S0
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Pucynok 53. Conepxanue yriaepoaa B METaUIe Ha BBIITYCKE TOJIYNPOIyKTa U3
KOHBepTepa (nmpeanpustue 1).

ConepskaHue yriepojia Ha BBITYCKE YJIOBJIETBOPSIET TPEOOBAHUSAM TEKYIIEH
TEXHOJIOTUYECKOW WHCTPYKLUMHU, OJHAKO pa3dpoc colaepKaHUil yriepoaa Ha
BBIIIYCKE OT CaMbIX HHU3KUX [0 CaMbIX BBICOKMX KOHIIEHTpAIMil yriieponaa
coctasisieT 290 ppm. Haunbosnblliee 4nuciao oT mpoaHaaTu3upOBaHHBIX IJIABOK - 42%
nonanaet B untepsai ot 350 1o 450 ppm, MeTaJT OCTaNbHBIX IJIABOK HAXOAUTCS B
nuama3zone ot 270 go 580 ppm, 4YTO TOBOPUT O HE CTAOMIBLHOM TEXHOJOTUH
BBITIJIABKY CTallU.

Ha ocHoBe aHann3a nacnopToB IJIaBOK ObUIO OMPEEIICHO, YTO COAEPIKaHNE
a30Ta B CTaJM BO3pacTaeT OT arperara K arperary OT BbIIyCKa, CTaJld Ha
KHCIIOPOJTHOM KOHBEPTEPE M 3aKaHYMBasi MPOOAMH C Pa3IUBKH U OTOOPAaHHBIMH OT
cisiéa. AHamM30M YCTAaHOBJIEHO, YTO HET TEXHOJIOTMYECKOW BO3MOKHOCTH
CHIIKEHHUSI COJEpKaHUsl a30Ta B METaJUIE Ha JTalax BHEMNEYHOH OoO0paboOTKH.
CrnenmoBarenbHO, ISl JTIOCTMXKEHHS 3aJaHHOTO COJIEpKaHUsT B TOTOBOW CTalln
(menee 40 ppm), HEOOXOAUMO MOJYUUTh KaK MOKHO MEHBIIIEE COJepKaHHE a30Ta
Ha »JTame BBHITYyCKA CTalld W3 KHUCJIOPOAHOTO KOHBepTepa. Huke mpuBeneHbI
OCHOBHbIE (DaKTOpbI, BIMSIONIME Ha COJECpKaHHME a30Ta B paciulaBe U
PEKOMEHJIallMU MO0 TEXHOJIOTHH BBIIUIABKU CTAJIM B KOHBEpTEpe oOecreunBaroniei

HU3KOE COIAEPIKAHUE a30Ta:
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1) ConepxaHue a30Ta B TOTYNPOTYKTE 3aBUCUT OT YUCTOTHI TyThs, YeM UHUIIE
KHUCITIOPOJT MCIIOJIb3YEMBI TIPHU MPOAYBKE, TEM MEHbIIIEE KOJIMYECTBO a30Ta
OyZIeT B OJTyIPOIYKTE.

2) IloBTOpHBIEC 3aBaIKM W3BECTH HETATUBHO BIUSIOT Ha COJACp)KaHHE a30Ta U
JOJDKHBI  OBITH 3aKOH4YeHbl He mo3nHee 70% mporecca MPOIYBKH.
[ToBTOpHBIE JOMYBKH TaKXKe BIUAIOT HA BO3pACTaHHE KOHIIEHTPALUU a30Ta B
MOJMYyNPOAYKTe. 3aKaHYMBATh IJIABKY HYXXHO TIpU OIYIICHHOH «IOOKEe»
KOHBEpTEpa J1JIsl OTpaHUYCHHSI TONAJaHNUs aTMOC(EPHOTO KUCIOpOAa

3) Beicota ¢ypmbl HaJ BaHHON MeTailia TaK)Ke BIMAET HA COJIEpP)KaHUE a30Ta
0COOCHHO TIPH BBITUTABKE HU3KOYTJICPOAMCTHIX CTaJIel, YeM HHXKE BBICOTA
(GypMBbI IIpH IPOIYBKE, TEM MEHbIIIE KOHIICHTPAIUS a30Ta B MOJIYyIPOAYKTE

4) OmHUM U3 KIIOYEBBIX (DAKTOPOB MOMYYeHHs] HH3KOTO a30Ta B CTallk
ABIIICTCS OTKA3 OT PACKUCIICHHUS CTAJIM Ha BBIITYCKE.

Bce pexomennmanmu oOUIEM3BECTHBI, HO HX BBINOJIHEHHE SBIAETCA
KITIOYEBBIM (DAKTOPOM ISl TIOYYCHHMs] HHM3KOTO COJEp)KaHUS a30Ta Ha dTare
BBITUTABKH.

AHaM3 coJiepKaHus yryiepoja M aszoTra Iocjae oO0pabOTKM CTajdd Ha
UPKYJSIIUOHHOM BaKyyMaTope ObLI IMPOBEJEH HAa OCHOBE MAcrnopToB IiaBok IF

ctanu (pucyHok 54).

