YupexaeHue pocCUiCcKOl akaieMun HayK

NuctutyT Metaiutypruu u matepuaioBenenus um. A.A. baiikoBa PAH

Ha npaBax pykonucu

Tabaxkos SIpociiaB UBaHoBHY

PABPABOTKA METOJ0B KOHTPOJIA YACTOTBI YIVIEPOAUCTBIX
CTAJIEHA IO A3OTCOJEPKAIIIAM ®A3AM U KOPPEKTUPOBKA
TEXHOJIOT'UH BBIIIJIABKU PEJIbCOBOM CTAJIN

Croemnansaocth 05.16.02

Meramutyprust 4epHbIX, IBETHBIX U PEIKUX METAJLIOB

JUCCEPTALIUA
Ha COMCKaHHE YYEHOU CTENECHU

KaHauaaTa TCXHUYCCKUX HayK

Mocksa 2017



OraasJjieHue

|23 2101 (35 1% (<R 4
['maBa 1. JIUTEPATYPHBIH 0030 ... . eiueeeureeieerieerireaireeteesieesieesseesreesbeesreesseeeneeneens 10
1.1 PACTBOPHUMOCTD Q30TA B CTAIH «.vveeuvvveeesreresssreessssnnessssnesssssesssnssssssnsnessssssessnnes 10
1.2 @OPMBI MPUCYTCTBHUS A30TA B CTATIM +..vvvesrveesereassreesireessreesssesassnesssneesnneesneens 13
1.3 BausHME a30Ta HA CBOMCTBA CTAITH . ..cceeeiuurreeeessnrreeeessnnneeeessannsneeesansnneseesannnes 13
1.4 B3auMoI€CTBUE a30TA C TUCTOKAITMIMU ...ovvveervreeireessreesnesssneessneesnneesneens 16
1.5 Metops! onpeneneHus Pa3zoBOro COCTaBa a30TA B METAIIIC ....ceeruvvreernveeennnes 18

| T LY (S 0o 3 57 0 0110 GO 18
1.5.2 MeTtoa BBICOKOTEMITEPATYPHOU BOJAOPOAHON IKCTPAKIIMH ...c.vvveeernvenenns 20
1.5.3 MEeTO BHYTPEHHETO TPEHUST +ovvvveesrvrreessrnessssreesssnnessssnssssssesssssesssnssesens 22
1.5.4 MeTOA TEPMODIC .ottt 25

1.5.5 Onpenenenre HUTPUAOB B CTAIIM METOJIOM aTOMHO-3MHUCCHOHHOM

CHEKTPOMETPHH .....ceeesseeesseeessreessseesssesessseessseesnseessnesaneeaseeeanreesnneeannesaneeennneennnis 27
1.5.6 MeToa BRICOKOTEMITEpAaTyPHOM KCTPAKIIMU B TOKE HECYIIETO Trasa. ..... 31
1.5.7 Meroabl ONTUYECKON U SJIEKTPOHHON MUKPOCKOITUM ....vvveeveranreeennneeenes 36

1.6 BbIBO/IBI 110 aHAIUTUYECKOMY 0030pY JUTEPATYPhl U TOCTAHOBKA 33724 .. 37

I'naBa 2. [lpumeHeHre METO1a BEICOKOTEMIIEPATYPHOM SKCTPAKIIMK B rpa)UTOBOM
THUTJIE AJIS1 KOJIMYECTBEHHOTO ONPEEIEHNS HUTPUIOB TUTAHA U AJIFOMHUHUS B

PEITBCOBOM CTATTH .veuvveeeetteeestteeeasteeaessteeeaasseeeaasteessbeeeeansseeesnbeeeeasseeeeanbeeesanbneesnsnnas 39
2.1 BBIIITABKA MOJEITBHBIX CIIITABOB ......eeeersuseeeessnnssesesssnssessssnnnsessessnnssesessnnneeseens 41

2.2 TepMOaUHAMHUYECKU pacyeT TEMIIEPATYpP AUCCOIUALMA HUTPUJIOB B

HACBIIIECHHOM YTJIEPOJIOM PACTITIABE. ..uuvvrvreesssrrersesanrreeessssnssssessssssnsessssssneseesans 43

2.2.1 OueHka napaMeTpoB BIHSIONIUX HA TEMIIEPATYPY TUCCOLMAIIUN

HUTPUJOB U (POPMY MOJTYyYAEMBIX TUKOB HA KPUBBIX Ta30BBIACICHUS ............. 49

2.3 AHanus MoaeabHbIX Cr1aBOB CUCTEMBI FE-Al-TIi-N....ooovveeieeeeee 52



2.4 Omnpenenenue koiamuecTBa a3oTa, cBsizanHoro B TIN u AIN B penbcoBoit

crajimu MCTOAOM BBICOKOTGMHCpaTypHOﬁ 9KCTPAKIHMHU B HCCYIICM I'a3C .............. 58

2.5 OHCHK& 3aBUCHUMOCTH CTOMKOCTH PCIBCOB OT COACPKAHUA

HEJIEPOPMUPYEMBIX BKITFOUCHHM . ... .vvvveiiriesssiieeesireessssneesssseesssssessssssessssssesssnsseesns 66

2.6 PGKOMGHII&HI/II/I IO KOPPCKTUPOBKC TCXHOJIOTUH BLITINIABKHU pCHBCOBOﬁ CcTalln

15 £ T U 1517/ 5 69
R 23S 0:10 710 8 5 (030 01 F: ) : S/ 73

['maBa 3. Pa3paboTka sKcIripecc-MeTOIMKH, Ha 6a3e METO/1a BHICOKOTEMITEPATypHOI

9KCTPAaKIHUH B HCCYIICM I'a3C, AJIA OIIPCACICHNA PAaCTBOPCHHOI'O a30Ta B

2001 (55 000117 (o N0) 7 B o3 ¥ 1 1 SO PRSI 75
3.1 MaTeprabl JJIST UCCIIEMOBAHUSI .......vveeeeiurrereessanneeeeessnnnseeeessassneeeessnsnneeessannnes 75
3.2 TexHONOTUsI TPOU3BOICTBA METAIIIOKOP/IA U APMATYPBI «..vvveenereeireerireennnenns 76
3.3 OGopya0oBaHKE U METOBI ISl PA3pA00TKU SKCIIPECC METOAUKH .................. 79

3.3.1 OGopynoBaHue AJisi MPOBEACHHS BBICOKOTEMIIEPATYPHON BOAOPOIHON

DKCTPAKIIHH] +.venvveeesuteeaeassseesasteesssseeesssseasasbeeesasseeeasseeesnbseesanseeesanbeeesseeeesnsnnenss 79

3.3.2 O6GopyaoBaHue J1s1 IPOBEACHUS BBICOKOTEMITEPATYPHOU SKCTPAKIIUHU B

HECYIIIEM TABC ... uvvveeutreaesutreessuteesssseeesssseassnteaesasseeessseeesbbeeeansseesanseeesasseaessnnenas 81

3.4 [Ipo6oaAroTOBKa 00PA3IIOB M MPOBEIACHUE QHATTMBA «.vvvveesvveressvreeesssrnesssnenesnns 83
3.4.1 MeToa BBICOKOTEMIIEPATYPHOU BOJIOPOTHOM IKCTPAKIIUH .....vvveereevnnnse 83
3.4.2 MeToa BRICOKOTEMITEPATYPHOM IKCTPAKIIUU B HECYILIEM TA3€ .....cee.nnneee. 87

3.5 Pe3ynbTaThl SKCIIEPUMEHTOB M OOCYHKICHUEC .....vvvveenrreeeireeesireeesireessnneeeanens 90
3.6 BBIBOJIBI TI0 TIIABE 3. .uuvvviiiiiiuiriieesisiiieeeessssiseeeessssssesessssssssessssnssssnssssnsssensssnnsnns 94
OO611Me BBIBOJIBI MO TUCCEPTALMOHHOM PADOTE .oovvveeeiviieisiiieessireeessiieeessireessineeens 95
CIIMICOK JIUTEPATYPBI +..uvvveeetreresuseeeaasreeesasseeesasseessssseesansesesassesssassessssssseesansesssnssneans 97



Beenenue

AKTYaJIbHOCTH TeMbI JUCCEPTALMOHHON PadoThI

B cBsi3u ¢ moBblllIeHHEM TpeOOBaHUM K KAayeCTBY IMOCTABIISIEMOTO MeTaslia
HEOOXOJMMO Pa3BUTHE CYIIECTBYIOIINX aHATUTHUECKUX METOJ0B KOHTPOJS (popM
IPUCYTCTBHS Ta3000pa3yloluX MpUMecel B CTalli, TAaKUX KaK KHUCIOPOJ, a30T U
BOJIOPOJL.

Bimsinue a3zota Ha CBOMCTBA CTajld MOXHO PAacCMaTpuUBaTh C Pa3IUYHBIX
MO3UIMI. A30T MOXET MPUMEHATHCS KaK JIETUPYIOIIUM 3JEMEHT — 3aMEHUTEIb
Oosnee AOpPOruX W AEPUIMTHBIX MaTepUaoB, HAPUMEP, HUKENA B ayCTEHUTHBIX
CTalsAX. A30T TaKXK€ MOYKET OKa3blBaTh HEraTUBHOE BJIMSHHUE HA KAYECTBO CTAJIM:
CHIDKATh IUIACTUYHOCTh CTAJIM WJIM TPUBOAUTH, K OOpPAa30BAaHUIO KOHTAKTHO-
YCTAJIOCTHBIX Je(EKTOB, 3apOXkAAIOIIMXCd Ha HeAe)OpMHUPYEMBIX HUTPUAAX
tutaHa. Kak moka3aHo B pszne paOoT, BBINIOJHEHHbIX crennamuctamu OAO
«BHUMXT», UMET PAH u OAO YHM jskciutyaTallHOHHAS] CTOMKOCTh PEIBCOB
B IIyTH B 3HAYUTEIBHON CTENEHH 3aBUCUT OT YACTOTHI CTAIIN [0 HEMETAIUINYECKUM
BKJItoueHusIM. [IpuunHOil 00pa3oBaHUsl KOHTAKTHO-YCTaJOCTHBIX J1€(EKTOB, Kak
OpaBUJIO, CIY)XaT KpYNHbIE OKCUIHBbIE M HUTpUIHBbIE HenehopMupyembie
HEMETAJUINYECKUE BKITFOYEHHS.

[ToaTOMy akTyallbHOM 3aJayey SIBISIETCS OIPENEIICHUE KPUTEPUEB YUCTOTHI
TPAaHCIOPTHOTO MeTaJljia Mo HeAe(HOPMUPYEMBIM HEMETAIIMYECKUM BKITIOUEHUSM,
IIPOBEJCHUE KOPPEKTUPOBKM TEXHOJOTMM M  IOBBILICHUE DSKCILTyaTallMOHHOU
CTOMKOCTH PEJIBbCOB, MOJIY4Ya€MbIX U3 3TOU CTaJIH.

B Hacrosiee BpeMsi HE CYIIECTBYET METOAOB, KOTOPBIE IMO3BOJUIN Obl
KOJIMYECTBEHHO OBICTPO M C BBICOKOW TOYHOCTBIO, OLIGHUTh  (HOPMBI
CYILIECTBOBAaHMs a30Ta B crainu. [[ns mporHo3a (a3zoBoro cocraBa HUTPUAHBIX
BKJIIOYEHUM MOYKET NPHUMEHATHCS TEPMOAMHAMHUYECKUN aHAJIA3, OJHAKO, €ro
pe3yapTaTbl HE BCErJa MOXHO CYMTaTh HaAeKHbIMU. Ui  mosydeHus
aHANUTUYECKOW HHpopMaMu O (a30BOM COCTaBE HUTPUJIOB TMPUMEHSETCS

ONTUYECKas W DJCKTPOHHAS MHUKPOCKOMUS, METOJIbI PEHTI€HOBCKON NU(PPAKIUH,
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XUMHUYECKUN aHAJIU3 U COYETAaHWE ITHX METOAOB. Bce METOAbl 3TH OTIMYAIOTCA
YYBCTBUTEIBHOCTBIO U TOYHOCTBIO OINPEAEIICHUS M y KaKIO0r0 U3 HUX €CTh CBOU
OTpaHWYEHUs] B INpuUMeHeHuH. Tak, Hampumep, paspelIeHUue ONTUYECKOTO
MHUKpPOCKOIIa JIOCTATOYHO OIPAaHWYEHO, AHAJIW3 HAHOMETPOBBIX BKJIIOYEHUHN
METOoJaMU AUPPAKIUK TAKKE 3aTPyAHUTEIEH, KPOME TOr0, HEKOTOpPbIE KapOubl U
HUTPUJBl UMEIOT aHAJIOTUYHbIE pediiekchl. CylecTBYIOMNE METOAbI ONIPEACICHUS
pPacTBOPEHHOI'O0 B METAJJIE a30Ta, TAKUE KaK BBICOKOTEMIIEpaTypHas BOJOPOJIHAs
IKCTPAKIMS, IEKTPOXUMHUUYECKOE PA3IO0KEHUE U T.J., JOCTATOUHO TPYIOEMKHU H
TpeOyIOT OOJIBIIOTO KOJIMYECTBAa BPEMEHHU i aHaln3a. [109ToMy MOMCK HOBBIX U
pPa3BUTHE CYLIECTBYIOIIMX METOJIOB OINPEACIICHUS COAEPHKAHUS PACTBOPEHHOIO U
CBA3aHHOIO a30Ta B CTallM, B HACTOSIIEE BpeMs, SBIKIECTCS aKTYaJIbHbBIM
HaIlpaBJICHUEM.

[IepCcEKTUBHBIM SIBJIISIETCS. METOJ BBICOKOTEMIIEPATYPHOM 3KCTPAKLIUU B
NOTOKE HECYLIETO raza B rpaduroBoM Turie. Meroj 3akitodaeTrcs B JMHEHHOM
HarpeBe oOpas3ua B rpapMTOBOM THUIJIE C 33JaHHOM CKOPOCTBIO HarpeBa B MOTOKE
ra3a-HOCHUTEJIA, C MOJIyYeHUEM KpUBOI ra30BblIeNECHUS (3BAIOTPaMMbl) KUCIOpOia
M a3oTa, W UX nocieaywonied pacmudpoBkoi. JlaHHBIA MeETOH IMIMPOKO
NPUMEHSETCS Ui OLEHKH OKCHIOB B MeTaymiax. OJHaKo, B Cily4ae C a30ToM,
BO3HMKAET 3aJja4a MPaBUWJIBHON MHTEPIPETALNHN [TOJTYYEHHBIX IBAJIOTPaMM.

Hacrosimas pabota, HampaBieHa Ha pa3BUTHE (PU3MKO-XUMHUYECKHUX OCHOB
METOJla BBICOKOTEMIIEpATYpHOU AKCTpaKIUHU a30Ta B HECYIIEM rase, pa3padoTKy
METOAMK KOHTPOJISI YUCTOTHI YIJIEPOJUCTHIX cTayned mo ¢opmam MPUCYTCTBUS
a30Ta, ONpeAeIICHUE KPUTEPUEB YUCTOTHI PEIbCOBOM CTAIH MO HEAEHOPMHUPYEMBIM
HEMETAJUIMYECKUM BKJIFOUCHHSM AHAJIM3 W COBEPLICHCTBOBAHUE TEXHOJIOTUHU
MPOU3BOJICTBA PEIbCOBOM CTalM C LENbI0 TMOBBIIMICHUS SKCILUTyaTal[MOHHON

CTOMKOCTH PEIBCOB.

eab padoThl
[leapto maHHOW pabOTHI SBISIIOCH pPa3BUTHE (U3UKO-XMMHYECKUX OCHOB

METO/Ia BBICOKOTEMIIEPATYpHOM OHKCTpPaKIMM B HECYIIEM raze M pa3padoTka
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METOJHMK KOJMYECTBEHHOTO oOmpeaeneHnus (opM NPUCYTCTBHSI a30Ta B CTaJsX,
pa3paboTKka KpUTEPHUEB YUCTOTHI PEICOBOTO METaia Mo HeAaePOopMHUpYyeMbIM
BKJIIOUYECHHSIM U ONTHMM3ALMS TEXHOJIOTUU BBIILUIABKUA PEIbCOBOM M apMaTypHOU
crameii. OCHOBHBIE 3aJauM, Ha pEIICHHE KOTOPHIX OblIa HampaBjieHa JaHHAs
paborTa:

1. TepMoaAMHAMUYECKUN aHAIA3 U SKCIEPUMEHTAIBHOE HCCIEA0BAaHUE
MPOIIECCOB JMCCOLMAIMM HUTPUAOB THUTaHA W AQJIIOMUHHS B HACHIIIEHHOM
yIIepoJIoM pacilaBe B CIJIaBax Ha OCHOBE jkene3a. Pa3paboTka MeToauku
UACHTU(GUKAINY HATPUIOB B HACHINIEHHBIX YIJIEPOJAOM pACIUIaBOB jKejie3a IMPHU
(bpakIMOHHOM Ta30BOM aHAJIU3€E CTaJCH.

2. Pa3paboTka METOIMK KOJUYECTBEHHOTO OMpPEIEeNEHUsI pACTBOPEHHOTO
M CBSI3aHHOTO a30Ta B CTaJIM METOJIOM BBICOKOTEMIIEPATYPHON JKCTPaKIUU B
HECYIIEM ra3e B MOJICIIbHBIX CIJIABAX U YIIIEPOAUCTBIX CTAIAX.

3. N3yueHne BIUSHUS HUTPUAOB Ha OJKCILUTyaTAllHOHHYKO CTOMKOCTb
pENbCOB HAa OCHOBE HCCIEAOBAHUI 0Opa3lOB PEIbCOBBIX CTAJCd MPOIIEAIINX
UCIBbITaHUs Ha sKcnepuMeHTanbHoM Kosblle BHUMIKT. Onpenenenue kpurepruen
YUCTOTHl  PEIbCOBOM  CTAIM MO  HeaePopMUpPYEeMbIM  HEMETaNIMYEeCKUM
BKJIIOUCHHSIM.

4, AHanmM3 TEXHOJOTHUU BBHIIUIABKU PEIhCOBOM CTaM H pa3paboTKa
pEKOMEHAAIUi 10 CHUKEHUIO KOJIMYECTBA BKIIFOUCHUN HUTPHUIA TUTAHA.

5. Pa3zpabotka METOIUKHA KOJIMUECTBEHHOT'O onpeeIeHUS
PACTBOPEHHOIO a30Ta U U3Y4YEHHUE BIUSHUSI MUKPOJICTUPOBAHUS HA MEXaHUUECKHUE

CBOMCTBA apMaTypHOU CTaJIN.

MeTtoabl MccIe10BaHUA

Jis pa3pabOTKU SKCIPECC-METOAMKHU OIpeAesieHUus] CBOOOAHOrO a3oTa u
aHaJln3a HUTPUIHBIX BKIIFOUEHUHN OBLI MCIIOJIb30BAH T'a30aHAIM3ATOP KUCIOpOaa U
azota TC-600 ¢upmbr Leco. s moarBepAeHUs MPaBHIBHOCTU TOJYy4aeMbIX
JaHHBIX C TOMOIIBI0 pa3pabOTaHHOW METOJMKH ObT TPUMEHEH METOA

BBICOKOTEMIIEPATYPHOM BOJIOPOJHOMN DKCTPAKIIUU. Jns [IPOBEACHUSA
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BBICOKOTEMIIEPATYPHOI BOJOPOAHON AKCTPAKIMN U ONpPEAEIEHHUS] PaCTBOPEHHOTO
a30Ta B CTaJU OBLI CIIPOCKTHUPOBAH U COOpPAH OPUTHMHANBHBIN Ta30aHAIM3aTOP Ha
ocHoBe TpyOuaToi meun FRH-70/250/1100 ¢dupmbr Linn High Therm wu
cnektpodoromerpa Ikcnept-003  dupmbr  Oxonwmke. s ompeneneHus
HUTPUIHBIX BKJIIOYEHUH ObUTM Hcmoiab30BaHbl Oxe-crnektpomerp JAMP-9500
¢dbupmel Jeol n ontuueckuit mukpockon Olympus PME-3, ocHamenHsiii iudpoBoi
BUJIcOKaMepoil u cuctemont ananuza nzobpaxkenus [A-3001 (Leco). Xumuueckuii
aHaJIM3 METaJljla MPOBOIMIA Ha aTOMHO-3MHCCUOHHOM CIIEKTPOMETPE TICIOMIETO
paspsna Leco GDS-850A. TepmoauHaMudeckure pacyeThbl IPOBOJIUIN C TTOMOIIIBIO
nporpammHoro oodecneuenust Thermocalc, st 00pabOTKM KPUBBIX Ia30BbIICICHUS
U KOJIMYECTBEHHOT'O aHaIN3a HUTPUJIHBIX BKIIOYEHUH MPUMEHSIU MNPOrpaMMy
OxSep ¢ ucnoib30BaHUEM pa3pabOTaHHOW METOAMKU pacueTa TEMIIEpaTyp Hadaja

JIUCCOIMAIIMN HUTPUJIOB.