20% %
35 1 32%

24% 30 7

Pucynok 54. [IporieHTHOE TomaiaHue B MHTEPBAJIbI COJIEpKaHus yriepoa (a) u
azota (0) B cTanu nmociyie 00paboTKH Ha UPKYJISIIMOHHOM BaKyyMaTope.
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B cooTBeTcTBHM C pe3yibTaTaMH TNPUBEICHHBIMH HAa PUCYHKE 54 MOXKHO
CeNaTh BBIBOJI, YTO TOJYUYEHHUE 3aJaHHBIX HU3KUX COACPXKAHHUK yTiiepo/ia U a3oTa
BO3MOXXEH B ycioBUsX lexa npeanpustuss 1. B 25% ciyuyaeB KoHIEeHTpaus
yriepoaa B MeTajuie mociie 00pabOTKH Ha IUPKYJSIIMOHHOM BaKyyMmMaToOpe HIDKE
30 ppm, HO Tipu 3TOM TOJBKO B 11% ciiyyaeB conepkanue azora takxe Huxe 30
ppm. OOpaboTka cTaJld Ha BaKyyMmaTrope SBISETCS KIIIOYEBBIM MapamMeTpoM
TIOJTyYeHUS 3aJJaHHBIX CBEPXHU3KHUX KOHIICHTpAIUi yrieposa. bamancossii pacder
MOJYYEHHs] 33JaHHOM KOHIIEHTpAallMu yriepoja JaH B pazaene  4.3.2.
O06e3yriaepokMBaHNe CTAIN Ha IUPKYJSIITHOHHOM BaKyyMaTope.

Jlis monmydeHus: mHQOpMAIMKM 0 MPHUPOCTY YIJIepoja M a30Ta Ha JTare
pa3IuBKU ObLI MPOBEACH CTATUCTUUECKUN aHAIN3 COJEpKaHuUs yIiiepoia U a30Ta B
nmpo0ax, 0TOOpaHHBIX U3 KPUCTAIIM3ATOPA.
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Pucynoxk 55. [IporieHTHOE TIONIajaHue B MHTEPBAJIbI COJIepKaHus yrieposa (a) u
azora (0) B CTaJu Ha dTare pa3juBKHU.

VY CTaHOBIEHO, YTO COAEPNKAHUE YIIepoja B CTAJIM HA dTale Pa3jiuBKU HE
6onee 30 ppm nHabmomanu B 2% ciydaeB, Haubosiee dacto (B 57% ciydaes)
COZEP/KAHUS YyIJIEpOJa B METAJIJIE MOMAJA0T B AMana3oH ot 35 no 45 ppm. B 28%
CIIy4aeB COJIEPKaHMs yTIAepoJa B METaUie MPEBHIMAIOT 45 ppm, YTO SBISETCS
CJIIMIIIKOM BBICOKMM 3HaueHueMm g Mapok ctanu kinacca IF. Copepxanue
yriepojla B MeTaule IIOCe IMHUPKYJSIIMOHHOTO BaKyyMUPOBAHHS Ha JTare

PAa3JIMBKHU TIpUPACTACT HA BCCX ILJIABKaAx. beuio YCTAHOBJICHO, YTO IIPHPOCT
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KOHLIEHTpaIMi yriiepo/ia B paciljlaBe Ha dTare pa3iuBKU, Mocie 00padoTKU CTallu
Ha LMPKYSILIMOHHOM BakKyyMaTope coctaBisgeT B cpeaHem 10 ppm [118].
VYBenuueHue CcoAepkKaHus YyIJIEpoJa B CTaIM MOXKET MPOUCXOAUTh 3a CYET
yriepoja B JIETUPYIOIIUX MaTepualoB, IMpU HAYIJIEpOXKMBAHUU PpacIliaBa
AIIEKTPUYECKUMH TyraMu BO BpeMsi 0OpaOOTKM Ha YCTaHOBKE KOBII-TI€Yb, MpPHU
pa3IMBKE CTalM 3a CYET HAYIVIEPOKMBAHUM CTadd OT 3alIUTHBIX IIIAKOBBIX
cMecelt 1 hyTepOBKH.

Ha ocHoBe ananm3a macmopToB IJIABOK OBLI TTOKa3aH OOJBIION pa3dopoc 1o
coaepkanuto azora B ctanu Ha MHJI3. HaubGonee yacto conepkaHus a3ora B
MeTasuie HaxonasTes B auana3zone ot 40 1o 45 ppm (B 23% ciyuaes), u ot 60 10 65
ppm (B 27% cay4aeB). DTO yKa3blBaeT Ha HECTAOWJIBHOCTH JEUCTBYIOIIEH
TEXHOJIOTUH MPOU3BOJICTBA. Ha Bcex muaBkax, Mocie ornepanuu QUpKyJISILHOHHOTO
BaKyyMHPOBaHUS paciljiaBa 0 pa3IUBKU B TOTOBBIH CIIsI0 HaOMI01al YBETMUCHHE
COJIep>KaHMUsl a30Ta B CpeJHEM Ha 12 ppm, 4TO TOBOPUT O BIIMSHUM IPOLECCOB
BTOPUYHOT'O OKUCJICHUHU.