Hayunasi HOBU3HA

1. Pa3paboransl (U3UKO-XUMHUUYECKUE OCHOBBI MeTo A
BBICOKOTEMIIEPATYpPHON OKCTpPaKIMM a30Ta B HecylleM Tra3e. Bmepssie,
HKCIIEPUMEHTAIILHO u TEOPETUUECKU OTIpe/ieNIeHbI 3aBHCUMOCTH
XapaKTepUCTHUUECKUX TEeMIlepaTyp JUCCOLMALMU HUTPUAOB B HACBHIILIEHHOM
YTJIEPOJIOM paCIlIaBe OT COJIEPKaHMs HUTPUI000pa3yIoLIero 3J1eMeHTa.

2. OKCHepUMEHTAJIbHO ~ TOKa3aHO, 4YTO KHMHETHKAa  JUCCOLMAlluU
HUTPUIHBIX BKIFOUEHUH B HACBHIIIEHHOM YTJIEPOJIOM pacIulaBe HE 3aBUCHUT OT THUIIA
HUTPUIA, KOHIEHTPAlMM HHUTPUAO0OOPA3ymOMIeT0 JJIEMEHTa |  KOJHYeCcTBa
HUTPUJOB. BBISBICHBI KpUTEPUU UICHTU(PUKALMN HUTPUIOB AJIFOMUHUS U TUTaHA
B YIIEPOOUCTBIX  CTalsAX. JlOCTOBEpHOCTH  MONYYEHHBIX  PE3yIbTaTOB
NOJITBEPXKJICHA HCCIICOBAaHUSIMH  MOJICNIbHBIX CIUIaBOB M MPOMBIIUIEHHBIX
00pa3Ios.

3. Pa3paboTana opuruHajgbHas SKCIPECC-METOANKA M MPOTPAMMHOE
o0ecrnieyeHre i OMpeNeleHHs] CBS3aHHOTO B HUTPHIIbI a30Ta B YIJIEPOJIUCTHIX

crajisix. Ha ocHOBe aHanu3a BIMSHUS HUTPHUAOB Ha SKCILTYaTallTHOHHYIO CTOMKOCTb
7



pPEIbCOB,  OMNPENEJICHbl ~ KPUTEPUHM  YUCTOTBI  PEIILCOBOM  CTald 1O
HeZIehOPMHUPYEMBIM HEMETAIUTHIECKUM BKITFOUCHUSIM.

4, Pa3paboTana opuruHangbHas SKCIPECC-METOAMKA I ONpeeIeHUs
PAaCTBOPEHHOIO0 M CBA3aHHOIO a30Ta B YINIEPOAUCTHIX craisax. [lokaszano, 4To
MUKpOJIETUPOBAHUE AapMATypHOW CTaJid OOpOM TMO3BOJISIET CHU3UTH CTENEHb
nehOpMaIIMOHHOTO CTAPEHUs CTAJM 3a CUET CHIKEHUS 10U PACTBOPEHHOTO a30Ta

B MCTAJLJIC.

IIpakTH4Yeckasi 3HA4YMMOCTb PadoThI

PaGora HampaBieHa Ha pa3pabOTKy ONTUMH3UPOBAHHOW TEXHOJOTHH
IIPOU3BOJCTBA PEIBCOBOM cTanmu Ha HMWXKHETaruiabCKkOM METaUTypruyecKoM
koMOuHate. B ycnoBusix HTMK npoBeneHbl ONBITHBIE TUIABKUA PEIBCOBOM CTAJH.
[IpumMeHeHne MpeUIOKEHHONM TEXHOJOTHH BBIIUIABKUA TMO3BOJIMJIO  CHU3HTH
KOJIMYECTBO HUTPUJOB TUTAaHA B METAJUIC, OKa3bIBAIOLIUX BIMSHUE HA CTOMKOCTH
PEIBCOB.

Pa3paboranHass MeToaMKa ONpEENIEHUsT PAaCTBOPEHHOIO B METajIe a30Ta
MO3BOJISIET OINEPATUBHO KOHTPOJIMPOBATH KAay€CTBO BBITYCKAEMOW KOPAOBOW U
apMmatypHoil cranu. IlomyueHHele B Xxome palOOTBl  pe3yibTaThl  ObUIN
UCIIOJIb30BaHbl  Ha  benopycckoM — MeTayjulypru4eckoM  KOMOMHATe st
KOPPEKTUPOBKM TEXHOJOTHM BBIIUIABKA KOPAOBOW M apMaTypHOU cranei. Taxxe
pe3ynbTaThl JaHHOW paboThl OymyT mpumeHeHbl B ycioBusix AO «OOMK» s
ONTUMM3ALMN TEXHOJOTUM BBIJIABKU CTAJlIM, YTO MOATBEPXKIEHO CIPABKOM 00

VCIIOJIb30BAaHUU PE3YJIbTATOB PAOOTHI.

Anpobauusi padoTbl

OcHoBHBIE pe3ynbTaThl padboTel gojoxkenbl Ha: XI u XIII Kondepenmun
MOJOJIBIX COTPYAHUKOB H  acnupaHTOB «DHU3UKO-XUMUS U  TEXHOJIOTHUS
HEOPTraHWYECKUX MarepuanoBy HWHCTUTyTa METaUlyprud W MaTepualioBeJCHUs
uM. A.A. baiikoBa PAH (Mocksa 2014, 2016); KondepeHiuu ¢ MexIyHaApOTHBIM

yuactueM «Pa3neneHre M KOHUEHTPUPOBAHWE B aHAIUTHUYECKOW XUMHH» (T.
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Kpacnonap 2014); «MenaeneeBckuid cbe3 M0 OOIIeld U MPUKIAAHON XUMUN» (T.

ExarepunOypr 2016).

Hyoaukauuu
Marepuansl guccepTaliid OTPa)K€Hbl B O-TH MEYaTHBIX paboTaxX, 3 M3 HHUX

OITyOJIMKOBAHBI B JKypHasIax peneHsupyeMbix BAK.

O0bem u cTpyKTypa padoTsl
Jluccepranusi COCTOMT W3 TPEX TIJaB, BBIBOJIOB M CIHCKAa LUTHPYEMOU
auTeparypel, comepkuT 109 crpaHuIbl medaTHoro TekcTta, 44 pucyHka mMm 14

tabnui. CIUCcOK JIUuTepaTyphl BKItodaeT 133 uctouHuka.



I'nasa 1. JIuteparypHsliii 0630p

1.1 PacTBOpMMOCTH a30Ta B CTAJIU

OCHOBHBIMHM MCTOYHHKAMU TTOCTYTUICHHS 230Ta B CTaJb SIBJISIOTCS IITUXTOBHIE
MaTepuaibl U atMocdepa. B TBepiom Merasie a3oT HaxoAuTcs JHOO B TBEPAOM
pacTBOpe, KOrja aToOMbl a30Ta BHEAPEHbI B MEXAOY3IUSAX KPHUCTAILITMYECKOU
pemieTkd, JUO0 B COCTaBe a30TCOACPXKAIIUX HEMETAUIMYECKUX BKIIOUCHUM.
Wcxons u3 auarpaMMbl skenne30-a30ot [1] BUIHO, 4TO a30T OTHOCHUTCS K dJIEMEHTaM
pacMpsAroIIM Y-001acTh. M3BECTHO, UTO MPOLECC PACTBOPEHHS a30Ta B METaJIE
BKJIFOYAET B c€0s TpU cTaauu: 1) MOCTYIJIEHUE MOJIEKYJI a30Ta K MIOBEPXHOCTHOMY
CJIOI0 pacruiaBa, 2) Peakis Ha MOBEpXHOCTH paciuiaBa, 3) auddys3us dacTuil
a30Ta yepe3 MOrPaHUYHBIN CIOW paciiaBa M pacnpeleseHue B 00beMe MeTalla.
PactBopumMOCTh a30Ta, pu aTMOC(HEPHOM JIaBIICHUH, B O, Y, O U KHIKOM >KEJe3e

nokazaHo Ha pucyHke 1 [2].
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Pucynok 1 — pacTBopuMOCTb a30Ta B kenese [2].

[lepBrle pabOTHI IO OMPENCICHHIO PACTBOPUMOCTH a30Ta B JKelie3e ObLIN

nposenenbl Cueprcom [3]. CoracHo 3akoHy CuBepTca, pacTBOPUMOCTh a30Ta
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MIPOTMOPIIMOHANIFHA KBAJAPATHOMY KOPHIO TMAapIMaIbHOTO JaBJICHHUSI a30Ta HaJ
pacrutaBoM. B dmcTtoMm kenese pactBopuMocTh azora cocrtaBisier 0,044+0,002%
npu 1873 K. C noHM*’eHUEM TEMIIEPATYPhl, PACTBOPUMOCTh a30Ta YMEHBIIAETCS B

3aBHCHMOCTH OT MOJU(UKAIINH jKeJie3a, COTJIACHO YpaBHEHHM [4]:

g [N]rex=-1,22-251/T (1)
g [N]s.re = - 1,18- 1338/T )
Ig [N] ,.re = 1,93 - 420/T 3)
Ig [N] o.re= -0,76 - 1825/T 4)

Jlerupyromnye 3JIEMEHTBI, COJEpKaIlluecs B CTaJM, MOTYT yMCHBIIATh WIIH
YBEIIMYUBATH PAaCTBOPUMOCTH a30T1a. Takue anmemenTsl kak Al, Cr, Mn, Mo, Nb, Ta,
Ti, V, W u Zr noBslmaioT pacTBOpUMOCTh a3ota, a B, C, Co, Cu, Ni, P, Si u Sn —
CHWKaT [5]. BausHue pa3iauuHbIX DJIEMEHTOB Ha PACTBOPUMOCTH a30Ta B

XKuIKOM sxenese mpu Temneparype 1873K u 1473K nmokazano Ha pucynke 2 [4].
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PucyHok 2 - BiiisiHue pa3iinyHbIX 3JIEMEHTOB Ha pACTBOPUMOCTh a30Ta B JKEJI€3€
npu 1873K (cneBa) u npu 1473K (cnipaBa)
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B pab6orax [6, 7] moka3aHo, 4TO TUMHUTHPYIOIICH CTAHCH pACTBOPEHUS a30Ta
B KHUJIKOM >KEJIe3€ M €ro CIIaBaxX SIBJISIETCS MAcCOMEPEHOC PACTBOPEHHOIO ras3a C
MOBEPXHOCTH B 00beM MeTaiia. CKOPOCTh PacTBOPEHHUSI a30Ta B CTAU CHIIBHO
3aBUCHUT OT KOHIICHTPAIIMY PACTBOPEHHOTO B METAJUIE KHCIOPO/a, YTO MOKA3aHO B
padote [6]. B pabGore Haccepa [8] BBIABHHYTO MPEAOIOKEHUE, COIIACHO
KOTOpOMY, Ha 3aMeyieHHe abcopOmmm a30oTa BIUSET 0Opa30BaHUE OKHUCHBIX
IUICHOK Ha MoBepxHOCTH MeTaymia. OmHako, B padorax Illenka [9,10], ®dumepa n
Xodmana [11] ObLIO MOKa3aHO, YTO CKOPOCTh IIOTJIOMICHHS a30Ta IKEJIE30M
YMEHBILIAETCS C POCTOM COJAEPKaHHUS PACTBOPEHHOIO KHUCIOPOJa, Aake Npu
OTCYTCTBUHU OKUCHOW TuieHKU. Dopmyra (5) oTpaxaeT 3TO BIUSHUE KUCIOPOaa Ha

aOcopOIHIo a30Ta )UIKUM xenezom [10].

lg i = —5,22[0] + Igpy? — 2,42 (5)

[Tpenmoinaraercs [12], yTo BausiHUE KUCIOPOJa O0YCIOBICHO MEPECTPONKOM
a7ICOpOIIMOHHOTO CJIOSI Ha TOBEPXHOCTU >KeJie3a, BBUAY TOrO, YTO KHCIOPOJ
SBJISICTCS TOBEPXHOCTHO AaKTHBHBIM BEIIECTBOM M €ro KOHIIGHTpalMs Ha
MTOBEPXHOCTHU PacIlylaBa BO3PACTACT C MOBBIIIICHUEM €ro KOHIICHTPAIlUd B 00bheMe
MeTaiia. Pe3ynbTaToM  SBISETCS CHIDKCHHE aJICOPOIMOHHON  CIOCOOHOCTH
MMOBEPXHOCTHOTO CJIOSl JKujkoro Merawia. [lomumo kmciopoma Ha abcopOmuio
a30Ta XUJAKUM xkeie3oM BiuseT cepa [10,13], onHako ee BiusiHUE BABOE ciadee.
Ee BmusHuMe Takxke OOYCIOBIEHO TEM, UYTO cepa SBISETCS TOBEPXHOCTHO
aKTUBHBIM 3JieMeHTOM. 1o manubiM [14] npu BRICOKUX KOHIIEHTPALMSX KHACIOPOIa
U Cepbl TPOIECC IIOTJIOMICHUS a30Ta JKUAKUM JKEJIC30M KOHTPOJUPYETCS
ajcopOIIeil Ha TOBEPXHOCTH, TP TTOHIKEHHOM — KOHTPOJIb OCYIIECTBIISIETCST KaK

MOBEPXHOCTHOM peakiie, Tak u nudQys3ueit a3ota B HOrpaHUYHOM CJIO€ METaJla.
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1.2 ®opMbl NPUCYTCTBHUSA a30Ta B CTATHU

[TpucyTcTBHE a30Ta B METa/UIE MOKET OKa3bIBaTh OTPOMHOE BIIMSHUAE Ha €ro
cBoiicTBa. Brmusane popm mpuCyTCTBHS a30Ta B cTaidu chOPMUPOBAIO MPoOIEeMy
pa3paboOTKK aHATUTHYECKUX METOJIOB, MO3BOJISIONINX BBISIBUTH KAPTUHY (Ha30BOTO
cocTaBa as3oTa B CIUIaBax Ha OCHOBe kene3a. llosromy Oblma co3maHa
Kkinaccudukanus (HopM MPUCYTCTBUS a30Ta B CTalld, B OCHOBY KOTOPOW JIETJIO
OTHOIIICHUE a30Ta K PAa3IMYHBIM aHAIUTHICCKUM METOAaM. bbutn copMUPOBaHEI
MOHSITUS MeMAypeuiecko20 U XUMU4ecko2o a3oTa.

B 1974 rony CeunOepH [15] cocTtaBui TaOJHIly, OMMCHIBAIONIYIO Pa3INYHbIC
dbopMBl COCTOSIHUSI a30Ta B CTaJd, C METaJUIyprUYeCcKOro, XHMHYECKOTO U
Kpuctajuiorpadguyeckoro B3risiioB. B 1976 rony Kpeumep MoaepHU3NpoBall 3Ty
tabuiy (pucyHok 3) [16].

[Tpu paccmoTpenuu ¢hopmM MPUCYTCTBUS a30Ta C METAIUTYPTUYECKON CTOPOHBI,
TpaHuIla pa3JeliecHHusi Ha PACTBOPUMBIM M HEPACTBOPUMBIN a30T YETKO BHUJIHA.
OpHako ¢ XMMHYECKOM TOUKH 3pEHHUS TPaHUIIA HE Takas siBHAs. ITO 0OYCIOBICHO
TEM, YTO PACTBOPUMOCTH a30Ta 3aBUCUT OT TaKMX (PAKTOPOB, KaK PaCTBOPUTEIID,
TUII HUTPUJIOB U UX pa3Mep. B Hacrosiiiee BpeMst MCCIEA0BATENN Pa3ACISIOT a30T
HAa Tpu Kareropuu: 1) oOmui a3oT, 2) pacTBOpPEHHBIA a30T (CBOOOMHBIN) 3)

CBSI3aHHBIN B HUTPpUABI a30T.

1.3 Buusinue a30Ta HA CBOMCTBA CTAJH

BnusHue azora Ha 3KCIUTyaTal[MOHHBIE KAY€CTBA CTajld HOCUT JBOMCTBEHHBIN
XapakTep. A30T MOXKET MPUMEHATHCS KaK JIETUPYIOLIUN 3JIEMEHT — ISl 3aMEHBI
Oomnee moporux M NeMUIIMTHBIX MAaTEpUAIOB, HAIPUMEDP, HUKEIS B ayCTEHUTHBIX
CTaJISIX; TAK M OKa3bIBaTh HETaTHUBHOE BIMSHHE HA KQUeCTBO cTaiu. B 3aBUCcHMOCTH
OT TOTO, B KAKOM BHUJI€ HAXOJUTCA a30T B CTAIM — B KAUECTBE PACTBOpPA BHEAPECHUSA
WM B BHJIC PA3IMYHBIX a30TCoAepk amx (a3, ero Biusaue OyAeT padnuuarbes. B

TPUII cranu noGaBka a30Ta MO3BOJISET IMOBBICUTH Mpeaea MPOYHOCTH, Mpeaes
13



TEKy4eCTH, OTHOCUTEIIFHOE YIUIMHEHWe, a oOpasyrommecs BiiarodeHus AlN
NOBBIIIAIOT JOJI0 OCTaTOYHOI'O AYCTEHWTa, YTO MPHUBOJUT K YBEIMYECHHIO

IIPOYHOCTH M IIaCTHUHOCTH (prucyHOK 4) [17].

Mecmo naxoaco. I Tepsunonozun

uazpamma
amoma azoma Auazp EIema.z.npzuuecxan Xumuyecran

B pememxe Fe @ 2or |MP-p savemenus

(& enes0 | OO0z, Cu zp.

amw parima daser

Kax
nezupyrouiui
nemenm

(x1acmep)

B ouccaoxkayuax Pacmsopumoti

Pacmeopumostii
Ha zpanuyax

3epen

Humpuost
KHeenesa

Humpuost
TeZUPYIouIx
371-MO6

Hepacmeopumesti

Pacmeopumostii
uiu

Oxcuost u Op, Hepacmeopumsiu

COCOUHEHUA C
adcopbuposan-
bIM A30MOM

Pucynok 3 — Pacnpenenenue a3orta B cTaiu
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Pucynok 4. 3aBUCUMOCTB M€X. CBOMCTB OT COJEPKaHUA a30Ta B OTOKKEHHOM

meTtajuie [17]

A30T sBIIeTCA CHIBHBIM cTabwimm3aTopoM aycteHura [18-20]. Asor
MOBBIIIIACT TPOYHOCTHBIC XApaKTEPUCTHKU TMPH, TIOPOH, HE3HAUYUTSIHBHOM
CHIDKCHHMW IutacThyHocTh [21-27]. Cramum ¢ a30TOM ayCTEHHWTHOrO Kiacca
00alal0T TOBBIIIICHHBIMH MEXaHUYCCKUMH CBOWCTBAMH TIPU TTOHIKEHHBIX
temneparypax [25, 28, 29]. Hurpumer FeigN, u FesN 001amaror BBICOKHM
MarHUTHBIM MOMEHTOM, TE€M CaMbIM OKa3bIBAIOT BIIMSHHEC M HA MAarHUTHBIC
cBorictBa kene3a [30-32]. B HekOoTOpBIX clydasix a30T MOXKET IOBBIIIATH
KOPPO3UOHHYIO CcTOMKOCTh cTamu [33-36]. B penbcoBoit M KOJECHOH CTalH,
conepkamieir mopsiaka 20-30 ppm TuTaHa, oOpa3yromuecs HUTPUABI THUTaHA
MOTYT CIYXXHTh IPUYMHON 00pa30BaHMs KOHTAKTHO-YCTAIOCTHBIX aedektoB [37].
Brinenenue wactuir TIN B pesIbCOBOM M KOJIGCHOM CTaJId MOHIIKACT MJIACTHYHOCTD
MeTaJlIa TPU Topstaeit eopMaiid U MOXKET SBJIATHCS MTPHYNHOW OXPYITIYUBAHUS
[38]. B Takux cramax, Kak KOpaOBas, PAaCTBOPEHHBIA a30T MPUBOAUT K Tak
HA3bIBACMOMY CTapEHHUIO CTAJH, B PE3yJbTaTe KOTOPOrO CHIKACTCS IIACTUYHOCTh

CTaJIn, BO3PACTACT MPCACIT TCKYUCCTH.
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Cpenu BO3MOXKHBIX MEXAHU3MOB BO3JICUCTBUSA a30Ta Ha CTPYKTYpy H
CBOMCTBA CTajiel cCYUTAOT cieayromniue [39]:

- UCKQ)KCHUE METAJUTMYECKOM MOJAPENIETKH TBEPAOTO pAaCTBOPA MPU BBEACHUU
aTOMOB a30Ta;

- cerperanus TBepAbIX YacTULl HUTPUIOB;

- BO3JICMCTBUE HA SHEPTUIO MEK3EPEHHBIX TPAHUI] U U3MEJIbUCHUE 3€PHA;

- B3aUMOJICHCTBHE MEXKIY aTOMaMH a30Ta U AUCIOKAIMIMU U €ro BIUSHUE HA
CBOMCTBA JUCJIOKAIUM;

- BJIMAHHUC a30Ta Ha 3JICKTPOHHBIC ITOJACHUCTECMbI MCTAJlJIA.