PekoMeHmauMsIMu 1O CHMIKEHUIO MPUPOCTA YIJEpoAa M a30Ta Ha 3Tale
Pa3JIMBKU MOTYT SIBJISITHCA:

1) 3ammTa cTpyn MeTaiyla aprOHOM OT BTOPHUYHOI'O OKHCJIEHUS IPHU CIIUBE

MeTaJljla U3 TPAHCIOPTHOTO KOBIIA B MPOMEXKYTOUYHOU KOBII

2) HaBegenue B KpuUCTAUIM3aTOpPE MAJOYIJIEPOJMCTOTO INIaKa C LEJIbIO

34l THI 3C€PKaJia MCTaJllla OT BTOPHUYIHOI'O OKHCIICHUA

Ha ocHoBe anaim3a ganubix Oosiee yem 100 macmopTOB IUIABOK OBLUIM
OTpeNIeNIeHbl CPEIHUE TEIIONOTEPH paciiaBa, HAUMHAsA C BBIIYCKa MeTajlla U3
KOHBEpPTEpPA M 3aKaH4YMBas H3MepeHueM temnepaTtypsl Ha MHII3, koropsie
COCTaBJISIN B cpeaHeM - 1 °C/muH.

C yuyeroM BCEro BBIIICONUCAHHOTO TMPEIJIOKEH BapUaHT TEXHOJIOTUU
BBITIJIABKM W BHeme4yHou oOpabotku cranedt IF um IF-BH 6e3 ucnonb3oBanus

YCTaAaHOBKH KOBII-TICYb, paCC‘{HTaHHOﬁ OT JTalla Pa3JIMBKHU A0 BBIIINIABKHW CTAJIM Ha
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KHCIIOPOJTHOM ~ KOHBepTepe (KUCIOPOJHBIM KOHBEPTEp — Bakyymarop -—
yCpeIHUTENbHAs MPOIyBKa — Pa3iuBKa).

Pacuer npousBoawnu s ctanu IF ¢ conepxanuem yriepoja u azora < 25
ppm ISl KaXKI0ro 3JIEMEHTA.

Cranis Ha MHJI3 no npensio)K€HHOM TEXHOJOTHUU JOJKHA MPUXOAUTH C
temneparypoil B jguamnazoHe 1590-1570 °C, 4YTO COOTBETCTBYET TEKYIIEH
TEXHOJIOTUYECKOW HHCTpyKIMH. [lo pe3ynbraram CTaTUCTUYECKOTO aHalu3a
MIPOMBITIUICHHBIX TIJIABOK TPU JCUCTBYIOMICH TEXHOJOTUUA TPUPOCT COACPIKAHUS
yriiepojia U a30Ta B MeTajuie mociie 00pabOTKK Ha HUPKYJISALUOHHOM BaKyyMaTope
U JI0 Pa3UBKHU C y4eTOM 00paOOTKM Ha arperare KOBII-NI€Yb COCTaBIAET OT 5 10
20 ppm. 3a cyeT TOYHOI'O KOHTPOJIA MO TEMIIEpaType, MPABUIBHON JIOTUCTUKH,
cOOJIIOICHUS BPEMEHHBIX MHTEPBAJIOB MPEyCMOTPEHHBIX Ha 00pabOTKYy CTaJI Ha
KOKJIOM W3 arperaToB, MpeasiaraeTcsi yopaTh omepanuio 0OpadOTKH CTalu Ha
arperaTe KOBII-TICYh 3aMEHUB €€ Ha 0OpabOTKy Ha YCTAHOBKE YCPEIHUTEIHHOU
NpOAyBKH cTaid. Mepa MO HCKIIOUEHHIO TIpoliecca MOJ0TpeBa CTalld Ha
YCTaHOBKE KOBIII-I€Yh TTO3BOJIUT CHU3UTH IPUPOCT YIJIEPOaa U a30Ta B CTAJH JI0 5-
10 ppm Ha ganHoMm »stame. Ha ycTaHOBKE yCpEeIHUTENBHON MNPOAYBKH CTalv
MPEANoaaraeTcsl MPOBEICHNUE ONEeparii PACKUCICHUS W MHUKPOJIETUPOBAHUS
pacruiaBa 1Mo Ipeajio)KeHHONW CXeMe C UCIOJIb30BAaHUEM KaJbIUs C MOCIEAYOIINM
BBOJIOM CTpPOTO oOMNpelefieHHbIXx KoiaudecTB Nb u  Ti paccuyuTaHHBIX 1O
npemtokeHHpiM  Gopmysam 8 u 9. Bpemsi o0paboTkM cTaaum Ha yCTaHOBKE
YCpPEIHUTEILHON TPOJYBKU JOJKHO COCTaBJIAThH He Oosiee 40 MHHYT, a Bpems
TPAaHCIIOPTUPOBKHA KOBIIA OT YCTAHOBKM BAaKyyMHPOBAaHHUS IO YCTaHOBKH
YCPEIHUTENTFHON TPOAYBKM M najee mociie obpabotku no MHIJI3 He momxHO
IpeBBIIaTh S-7 MUHYT JUId Kaxzaoro mnepemMemieHus. IIpu paccuntaHHBIX
TEIJIONOTEPSAX Tocie O00pabOTKM CTalM Ha IUPKYJISAIHOHHOM BaKyyMaTope
TeMmnepaTrypa Metajuia JoJikHa coctaBisaTh 1630 °C £ 10 °C.

Texnonoruss 00paOOTKM CTald Ha [UPKYISIMOHHOM BaKyymaTope
moApoOHO mpuBeneHa B paspene  4.3.1.  namccepTarimoHHON  pabOTHI.

O0e3yriepoXuBaHue CTadu Ha [MUPKYISIMOHHOM BakyymaTtope. CTout q100aBUTS,
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YTO HAa YCTAHOBKE LMPKYJISIMOHHOTO BaKyyMHUPOBaHUSI Ha Npeanpustuud 1
UMeeTCs BEpXHAsS Tol-(ypmMa MpH UCIOJIb30BAHUU KOTOPOW CTajlb MOXKET OBITh
nogorpera Ha 20-30 °C. ConmepxaHue yriepojia B MeTauie mocjie oopaboTKu Ha
HUPKYJSIITUIOHHOM BaKyyMmaTope JOJIKHO COCTaBiATH 15 ppm, azora < 20 ppm.
Temnepatypa mnpuxoja cTald Ha UPKYJSIUOHHBIM BaKyyMmMaTop JOJDKHA
coctaBiaTh 1660°C + 10 °C u3 pacuera BpemeHnu o0padoTku 30 MUHYT.

Cranp mpu BBIMYCKE U3 KHCIOPOJHOTO KOHBEPTEpAa MMEET OTHOCUTEIHHO
HauOOJIbIINE TEIUIONOTEPU U, C YUYETOM JOCTaBKU J0 Bakyymaropa B TeueHue 10-
15 wmuHyT, pacmiaB MOJyHmpojayKTa JoJDKeH ObiTh BbinymeH u3 KK mnpu

temriepatype 1690 °C + 10 °C ¢ conepxanueMm azora Mmenee 20 ppm.

['padryecku cxema npeIoKEHHON TEXHOJIOTUY MTOKa3aHa Ha PUCYHKE 56.

T=1690+10°C

. 4

Pacxucmmrens T=1590°C-1570°C
il iR

[C]=0,03-0,04% | [C]=0,0015%
[N]<0,002% [N]<0,002%

T=1565°C-1545°C

[C]<0,0025%
[N]<0,0025%

T=1660+10°C T=1630+10°C

Pucynok 56.[1peanaraemas aqpTepHAaTUBHAS CXeMa TEXHOJIOTHH BBITUIABKHU U
BHEMNEYHOM 00paboTKu cranu kiacca [F na npeanpusituuu 1 6e3
WCIIOJTH30BAHUS KOBIIIA-TICYH.

YroObl u30€kaTh IeperpeBa CTald B KHUCIOPOJHOM KOHBEpTEpe st
COXpaHEHUS CTOMKOCTH (PYyTEPOBKH, a TAKXKE C YUETOM TOTO, YTO MOJIYYUTh CTPOTO
3aJlaHHYI0 TeMIIepaTypy Ha KHUCJIOPOJAHOM KOHBEpPTEpE CII0KHO, TO MOJYNPOIYKT
U3 KHCIOPOAHOrO KOHBEpTEpPA MOXKHO BbIyckaTh npu temneparype 1680 °C + 10
°C, a nmns noiydyeHus 3anaHHod temmeparypsl 1660 °C + 10 ° mepen stamnom
BAaKyyMUpPOBaHHsS, BO3MOXHO HCIIOJB30BaHME arperara KOBII-TIEYb IS
KOPPEKTHPOBKM TEMIIEpaTyphl MeTajia Iepen BakyymupoBaHueMm. OHaKo
UCTOJIb30BAaHUE B TEXHOJOTHMUECKOM IIeMOoYKe arperara KOBII-IieYb Oyzer
IPUBOJIUTH K YBEJIMUEHHUIO COJIEPKAHUA a30Ta B MeTaJie B cpenHeM Ha 10 ppm (B
COOTBETCTBUHM C JaHHBIMU aHaJM3a MAacHOpTOB ILJIABOK), YTO COOTBETCTBEHHO
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NpUBCACT K YBCIMYCHHUIO COACPIKAHHA a30Ta B KOHCYHOM  IIPOOYKTC.
HpezmonceHHaﬂ CxXeMa C HUCIIOJIBb30BAHHC arperara KOBHI-TICYb IIPCIACTABJICHA Ha

pUCyHKe S7.
T=1680+10°C
%
N

isi Ti, Nb, Al T=1590°C-1570°C

[C_]=0,03-’0°,04°o . [C']=0!03-0,(°)4° [C]-OOO].W / [C](0,0ﬁ:f"a

[N1<0,002% [N]<0,0030% [N]<0,0030% ‘ [N]<0,0035%
SRR T=1660+10°C T=1630+10° ‘.