1.4 B3aumoneiicTBHe a30Ta ¢ JUCIOKALUAMH

HecoBepieHCTBO KpuCTaNIMUECKON penieTku ¢hepputa siBIsSeTCs MPUYUHOM
HEPAaBHOMEPHOTO PACHPEACIICHHUS] aTOMOB a30Ta B HEM. ATOMBI a30Ta, BHEIPEHHbIE
B MEXKAOY3JIUsSl PEIICTKU MeTaia, AePOpMHUPYIOT €€ U MepeMenialoTrcs B
nedeKTHbIe YYacTKW, TJIeé MM BBITOJHEE Pa3MECTUTHCS, YeM B COBEPIICHHOU
00JIaCTU PEIIETKHU, TJE aTOMbI CO3/AI0T MOJE 3HAYUTEIbHBIX HAMpPSKEHUU. ITO
MPUBOJIUT K OOpa30BaHHMIO 00JIACTEH C TOBBIIICHHOW KOHIICHTpaIlMeld aTOMOB
azota — arMocdepsl Korrtpenna, OJOKHpYIOIIUE IBUKEHUE IUCIOKAIUNA TIOJ
MIPUJIOKEHHON Harpy3koil. C IMOHMKEHHEM TEMIIEpaTypbl KOHLIEHTpAIUs aTOMOB
a3oTa BOJM3W JUCIOKAIlMM TOBBIIIACTCS W, TPH JOCTIKEHUU TIpenena
PacTBOPUMOCTH BOJIM3U sipa JUCIIOKAIUU, MOXKET (GOpMUPOBATLCS BTOpas ¢aza
[40]. KoHuenTpamus a3oTa y JIUCIOKAIMKA TIOBBIIIACTCS C YBEIUYCHHUEM HX
IUTOTHOCTH, KOTOpas 3aBHCHUT OT cTeneHu jaedopmaruu Metauia. B pabore [41]
MOKa3aHo, YTO B Je(OPMUPOBAHHOM MeETajlie, HaXOJAIIEMCS B PaBHOBECUU C
ra3oBoil (a3oii, MOXKET PAaCTBOPUTHCS OOJIBIIIE a30Ta, YeM B HeJIe(HOPMUPOBAHHOM.
Bbr110 0TMEUEHO, YTO aTOMBI a30Ta B3aMMOJICHCTBYIOT C IBYMSI THUIaMU J1e(DEKTOB:
1) MUKpPOTpEIINHBI, KPaeBbIC AUCIOKAIMH, 2) BUHTOBBIC JUCIOKAIIUH.

B3auMogeiicTBue a3ora ¢ IUCIOKAIUSAMU U IPYTUMHU JIe(HEKTaMu CTPYKTYPHI

MCTallIa OKa3bIBACT HCEIMOCPCACTBCHHOC BJIMAHHC Ha MCEXAHUYCCKHC CBOMCTBA
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cramd. K TakuM BIUSHUSAM OTHOCST MPOIECCHI J1e(HOPMAMOHHOTO CTApPCHHUS
ctanu. OCHOBBI TeOopuu N1e(hOpMaLMOHHOTO CTapeHusi ObuiM cHOPMYIHPOBAHBI B
1949 r. B pabore Korrpemna [42]. Tlox medhopManrOHHBIM CTapeHHEM MeTajlia
MO/IPa3yMEBAIOT, M3MEHEHUE €ro MEXaHWYECKUX CBONCTB BO BPEMEHH IIOCIIC
XOJIOJTHOU TIIACTUYECKON JMedopMallii WIH TEPMHUUECKONH 00pabOTKHU (Harpumep,
3akankoi). BcmencTBue aegopMaIimoOHHOTO CTapeHUs MPOUCXOIWT TIOBBIIIICHHE
npenena TEKy4eCTH W MPOYHOCTH, CHIDKEHHE TUTACTHYECKMX CBOWCTB, a TaKkKe
TIOBBIIIICHUIO TEMIIEPATYPhl BSA3KO-XPYMKOTO Tepexoja. PaznudaroT craTudeckoe
(Tpu BBUTEKWUBAHUM METaJIa mocie AehopMalnn) U AHHAMUYECKOe (B MpoIecce
nedopmarun) crapenne ctaim [43]. BausHue nedopMalmoOHHOTO CTapeHHUS Ha
CBOMCTBA CTAJIM MTPOUCXOHUT B CIydac €CIu:

- B mporiecce aegopMmali MeTajia BBEICHO OMPEICICHHOE KOJIMYECTBO
JIUCIIOKAIIUM;

- KOHIEHTpals  TPHUMECHBIX  aTOMOB  B3aWMOJCHUCTBYIOIIMX  C
IACIOKAIMAMH COCTaBIsieT He Meree 107 macc % [44].

B ManoyriepoaucToi ctaiu MoKeT HaOIroaaTbes 3PPEeKT CHHETTOMKOCTH —
YaCTHBIN ciydail ehopMalMOHHOTO CTapeHus. DTO SIBJICHHUE, TAKXKE MPUBOJIUT K
CHIDKCHUIO TUTACTUYHOCTH W TIOBBIIICHUIO TPOYHOCTH W TIpeneia TeKy4eCTH
MeTala Ipu  ero pacTshkeHuu B uHTepBaie Temneparyp 150-300° C.
CHHEITOMKOCTh TIPOSIBIIICTCS JaKe MPU HE3HAYMTECIIBHOM COJICpKaHWUHM a30Ta, a
MaKCHMaJbHbIC 3HAUYCHUS TMpejiesia MPOYHOCTH JOCTUTAIOTCS P €r0 COIepP KaHuN
0,01 macc. % [12]. HedbopManmoHHOE CTapeHHE CTadd MOMHMO MEXaHHUYECKHX
CBOWMCTB, OKa3bIBacT BIIMSHKME M Ha (PU3MUYECKHE CBOMCTBaA jkeje3a. B padote [45]
MOKa3aHO, YTO B TIPOIECCE CTApEHUs B pE3yJIbTaTe CEerperaiud aTroMOB Y
JUCIIOKAIIMH, TMOBBIMIACTCS HANPSDKEHHOCTh MArHUTHOTO IIOJII M CHHDKAeTCs

QJICKTPUYICCKOC COIMPOTUBICHHUC U TCPMOIJICKTPOABUIKYIIAsA CHJIA.
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1.5 Metoasbl onpenesiennsi Ga3oBoro cocraBa a3ora B MeTaJljie

1.5.1 Metoa buriun

OngHuM M3 OCHOBOIOJIOKHUKOB (DPAKIIMOHHOTO OIpEAeNeHus a30Ta ObLI
X.®. burimu. B cBoux paborax [46-49] oH mpuUMEHSUT METOJ, OCHOBAHHBIH Ha
XUMHYECKOM OTIEJICHUH HUTPHUAOB AJIOMUHHUS OT METaUNIMYECKOM MATpHIIbl B
3(Hp-TaJOreHHOM pacTBope (HauOoJiee Y4acTO MPUMEHSETCS OPOMMETHIIAIETAT).
[locne  pacTBOpeHHsT ~ METAUIMYECKOW  MaTpPULBl,  COAEpXKAILMKCI B
OT(GUIBTPOBAHHOM OCaJKEe HUTPHI AIIOMHHHS pasjarald Mpd  TOMOIIU
TUAPOOKCUAA HATPHUS, CEPHOM WM IUIABUKOBOM KHCJIOT M METOJOM MapOBOM
nuctwisiuun (metona Kevpans, puCyHOK 5) MEepeBOJIWIM B aMMHUAK, COJICp>KaHUE
KOTOPOTO HU3MEpsUId  CTaHAapTHhIMH Metomamu [50]. PacrBopenHbId  a30T
OTIPEACTISUTN pa3HHIICH MEXTy OOIIUM a30ToM U a30ToM B coctaBe AlN.

Hecmotpst Ha TO, 4TO MeTOA bUTIM MKPOKO MpUMEHSIICS, Mperoaaraercs,
4TO JaHHBIM MeToj He yuuTbiBacT BKItodeHHUs AIN Menbiie 10 HM, KOTOpBIC
TepstoTcss npu  GuwibTpanuu  pactBopa [51-53], a Takke MOryT YacTUYHO
pacTBOPAThCS B ddup-rajoreHHoM pactBope [53-54]. I[lommmo »3Toro, uem
CIIOKHEE XMMHYECKUN COCTaB CTalHM, TEM MEHEE IMOKa3aTeIbHBIMH CTAHOBSITCS
pe3yabTaThl aHATH3A.

YuuteiBas 3tu HepocTaTku, OnceH U 3ayd’p MPUILIHA K BBIBOJY, YTO METO
buriu He MOKET TrapaHTUPOBATh TOYHOCTH MOJTYYCHHBIX pe3ysbTaToB [55]. OqaumM
U3 OCHOBHBIX OTPaHWYCHHI MPUMEHEHHUsS 3TOr0 METOAa SBISETCS TO, YTO OH HE
MO3BOJISICT HAJIC)KHO pa3nnyuTh BKIroueHus: AIN oT 1pyrux HUTPUIOB, TAKUX Kak
SizNg, VN, TiN, ZrN, NbN [15, 55, 56].