Ar

Pucynox 57.IIpennaraemas anbTepHaTUBHAA CXEMa TEXHOJIOTUM BBIIIABKUA U
BHETEUHOM 00paboTku cranu kiacca [F Ha npeanpustuun 1 ¢ UCNoab30BaHUEM
KOBIIIA-TIEYH.

4.4 BeiBOoabI O r1aBe 4

1. IlokazaHo, 4To KJItOYEBBIM MapameTrpoMm noctikenus BH — saddexra B cramm
sBiseTcss nuamnazoH 3HaueHud C,yp B cistObe ot 7 po 20 ppm. OOpa3sipl,
OTOOpaHHBIC OT PYJIOHOB MPOKATAHHBIX W3 CISI00B ¢ yKa3aHHBIMH 3HAYCHUSIMHU
Cspp, 00manaror BenmunHoit BH-3¢¢dexra He Huxe 30 MIla, npu 3TOM BBIXOJ
TOIHOTO TI0 OTCYTCTBHIO IUIOMIAJIKH TEKydecTu coctaBisier Oonee 90%
PYJIOHOB.

2. TlokazaHo, 4TO Mpu OOIIEM COJACpPKaHMM yriepoaa B ctaiu MeHee 40+2 ppm
ppm u azora menee 40+2 ppm IUIOIIAAKAa TEKY4YeCTH HE HalOomaercs, a
BenuunHa BH-3¢gdexra B oOpasmax cranu, OoTOOpaHHBIX U3 MPOKATaHHBIX
pYJIOHOB yzaoBiieTBOpsieT auanas3ony 30-60 Mlla. Ilpu 3ToM, ycTaHOBIEHO, YTO
BennunHa BH-3¢dexra B auanazone ot 30 go 40 Mlla mo3Bossier moigy4yaTh
MaKCUMaJIbHBIA BBIXOJl TOJHOTO IO YCJIOBHIO OTCYTCTBHMSI Ha JAMarpaMmmax
WCCJICIOBAHHBIX 00PA3I[0B IJIOMAIKNA TEKYUIECTH.

3. bonee 95% o00pa3ioB OTOOpaHHBIX M3 PYJIOHOB XOJOJHOKATAHOW CTald C
BenuunHor BH-addexra B nuamazone ot 30 no 40 MIla He umenu miomaaku

TEeKy4ecTd — JocTxkeHue BenuuuHbl BH-addexkra B mganHOM amamasoHe
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MO3BOJIIET UMETh MaKCHUMaJlbHbI BBIXOJ TOJAHOTO IO YCIIOBHIO OTCYTCTBHS
IJIOIIA/IKU TEKYUYECTH.

C mnoMOIBI TEPMOJMHAMUYECKOIO MOJEIMPOBAHUA C HCIOJIb30BAHUEM
nporpammbl  Thermocalc, ObUIM MNpoaHANM3UPOBAHBI Pa3TUYHbIE BAPUAHTHI
mukpoJsiernposBanus IF-BH cranm m nmokaszano, uro mukposiernposanue IF-BH
CTajell THUTAaHOM U HHUOOWEM SBIsACTCA HauOoee MPEANOYTUTEITHLHBIM
BAPHUAHTOM JIETUPOBAHUA. [Ipennoxena JBYXJTaITHasI cxema
MUKpOJIETUPOBAHUsSA, TJAE€ Ha IMEPBOM 3Tane JOJKHA MPOUCXOAUTH IOJIHAS
crabminzanusi a3oTa TUTAaHOM, a 3aiaHHas BenuuunHa Cadd ynpasisercs
BBOJIOM HE00X0auMoro kojmmuectsa Nb.

Bb110 MpoaHanM3upoBaHO BIMSHUE pa3Mepa 3epHa Ha MEXaHMYECKUE CBOMCTBA
Y MOKAa3aHO, YTO OTCYTCTBYET B3aUMOCBSI3b YPOBHSI MEXAHMYECKHUX CBOMCTB U
pasMepa 3epHa i craiei ¢ HanumuueM BH-addekrta. Ilomyueno, yto mis
0o0pa3oB ¢ OTCYTCTBHEM IUIOLIAJKH TeKydecTd U oTcyTcTBueM BH sddekra
cpeaHuit pazmep 3epeH OoJbiie, yeM i oopasioB ¢ BH a¢dexrom

[IpoBeneH aHanM3 TEXHOJIOTMH BBIIJIABKM M BHETEUYHON OOpabOTKH CTamu Ha
JBYX OT€UYECTBEHHBbIX Hpeanpusatuax. IIpoBeaeHbl pacyeTel  Bakyym
KHUCJIOPOJTHOTO 00€3yIJIEpOKUBAHUS U JJaHBl PEKOMEHAAINN 110 KOPPEKTUPOBKE
TEXHOJIOTUM JIJIi CTaOMJIBHOTO TIOJYYCHHS CTalW 3aJaHHOTO COCTaBa,
TpeOyemoro kosmyectBa C,py Uil noayudeHus 3anaHHoro BH-addexta un
WCITOJIb30BAHUE KaJbIIUA B KadecTBE MOIu(UKATOpa ISl CHIKCHUS BIIASHUSI
HEMETAUIMYECKUX BKIIOUEHUH HA Kad4eCTBO CTalM M TEXHOJOTMYHOCTb
npouecca. [Ipeanoxxena CkOppeKTUpOBaHHasA TeXHOJIOrus npousBojacTea IF BH

CTaJIH.
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BbiBoABI IO padoTe

1. Pa3paborana MeToMKa KOMILIEKCHOTO aHAIN3a HEMETAUTHYECKUX BKIIOYECHUHN
B CTaJd C MPUMEHEHHEM METOA0B (HPAKIMOHHOTO Ta30BOr0 aHajau3a M
ANEKTPOJIUTUYECKOTO  PACTBOPEHUS ~ HEMETAIUIMYECKMX  BKIIOYEHUH  C
MOCJEAYIONIUM aHAJIM30M Ha CKAHUPYIOIIEM 3JIEKTPOHHOM MHKpockore (OP
O3MA). Meroauka onpo6oBaHa Ha obOpasuax cucreMbl Fe-10% Ni. Ilo uroram
IIPOBEICHHBIX MCCIIEIOBAHNN 00pAa3I[0B JAHHOTO CIUTaBa OBLIU BBIJACICHBI TPH
OCHOBHBI€ T'PYIIbI HEMETATMYECKUX BKIIFOUEHHUI 110 MOP(OJOTUU U COCTaBY,
KOTOPBIM  XOPOLIO COOTBETCTBOBAJIM THUIBI BKJIIOYEHHUH OIpe/eNieHHbIE
Mmetonom DPI'A. Ilokazano, yro xomOuHaums MmeronoB OPI'A u DP DO3MA
XOpOIIO JOMOJIHAIOT JIPYT ApYyTa NpHU U3YYEHUU HEMETATMYECKUX BKIIOUYEHUN
B CTaJIsIX, TTO3BOJISIS MOJTy4aTh OOBEKTUBHBIC JTAHHBIC.

2. IlpeacraBineHbl pe3ysbTaThl HCCIEIOBAHHUS METOJIAaMH  KOJMYECTBEHHOTO
MeTauiorpauueckoro aHaiu3 HUIM(OB, 3IEKTPOJUTUYECKOTO PACTBOPEHUS
oOpasioB  Meramia (OP O3MA) ¢ mnociaenyloummM — peHTTEHOBCKUM
MUKpPOAHaIN30M BBIJICJICHHBIX BKJIFOUECHH, Oxe-371eKTPOHHOM
criektpomeTpur, (pakmuonHoro razoBoro aHamm3a (DPI'A) conepxanws,
COCTaBa, pa3MepoB M MOPGOJIOTHH HEMETAUTMYECKUX BKIIOYCHHH B MpoOax
MeTajlyla OTOOpaHHBIX Ha BCEX OJTamax TEXHOJOTUYECKOTO Mpoliecca
npousBojacTBa ctanm kinacca [F u IF-BH. Tlo mopdonorudeckum mpuzHakam
BBIJICJICHBl XapaKTEPHBIE THUIBI HEMETAINIMYECKUX BKIIIOYCHUH, KOTOPBIC
BIIMSAIOT Ha YyXYJUIEHHWE TEXHOJOTMYHOCTH IIpoIlecca Pas3IMBKHU, CHUKECHHE
HKCIUTYaTallMOHHBIX CBOWMCTB M MPOYHOCTHBIX XapaKTEPUCTUK H3JCIIHM,
MPOU3BEICHHBIX M3  crainer. [loka3zaHo, dYTO pe3ynpTarel aHaIM3a
HEMETaJUTMYECKNX BKIIOUCHUN B MpoOax MeTaia, MOJy4YeHHbIX MeToaoM OP
O3MA HaxonsTcs B XOPOIIEM COOTBETCTBUU C pPeE3yjbTaTaMU OIpEACICHUs
OKCHUJIHBIX HEMETAINTHYECKUX BKIIIOUeHHEM MeToj oM DPI'A.