BBuay Ttoro, utro »¢up-TaJOTCHOBHI pPacTBOp HE TapaHTUPYET TOJIHYIO
skcTpakiuioo  BimoueHuir  AIN, Hexotopeie wuccaemoBarean [51, 57-59]
paccMoTpenr BO3MOKHOCTh MTPUMEHEHUS JEKTPOXUMHUYECKOTO paszieneHus. s
sxcTpakiuu AIN Oblr 0100paHbl HEOOXOIUMBIEC PearcHThl U COOTBETCTBYIOIIHE

aneKkTpoxuMudeckue — sueiiku  [57, 59]. Onmnako TpeOoBamach — KpaitHsis
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OCTOPOXKHOCTh ISl yHaJeHHsl HexenarenbHbIX (a3, Takux kak yriepon. Kax
0Ka3aJ10Ch, NIEKTPOXUMUYECKOE PA3JIOKEHUE TAKXKE HE AAeT rapaHTUU n30exaTh

TEX e OrpaHndeHui, yTo U Meto burmu. Kpeumep [60] 3akmrount, 4To MEeTOIbI

Ilaporenepatop

Tleperoraas Koada

———
—

Pucynox 5. Annapar Keiinans st onpeieneHus a3ora B 3(pup-raioreHHOM

ocaake

ANEKTPOXUMUYECKOTO PA3JIOKEHUS HEJOCTATOUYHO CEJIEKTUBHBI U HE IMO3BOJISIOT
KOJIMYECTBEHHO OIleHUTh coaepskanne AIN B ctamm. Onnako B padotax banau [61-
63] MeTo/ ¢ 3pHUp-TATOTCHHBIM 3aMEIIICHUEM HUTPHUIOB ObLIT COBMEIIIEH C METOIOM
nuddepeHInaTIbHOTO TEPMUYECKOr0 aHajdu3a C aHaJlu30M OTXOJAIIMUX Ta30B
(DTA-EGA). DTOT MeTOo1 MO3BOJIMII KOJUYECTBEHHO U KaYECTBEHHO OIPEIC/IAThH
da3oBbIii  CcOCTaB  HUTPHUIOB B  CTajsiX  COJEPXKAIIUX  HECKOJIBKO
HUTPUI000pa3yOMMX 3JeMeHTOB. OAHAKO JaHHBIA METOJ TaK)Ke HE IO3BOJISII
TOYHO ompeaeauTh koiauuecTBo AIN B cTanm m3-3a €ro pacTBOpEHHs B MPOIECCe
W30JISIIIUN HUTPUJOB. Takke 3TOT METOJ TpeOyeT OOIBIIOro KOJIMYECTBA BPEMEHHU

AJIs1 aHAaJIn3a U IPUMECHCHHUEC CJIOKHOT'O aHAIITUTHUYCCKOI'O O60py,ZIOBaHI/I$I.
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1.5.2 MeToa BbICOKOTEMIIEPATYPHOI1 BOAOPOAHOI IKCTPAKIIUM

B 1967 r. Oncen u 3ayep [55] npeanokuim MeTO ], KOTOPBINA MO3BOJIUI ObI
n30eXKaTh BIUSHUS Pa3MEepPOB HUTPUAHBIX BKITFOUCHUI HA pe3yIbTaThl aHAIN3A, HE
TpeOOBaJl pa3pylICHUS] MATPULIBI U U30JISIIUU HUTPUIOB. DTOT METO]I 3aKII0YAIICS
B HarpeBe o0Opasiia (B BUAE CTPY>KKH) CTaIM B TOKE BOJOPO/Ia U MOy Ha3BaHUE
BBICOKOTEMIIEPATYPHOU BOJOPOAHON AKCTpakiuuu. A30T, MUPOYyHAUPYIONTUN W3
oOpaslia, pearupyer ¢ BOJOPOJOM U 00pazyeT aMMHUaK, KOTOPBIA BBIHOCUTCS W3
KaMephbl U YyJaBIUBACTCS CIIA0OKUCIBIM PACTBOPOM, ITOCIIE YEro KOJUYECTBEHHO
ompenaensercs cuekrpodoromerpoM [4, 54], HOHOCETCKTUBHBIM 3JICKTPOIOM [64-
66] nau meromom kKoHaykromeTpun [67]. B padote Jlynbcku u Peitdeka [68] Obu1o
MOKa3aHo, YTO OOJbIIIOe 3HAUEHUE MMEET BHIOOp JMama3oHa pa3MepoB YaCTHII,
aHAIM3UPYEMOM METOJIOM BOJIOPOJHOM HKCTPAKIMKM CTPYKKH MeTalljia, IpHU
KOTOpOM 00€CIEeUnBaeTCs] MaKCHMalbHOE 3HAYEHUE HKCTPArMpoBaHHOTO a30Ta
(pucyHok 6). B padorax [4, 65, 68] noka3aHo, 4YTO ONTUMAIBHBIN pa3Mep YaCTHUI]
CTPYXKH, coctaBisier 177-250 mxMm, B pabore [69] onTuMaibHBIM pa3mMepoM
ctpykku cuutanu 300 wmxm. Ilpu ananmuze cTpykku OoJibllIero pa3Mepa
pe3yJIbTaThl IJI0X0 BOCIPOU3BoAiTCs. Takxke B padore [68] Obu1O OTMEUeHO, YTO
ONTUMAJIbHASI CKOPOCTH TO/Iauu Bojopojaa cocrasisier 130 mi/mMuH, Temmneparypa
onpeneneHus: cBoooHoro azora — 550-600° C. OnHako, B MOCHIEIYIOMKUX padoTax
Xenpumka u berikepa [54, 64], a takke Kapamypwr [65] oTmeuaercs, dyTo
ONTHMAJIbHAS TeMIIepaTypa JUisl AKCTPAKIUA PACTBOPEHHOTO a30Ta COCTAaBJISET
450-500"C.

B pabote [69] ObutH ompeencHbl OCHOBHBIC UCTOYHUKH OIIMOOK, BIUSFOIINE
Ha pe3yiapTaThl aHalW3a: HEOJAHOPOAHOCTH o0Opasma © ToNajgaHue B
aHATM3UPYEeMbIH 00pa3ell YaCcTUI] MHCTPYMEHTA B MPOIiecce MPOOOIOATOTOBKH.

B paborte [66] ObLIO0 MOKa3aHO, YTO MPUMEHEHHE METOJa BOJOPOIHOM
OKCTPAKIIMK BO3MOXXHO W TIPU 0OJiee BBICOKHX TeMIIeparypax s ONpeaeiICHUS

pa3nTuYHBIX (OPM MPUCYTCTBHUS a30Ta B METaJIe, TOMUMO PACTBOPEHHOTO.
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PucyHox 6. 3aBUCMMOCTh KOHIIEHTPAIIMHA PACTBOPEHHOTO a30Ta OT pa3Mepa

aHAJTM3UPYEMOM CTPYXKKH 00pasiia [68]

B pa6ore [70] MeTo1 BOIOPOAHON SKCTPAKIIUU TPUMEHSIIN IS OIIPEICICHHS
XapakTepucTuueckux Ttemmeparyp auccornmanuu FesN, SisNg4, AIN, BN. Bsuio
WU3YYCHO TIOBEACHWE, KaK YHUCTHIX HUTPHIOB, TaK M HAXOJANIUXCS B CTaIH C
conepkanueM 3% Si. Ha mpumepe HuTpHIa aaiOMUHUS OBLIO ITOKa3aHO, YTO
temmeparypbl auccoruanuu unctoro AIN u maxomsmerocs B cramu Fe-3%Si
OTJMYAIOTCS, B BUIY yBeIHUYeHUs npousBeaeHus pactBopuMoct AIN. B cBs3m ¢
3TUM, METOJIa BOJOPOJIHOU

IIPUMCHCHHC OKCTPpaKIM1 TJId  OIpPCACICHUSA

a30TCOJIEPKAIUX HEMETAUIMYECKUX BKIIOUCHHI B CTalld, CoOJepKalien
HECKOJIbKO HUTPHUA000pA3yIOIINX 3JIEMEHTOB, CHIIBHO orpaHnueHo. K Takomy ke
BBIBOIY TIPHUIILTH aBTOPbI paboThI [54].

Bosbmioli BkIaa B pa3BUTHE METOIa BOJIOPOIHOM SKCTPAKITUU BHECITH aBTOPBI
paboTsI [71]. B aToii paboTe ObLIN MpoaHATM3UPOBAHBI BAHAUCBBIC, XPOMHCTHIC
XpOMBaHAIMEBBIC CTAlIM, B COCTAaBE KOTOPBIX ObUT amroMuHUi. [[msi mpoBeneHus
aHanm3a Obljla MCIOJh30BaHA CHCTEMa C KOHIYKTOMETPUYECKHM JIeTeKTopoM. B
paboTe OBLJIO HCCIAEAOBAHO BIUSHUE TMPOIecCa MPUTOTOBJICHUS CTPYKKHA Ha
pe3yNbTaThl aHamu3a. bbUIo TOKa3aHo, YTO C YBEIMYCHUEM pa3Mepa CTPYKKH OIS
CBOOOJHOTO a30Ta YBEJIMYMBACTCA, a a30Ta B COCTaBe HUTPHUIOB Xpoma —

YMCHBIIACTCA. ABTOpI)I pa6OTBI MMPCAIIOIIOKNIN, YTO 3TO BBI3ZBAHO JIOKAJIbHBIM

NEPErpeBOM CTPYXKKHU B MPOIECCE MPOOOMOArOTOBKM M YEM MEHBIIE pa3Mep
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CTPYXKH, TeM CUJIbHEE BIUsSHHE neperpeBa. B padorax Koxa u Kpeumepa [72, 73]
Takke OBLI0O OTMEUYEHO, YTO JIOKAJbHBIA TEPErpeB MOXKET CHJIBHO BIMATH Ha
pe3yabTaThl aHanu3a. Takxke B padote [71] oTMedeHO, YTO a30T, BBIACIUBIIANCS
npu temmeparype Bbiie 600° C, He MOJHOCTHIO CBA3BIBAECTCS C BOAOPOIOM U
YaCTUYHO O0pa3yeT MOJIEKYJIbI a30Ta, YTO MPUBOJIUT K 3aHUKEHUIO PE3YJIbTATOB
ONpEICIICHHUS.

AHanu3 JUTEPATYPHBIX JTaHHBIX ITOKA3bIBACT, 4TO METOJ
BBICOKOTEMIIEPATYPHONM  BOJOPOJHOM  DKCTPAKUMUA  SABJSIETCA  MOIIHBIM
UHCTPYMEHTOM JUIsl ompenaeneHus (a30BOro cocrtaBa a3oTa B cTanu. JlaHHble,
MOJIYYEHHbBIE PA3TUYHBIMU UCCIEAOBATEISIMH, O CBOOOTHOM a30T€ B CTAJIH XOPOUIO
KOPPEIUPYIOT MEXAy COOOH, YTO TOBOPUT O HAJAEKHOCTU STOM METOIUKU IS
aHaJM3a paCTBOPEHHOrO a30Ta B cTtanu. OHAKO, B CIydae ONpeaeTIeHNs HUTPUIOB
B METajlle, TaHHBIA METOJl OTPAHUYEH, U IO3BOJIAET NOJy4aTh HAJECKHBIC JAHHBIC
TOJBKO JUIS  HHU3KOJETHPOBAaHHBIX cTaned  (ComepkaliuX  OrpaHUYCHHOE
KOJINYECTBO THIIOB HUTPUI000PA3YIONIMX IJIEMEHTOB B cocTaBe cranu). [loMmumo
3TOr0, IPOBEJECHUE OJHOIO U3MEPEHUS 3aHUMAET 0OJIBLIOE KOJIMUECTBO BPEMEHU U
coctasiisieT nopsjaka 120 munyt. [IpoGonoAroTOBKa TaKkXe SBISIETCS JTOCTATOYHO
TPYJOEMKOM, TaK KaK HYXHO MWUHUMH3UPOBATH IOINAJAHUE YACTUL[ PEXKYIIEro
MHCTPYMEHTA B CTPYKKY 00pasiia U u30erarh JOKaJIbHOTO MEpEerpeBa CTPYKKU B

poliecce MOAroTOBKU MPOOHI.