3. M3yyeHa auHaMuKa HM3MEHEHUSI COAEPKAHUS PA3JIMYHBIX THUIOB OKCHIHBIX

HEMETAJUIMYECKUX BKJIIOYEHHUI Mo Xoay BHeneyHol oopabotku ctanu IF u IF-
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BH nns pa3znuuHbIX BapMaHTOB TEXHOJIOTHI: PU PACKUCICHUN aJIOMUHUEM Ha
opennpusITMM 1| M [pU  KOMIUIEKCHOM  pPAaCKHCIEHUM alIOMUHHUEM C
no0aBJIeHUEM KaJblHs, Kak Moauukaropa Ha npennpustuu 2. [lokazano, 4yto
npuMeHeHne Merona @DPI'A, Kak DHKCIOPECCHOTO METOJa, BO3MOXKHO IS
OmpeseNieHUus] KOPPEKTUPYIOMIUX ONepanuil Mo XOAy TEXHOJIOTHYECKOTro
npolecca Bo n30exaHue 3aTSIrMBaHus Pa3IMBOYHBIX CTAKAHOB.

beumn omnpeneneHsl HanOosiee ONACHBIE TUIBl HEMETAUIMYECKUX BKIIFOUEHUHN
npu npoussoactse IF wm IF-BH cranei, KOTOphIME SBISIOTCA KpYIHBIE
KJIAaCTepbl ~HEMETANIMYECKMX  BKIIOUEHUH, a TaKXKe pEryjspHble U
UppEryJsipHblE HEMETAINIMYECKUE BKIIOUEeHUs Ha ocHOBe Al,Os3, KoTOpBIE, IpU
pa3iuBKE CTald SABISAIOTCA MNPUYMHON 3apacTaHus CTalepa3IUBOYHBIX
CTaKaHOB. YCTaHOBJIEHA POJIb OKCHJIOB THUTaHA, KAK CBS3YIOLIETO BKIIOUYEHUH
ALO; B KOHIJIOMEpaThl, CHWXAIOIIME TEXHOJOTUYHOCTh HEMpPEPHIBHON
paznuBku. s craneit kimacca IF Obuto BbIgeneHo 3 rpynmbl OKCHAOB, Ha
ocHoBe Al,O; u Al,O3; ¢ nobanenueM okcugoB Mg u Ca, a Takxke rpyrrma
KOMIUIEKCHBIX OKCHUJIOB JTFOMUHATOB KaJbIMs U MAarHUsl.

ITo pe3ynbraraM MpPOBEIEHHBIX UCCIEAOBAaHMNM 00pa3lloB MeTaljia Ha
npennpusiti 1 u 2 cienaH BBIBOJA O TOM, YTO KaJbLUNA MOJOXKUTEIBHO BIUSET
Ha MOPQOJIOTHIO BKIIOUEHUN, MOTUGUIIUPYS UX B TIIOOYIsIpHBIE/ChepuyecKkre
BKJIFOUEHUSI KOTOPBIE XOpOILO YJAJSIFOTCS, SBJISIFOTCS MEHEE BPEIHBIMM IS
TEXHOJOTHYHOCTH Tpoliecca (3aTATMBaHUE CTANIEPA3TUBOYHBIX CTAKAHOB) U HE
BJIMSIIOT Ha KAUECTBO KOHEYHOTO MPOJYKTA.

bbu10 MOKa3aHo, YTO MPOMKOBII SIBIISIETCA PAQPUHUPOBOUYHBIM arperarom 3rama
BHETIEUHON 00pabOTKU. DKCIepUMEHTalIbHO, ¢ TpuMeHeHueM metoga PI'A
YCTAaHOBJIEHO, YTO MOAM(PHUIMPOBAHHE WM YJAICHHUE BKJIIOUYEHUN W3 >KMIKOH
CTaJId B MPOIIECCE PA3IMBKHU MPUBOJMIIO K CHIDKEHHUIO COJIEPXKaHUs KUCIOPOaa
B HanOoJiee BpeIHbIX HEMETAUTMYECKUX BKIIOUEHUSX U KJlacTepax rpynm 2 u 3
¢ ~ 38 ppm 10 6 ppm B npobax MeTayia oToOpaHHBIX U3 cisiba. [Ipu 3ToMm,
olmiee cojaep:KaHHe KHUCIOpPOJa BO BCEX OKCHAHBIX BKIIOUEHHUSX B MpoOe

MeTaJlia mepe pa3iuBKor cocTtasisiio 6osee 40 ppm, a B mpode, 0TOOpaHHOM
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oT cnsiba oHO cHWXaock A0 18 ppm. CHumKeHue coaepx aHusi KUCIopoia,
HAXOJIAIIErocs B HEMETAIUIMYECKUX BKIIIOUEHUSIX, YKa3bIBa€T HA TO, YTO UIET
papuHUPOBAHUE OT HEMETAJUIMYECKUX BKIIOUEHUN U KJIACTEPOB B MPOMKOBIIIE
npu HenpepsiBHOW pasnuBke. Ilpu srom Hambonee cymectBenHoe, A0 40%
paduHUpPOBAaHUE OT HEMETauIMYecKuX BkmoueHud ¢ 40 ppm no 18 ppm
IPOUCXOJMJIO HA 3Tale HENPEPBIBHOW pPAa3jIMBKU CTAJM B IPOMKOBLIE H
KpPUCTAJUIM3aTOPE MAIIMHBI HEIPEPBHIBHOTO JIUThS 3aTrOTOBOK.