1.5.3 MeTox BHYTPEeHHEro TpeHust

DHeprus KojieOaHUM TBEPJOTO TeJa MEePEXOUT B TEIUIO, JIaXKe HECMOTPS Ha
MOJIHYIO M3OJSLMI0 OT OKpyXKaroried cpeabl. [1ogoOHBINA Tepexoa SHEPruu ¢
MOCJICTYIOIINM 3aTyXaHUeM KoJeOaHUil CBUIETEILCTBYET O HAIMYUU BHYTPEHHETO
TPEHUS B MaTepHaIE.

Meton BHYTPEHHETO TPEHHUS OCHOBaH Ha MEXaHUYECKOM,
AIEKTPOMATrHUTHOM, DJJICKTPOCTATUYECKOM U T.JI. BO30YXICHHH KOJeOaHUN

npuMecedl BHEIpPEHUs B CTalbHOM o0O0pa3ne. ATOMBI TpUMECEH BHEApPEHUs,
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KOHIIEHTPUPYIOLIUECS Y AUCIOKAIMI, BIUAIOT HA BEJIMYUHY BHYTPEHHEIO TPEHUS
MeTaia; OOHapy»KEHO, YTO BHYTPEHHE TpPEHHE METaUIOB C TMPUMECSIMU
3HAYUTEIBHO HMXKE, YeM BHYTpPCHHEE TpeHHe uucTtoro marepuana [74]. Ilpu
OTCYTCTBMM HANpPsDKEHUSI BHEAPEHHBIE B PEHIETKY MeTaljia aToOMBbl a30Ta
pacrnoioKeHbl OECMOPsIOYHO, HO MOCIIe MPUIOKEHUST HAIMPSKEHUS MPOUCXOIUT
nepepacnpesieieHie aToOMOB, YTO TMPUBOIUT K MOSBICHUIO TMHKAa BHYTPEHHETO
TpeHus. BrmepBeie 3TOT 3PdexT B xene3e, COACpkKaBIIEM a30T MU YIIEpPOn,
HaOmonan CHyk (puc. 7) [75]. MaccoBblif MPOLIEHT a30Ta B PacTBOPE BHEAPCHHUS
npsMO  MPONOpIMOHaNieH BbicoTe mmka CHyka, B pabore [76] Obin
AKCIIEPUMEHTAIbHO ompeneneH Koddduiuent nponopuumoHanbHoctu (K), mocie
Yero cTajao BO3MOXKHO PacCUUTATh KOJIMUYECTBO PACTBOPEHHOIO B METAJUIE a30Ta.
Ha pucynke 8 mokasana cxema yCTaHOBKH JJIsl IPOBEJCHHS aHATN3a METOIOM
BHYTPEHHET0 TPEHUs C MEePEBEPHYTHIM KPYTUIbHBIM MasiTHUKOM. KoHIbl oOpa3ua
3aKPEIUISIOTCS MEXAY ABYMs BEPTUKAJIBbHBIMHU CTEPXKHSIMH. BepxHHil cTepikeHb,

IMMOABCIICH HA INKKWB U YPABHOBCHICH IIPOTUBOBCCOM; HWKHUN — 33(1)I/IKCI/IpOBaH.
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Pucynox 7. Ilux BuyTpennero tpenus B Fe-0,06% N. ITynktupom nokaszaHo

BHYTPCHHEE TPEHHE XKelle3a 0e3 coep:kaHus a3oTta u yrieposa [75].
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Ha xarymky nojgaercs NEpeMEHHOE HaNpsKeHWE W CO3JAeTC MarHUTHOE
1oJIe, KOTOPOE 3aCTaBJIIET KPYTUTHbCSI MAarHuT, NPUKPEIUIEHHBIA K BEPXHEMY
CTEP>KHIO, KOTOPBIN, B CBOIO OuYe€pe/ib, NIEpelaeT KPYTAIIUA MOMEHT Ha oOpasell.
Jlyu nasepa mpoeunupyeTrcsi Ha 3€pKajo, 3aKpEIJIEHHOE Ha BEPXHEM CTEp)KHE, W
oTpaxaeTcsi Ha (POTORIEMEHT, KOTOPbIA MO JIBMXKEHHUIO Jy4ya Jiazepa Ompenesnser
nepemenieHre oopasia. Ha BbIXxoje monyyaroT AaHHbBIE O KPYTSIIEM MOMEHTE U
CMEIIeHWH o0paslla, BHYTPEHHE TpPEHUE OINpeAensieTcss C  MOMOUIBIO
npeoOpazoBanuss Dypre [7/7].  OmnpenencHue pacTBOPEHHOTO a30Ta B CTaIH
METO/IOM BHYTPEHHETO TPEHUSI UMEET HECKOJBKO CEPbE3HBIX HENOCTAaTKOB. K HUM
OTHOCUTCSI BBICOKMI YPOBEHb AHAIMTUYECKOTO IIyMa, HEIOCTATOK 3TaJOHHBIX
o0pa3noB A KOHTPOJS  HPaBUJIBHOCTH  IOJIYYa€MbIX  pE3yJbTaTOB,
YYBCTBUTEIBHOCTh K BHOpalMsAM BHYTPH M CHapyXu JabOpaTOpuu, BIIMSHUE

Maprasiia Ha MMK{ a30Ta U MePEeKphITHE MMKOB yriiepoa u azota [78, 79].

MarsHuTHas KaTVIIKa

>4— 3epxato

JIazep P 4
/ R PoT03TeMEHT
Bepxuuit
CTep:keHb < Obpasen

/ //1 Hicxuuii cTep:keHb

Pucynok 8. Cxema ycTaHOBKA JIJIsl IPOBEJICHUS aHAIN3a METOAOM BHYTPEHHETO

Tpenus [77]
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1.5.4 Metoa tepmol/IC

Meron tepmoIIC 310 Meron, mpu KotopoMm Bo3HukaeT JJIC mnpu
NPUJIOKEHUN TpaJueHTa TeMIepaTyp K JABYM COCIMHEHHBIM JIPyT C JIpyromM

obpasuam metaia [80, 81], Bciencrue addekra 3ecOeka (pucyHok 9).

Heenegyenmeni obpazen

T To

EQIIBTRIETD

Pucynox 9. Cxematudeckoe npeactaBicHue 3¢ dekra 3eedeka

Eciu B nenu, chopmupoBaHHON OByMsi MeTaulaMu A (HampuMep YUCTOE
xkene3o) U b (ucciemyeMbiit oOpaselr), COSIUHEHMUS HAXOIATCA TPU Pa3HBIX
temneparypax Ty u Tp, To Ha Kpasx Mmertaiia A, uMmeromux temmneparypy To,
Bo3HMKaeT HanpspkeHue (V1-V5,). DTO HampsKeHHUE 3aBUCUT OT MPHUPOJIbI METAJIJIOB
A u b u temneparyp Ty u T,. JlaHHBII METOA ABISETCS OUYEHb UYBCTBUTEIBHBIM K
AJNIEKTPOHHBIM WJIM YIPYTUM HM3MEHEHHSIM pEIIeTKH MeTalllla BBI3BAHHBIMU
TepMooOpaboTKkoit miu aedopmarueii [82]. CoennHeHus, HAXOAALUECS B TBEPIOM
pacTBOpe, OKa3bIBAIOT CHJIbHOE BiIHMsHUE HA BenuunHy TepmMoIJIC B 3aBUCHUMOCTH
OT WX cocTaBa. B ciydae, korja mpuMecu B METajUie SIBISIOTCS KOT€PEHTHBIMHU
WM TIOY-KOTEPEHTHBIMA OHHM OKa3bIBAIOT CHUJILHOC BIIMSHHEC HA BEIHMYHUHY
tepmoD/IC, u, HaobopoT, ecimu mpumecu He korepeHTHb [83]. B mporecce
dbopMupoBaHUs BKIIOUCHHUN B MeTajlsie HaOIo1aeTcsi Bo3HUKHOBeHHE TepMoI/(C,
YTO CBSI3aHO CO CHWKCHHEM COJICpXKaHUS JICTHUPYIOIIMX 3JIEMEHTOB B TBEPAOM
pactBope [84, 85].
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Hcxons w3 3akona [oprepa-Hopaxeiima [80], wm3menenwe tepmol/IC
IPOMOPIMOHAILHO KOHIIEHTPAIMK 3J€MEHTa B TBEPAOM pacTtBope (Ipu €ero

KOHIICHTpAIUU <10 aromubIx %):

ASTB.p—p =2 Ki[i]TB.p—p (6)

rae AS — TepmoD/IC B TBEpAOM PacTBOPE, [i]p p-p — KOHIICHTPALIUS SI€MEHTa
B TBepaoM pactBope (B martpune), Ki — KOIPPHUIHMEHT CBA3BIBAIOIINN
KOHIICHTPAIUIO AJIEMEHTA B pacTBOpE U ero BiusHue Ha Tepmo[C B xemnese.

B pabote [86] ObLT mMpoBeneH SKCHEPUMEHT IO ONPEICICHUI0 CBOOOIHOTO
azora B HU3KOyriepoaucTon cramu MmeronoMm TepmoI/C. Cxema mnpoBencHUd
HKCIIEpUMEHTA TpejicTaBieHa Ha pucynke 10.

Ha xaxmoit craguum mnpoBoawId u3MepeHue BeauuuHbl TepMoI/[C.
KonmuecTtBo cBOOOIHOTO a30Ta, COOTBETCTBYIOIMIETO AS, pacCUMTHIBAIM, Yepes
paszauily Mexay TepmoIJIC Ha mocaeaHUX ABYX CTaJUsX, C y4€TOM OCTaTOYHOIO

yriiepojia B TBEPIOM PacTBoOpe:

AS, = AS,(N) + AS,(C) (7)

ASa(NCB) = kN [NCB] (8)

rne AS,;(C, N) — tepmodJIC pacTBOpeHHOro yrjepoja U a3o0Ta,
COOTBETCTBEHHO, Ky — KOI((GUIMEHT NPONOPIMOHAIBLHOCTH PAaBHBIA, TI0

pa3nnyHbIM uctounukam, 20, 25, 30 uB/K [86]. ABTopsI 3TON PabOTHI MOTYYHIH
XOpOILYI0 CXOJUMOCTh PE3yJNbTATOB, NOJYy4eHHBIX MeTtofgoM TepmMoIC, c¢
pe3ynbTaTamu, MOJIYYEHHBIMU JPYTMMH MeTofamu (meTton burim, BoaopoaHou
skcTpakiuu). CoraacHO JaHHBIM aBTOPOB ATOM pabOThI BpEMsI OJJTHOTO U3MEPEHUS

3aHUMAET MOPSAJIKA S-TH YaCOB.
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ABTOpBI paboThl [84] moOKazanM BO3MOXHOCTH TPUMEHEHUS METoJa
tepMoDJIC mns komudectBeHHOTro ompeneincHus AIN B criaBax Ha OCHOBE
xKeresa.