[IpoBeneHHbI aHATU3 TMPOMBIIUICHHBIX O0Pa3l0B CBEPXHU3KOYTJIEPOIUCTHIX
craiedl s ri1yOOKOM BBITSKKM [OKa3aj, 4YTO KIIOYEBBIM I[apaMeTpoM
noctmxenuss BH — apdexra sBnsercs nonaganue B quanazoH 3HaueHU C,gq B
cisibe ot 7 1o 20 ppm. Y CTaHOBIEHO, YTO MPH OOIIEM COACpPKAHUH YIiIepoJa B
cranu MeHee 40+2 ppm ppm u azota MeHee 40+2 ppm HOSBIEHUA IOMIAIKH
TEKy4eCTU MpPU CTATHUECKUX MCTBITAHUSIX 00pa3loB HE HAOIIOJAIH, TIPU ITOM
BennurHa BH-a¢dekra B MeTane pynoHOB, IPOKaTaHHBIX U3 JaHHBIX CISI00B
yaoBietrBopsiia auanazony 30-60 MIla. IlokazaHo, YTO ONTUMAJIbHBIN
muanazoH BesmuuHbl BH-addexra cocraBmser or 30 mo 40 Mmna, mpum
NoMaJlaHu B KOTOpbIM, B 95% cnydyaeB, B JIMCTOBOM MeETAJJIE ILUIOIIAJIKH
TEKy4eCTH HE HaOII0Aalu.

[Tokazano, uro MukposierupoBanue IF-BH craneit Tutanom u HHOOHEM
ABIeTCsl  HauOojee  MPENNOYTUTENbHBIM  BapuaHToM.  [lpemnoxeHa
JNBYX3TallHAsI CXEMa MHKPOJIETMPOBAHMS, TIJI€ Ha IEPBOM J3Tame JOJDKHA
IPOUCXOIUTh MOJHAs CTa0WIM3alMs a30Ta THUTAHOM, a 3ajJaHHas BEJIUYHHA
Cadd nmocturaercs MociaeayIOIMIUM BBOJOM HEOOXOIUMOTro KojudecTBa Nb.
[TokazaHo, 4TO OTCYTCTBYET B3aUMOCBS3b YPOBHS MEXAHUYECKHUX CBOWCTB U
pa3mepa 3epHa g ctane ¢ HamuuueM BH-addexrta, HO mma oOpasmnoB ¢
OTCYTCTBHEM IUIOHIAJKK TekyuecTd M orcyTcTBUeM BH sddexra cpennuit
pasmMep 3epeH Ooublie, ueM s oopasiioB ¢ BH adpdexrom.

[IpoBeneHsl  pacyeTbl  KOMIUIEKCHOTO — PACKUCIEHUS  CTald  KaJbLIMi
COepXKAIIMMHU  JIUTaTypaMu i1 MOAU(PUITUPOBAHUS HEMETALTUYCCKUX

BKJIFOUCHUH C LCJIbI0 CHUKCHHUA HMX BPCAHOI'O BJIMAHHA HAa TCXHOJIOTHUYHOCTDH
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poliecca U rOTOBYIO MPOAYKIMIO. Y CTAHOBJIEHBI YCIOBHS MOIUDUIIMPOBAHUS
MeTaJljla KaJIbLIUEM.

10.I1poBeneH aHamu3 TEXHOJIOTMU BBIMJIABKM U BHEMEYHON OOpabOTKH CTaiu Ha
JBYX OTEUYECTBEHHBbIX mpeanpusatusx. I[IpoBeaeHbl pacyeTbl  Bakyym
KHUCJIOPOJTHOTO 00€3yIIepOKUBAHUS U JJaHBl PEKOMEHAALNN 110 KOPPEKTUPOBKE
TEXHOJOTHH JJIsl CTaOWJIBHOrO TMOJY4YeHHsS CTajdd 3aJaHHOTO COCTaBa,
Tpedyemoro koaudectBa Cadd s monyuenus 3aganHoro BH-a¢dexra u
UCIOJIb30BaHUE KaJbLMs B KauecTBE MOAU(UKATOpA AJI CHIXKCHUS BIUSHUS
HEMETAUIMYECKUX BKIIOUEHUH HA KAadeCTBO CTalM M TEXHOJOTMYHOCTH
npouecca. [Ipeanoxxena ckoppeKTUpoBaHHas TeXHoJIorus npousBojactea [IF BH
cTayid, o0ecneunBaromas cTadMIbHOE JTOCTHXKEHUE 3aJaHHOTO COCTaB CTAJId U

BBICOKOI'O Ka4€CTBaA ITPOAYKIIHH.
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