Meton TepmoI/IC sBASIETCS MOIIHBIM UCCIEA0BATEIIbCKUM HHCTPYMEHTOM,
HO €ro MpUMEHEHHUE JIJIsl MOTOKOBOTO OIpe/eNieHHss CBOOOJHOTO U CBA3aHHOTO B
HUTPUJBI a30Ta CUJIBHO OTPAHWYEHO, BBHUJY OTCYTCTBUSI TOYHBIX JAHHBIX O
KOHCTaHTax MpPOMOPUUOHATFHOCTH. K OUeBHIHBIM MHHYCaM TakKe€ OTHOCHUTCS
BBICOKasl MPOJODKUTENLHOCTh aHaiu3a. Pe3ynbTaThl, MOJYyYEHHbIE METOAOM

tepMoD/IC, He ABJISFOTCS TOCTATOYHO HaICKHBIMH [76].

4 Teprao3JC
cocToamme 3 pS[V]
% 3 waca mpm 343 K+
Hexommoe OXMIAMT. EOOOI — cocTomrme 3 pS[A]
COCT [Bmgmemm pedopm-a 20 03K
- KapbHmos+ 30 naovee. mpan 393 Ha g
Omgar 875 K pacTEopeHHENT ) [ch:;mE i) (muddyma Cu N inD I;f;:ﬁirigiia
( obpazopaHne i K [HCTOHATTIAN) i
AlN) coct-e 2 aS[TE. pp]
1 novres mmpsn 873 B+ 1 ASs

OXTAAET, EOTOR cocTomme 4 j5[2]

(M3Mep eHILe
pacteopimioctiz C)

1 coctoarme 1 AS[T]

Bpema

r

Pucynok 10. Cxema npoBeieHHS SKCIIEPUMEHTA C IPUMEHEHUEM METOa

tepmoD/JIC [86].

1.5.5 OnpenesieHne HUTPUIOB B CTAJIM METOA0M ATOMHO-3MHUCCHOHHOI

CIIEKTPOMETPUM

OI[HI/IM N3 COBPCMCHHBIX M TIICPCIICKTUBHBIX MCETOAOB OIPCACIICHUA

HEMETaJJIMYECKUX BKIIIOUCHUH B CcTalli, B TOM YHCJIC U HUTPHUIAOB, ABJIICTCA MCTO
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aTOMHO-O3MHCCUOHHOU criekTpomeTpu (ADC) ¢ HCKPOBBIM BO30YKIECHHEM.
CxeMaTuyHO NMPUHLMUI JAHHOTO METOJA NPEICTaBIEH Ha pUCyHKe 11.

BrniepBbie mis1 3TOM 3agaum 3TOT MeToA ObLI mpuMeHeH B 1976 roay [87]. B
pe3yapTaTe TaKOro aHAJIN3a MOJIYYaroT CIEKTpP MUKOB PA3JIUYHON MHTEHCUBHOCTH,
KOTOpbIE MOTYT OBITh OTHECEHbl K pa3JIMYHBIM THUIIAM HEMETALTHYECKUX
BKJIIOYEHHM. OrpOMHBIN MHTEPEC IPU AHAUTUTHYECKON OLIEHKE UCKPOBOIO pa3psia

npeACTaBICT CTAHAAPTHOC OTKIIOHCHUC JIMHUW MHTCHCUBHOCTH U3JIYYCHUA.

o
| |
1. )

@ - "@ } } Obpasen 0

Doarorossa odpasm MosepsHICTS 1lsreo npoaira
(pessn, wangosamos) asavEspyemoro obpaus
JAupparumonnie Toamxposisyop i 1 D
pemena Rewpos # -~
1 . % | —
/£ - i
- s 8
g g J 03 o ("
: ‘ Kosnewrpauns
i
U cebd
oy f
o
o € 1
) , S
%y . [
l‘ N L SR ) '

4] Brovevenmm Al
o e

Marpuus Fo

Pucynoxk 11. [IpuHIMn aTOMHO-3MUCCUOHHOTO CIIEKTPAJILHOTO aHAJIN3a C

HCKPOBBIM BO30YkeHueM [88].

Ecim  ¢QaykTyanmn ~ WHTEHCHMBHOCTH  COOTBETCTBYIOT ~ HOPMAJIBHOMY
pacnpenenenuto (pacnpeznenenue ['aycca), cranaapTHoe oTkiaoHeHue it N uckp

COOTBETCTBYET:

SSSe
S = TN (9)
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re Sgse — CTAHIAPTHOE OTKIIOHEHUE STUHUIHOU UCKPBI. COOTBETCTBEHHO ISt
CHI)KCHHUSI OIIMOKM aHAIIMTUYECKOTO HU3MEPEHUs] HEOO0XOJUMO TMOHUMAaHHE
MEXaHU3MOB, PETYIHPYIONUX QIYKTyallud eAUHUIHONW UCKPHI.

CyliecTBYIOT pa3iMuHbIE MOJIXOJbl K OILIEHKE HMHTEHCUBHOCTH SMHUCCUU
BO30Y>KJICHHON HCKPOW (CIIEKTPOMETpHUS €AUHUYHBIX UCKD). B pabotax MMamypsl
[87-90] Obur mpemaokeH anropuT™M pactpeneiacHus wummnyiabca (PDA) s
paszieNieHus paCTBOPEHHOI'O U CBSI3aHHOTO AJTIOMUHHUS B CTaJld, OJIHAKO B JIaHHBIX
paboTax mpejicTaBieHa HE JOCTATOYHO JeTaiabHas uHbopmanus. B mocnemyronue
TOJIbI IAHHBIA aJITOPUTM OBLT MOoApoOHO omucaH B padorax [91-93]. ITomumo PDA
TaKXe pa3paboTaHbl alropuT™Mbl nHTerpupoBanus nmukoB (PIM) [94] u SparkDAT
[95].

I'naBHBEIM HemoctaTkoM MeTozoB PDA u PIM 3akmrodaercss B ToM, 4To 00a
’TM METOJa  HE JOCTATOYHO I[IOJIHO YYMTHIBAIOT SIBJICHUS BO30YXKIEHUS U
UCTIapEHUST HEMETAUTMYSCKUX BKIIOUCHWH TIO OTHOIIEHWIO K WX pa3Mepy M
koiuuectBy. Meroa PIM 3akitodaercs B pa3iokeHUU WHTETPUPOBAHHOTO CUTHAJIA
UCKpHl (B TEYCHHWE TMIEPBBIX COTEH WCKPOBBIX pPa3psAaoB), IOIYYECHHOTO C
dbotosnexkrponHoro ymHoxutenss (DPDY), Ha KaHamBl, COOTBETCTBYIOILIUE
3JIeMEHTY BO BKIodeHHu [96]. B 3aBMCHMMOCTH OT mHapaMeTpoB  HCTOYHHKA
BO3OY)XJICHHsI WCKPhl M OT IIIEPOXOBATOCTH TIOBEPXHOCTH, a TaKXke OT
AIEKTPUUECKUX CBOMCTB CTPYKTYPBI METaJUIA, PSi/I MIEPBBIX UCKP MOKET MPUBECTU
K aupdy3uoHHOMY BO30YXKIEHMIO U  HMCKIOYalTcs. Takum  oOpaszoMm,
KOJTMYECTBEHHOE ONpEICICHUE HE SIBISCTCS HAJACKHBIM, M JAHHBIH aJTOPUTM
sBysieTcs 04eHb crieluuaHbIM 111 ADC ¢ HCKPOBBIM BO30YKICHUEM.

Metonq PDA u Anroputm Spark-DAT ocHOBaHbl Ha pa3jeieHUU
WHTEHCUBHOCTU curHaiia @DY Ha ABa Kjacca: MUKU BBICOKOW MHTEHCHBHOCTH,
OTHOCSIIUECS K HEMETAJUTMYECKUM BKITIOUEHUSIM, M TUKH HU3KOW MHTEHCUBHOCTH,
KOTOPBIE OTHOCST K METa/NIMYeCKOl MaTpuIie. JlaHHbIE allrOPUTMBI OCYIIECTBIISCT
coop um 00pabOTKy CHUTHalla KaXIOW HCKpPHI MO OTACTBbHOCTH. YUYHUTHIBAs, UYTO

eMHUYHAsg HUCKpa ObeT B O4YeHb HE OOJBIIyI0 IUIOMAAs, oOpasia,
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PE3YABTUPYIOIINE MMITYJIbChI M3JIydEHHUS COACpKAT MH(OPMAIHMIO O JIOKATbHOM
COCTaBE HCCIIEAyeMOro wmarepuana. IIpeamojaracTcs, YTO PaBHOMEPHO
pacmpesejeHHble  3JEMEHTBI B Mpo0e€  JOKHBI  BBI3BIBATH  HOPMAJIBHO
pacrpeeéHHbIe 3HAaU€HUSI HHTCHCUBHOCTH B MPOIIECCE MHTETPAIIUU THICSY HUCKP.
Korga uckpa momamaer B 001acTh, COAEPIKAIIYI0 HEMETAUIMYECKOE BKJIIOUEHUE,
HOSIBISIIOTCS. IMKH BBICOKOHW HHTEHCHUBHOCTH (COOTBETCTBYIOIIME DJIEMEHTAM,
BXOJISIIIIMM B COCTaB BKJIFOUEHHS), B CIIydae, €CIIM BKIIOUCHHE TOCTATOYHO BEIHUKO
(M ecId KOHIIEHTpAlUs JEMEHTA BO BKJIIOYCHHH OOJIBIIE, YeM B MATPHIIE), YTO
ObuT0 J0Ka3aHO B pabore [97]. MHTEHCHMBHOCTH IMKAa CYUTACTCS AHOMAJIBHO
BBICOKOM, €CJIi OHa OOJIbIlle, YeM IOPOrOBOE 3HAYEHHE, KOTOPOE OMPEAEIsACTCS
KaK HEKOTOPO€ KOJMYECTBO CTAHIAPTHBIX OTKIOHEHHWH  BBIIIE HOPMAaIbHOTO
CpeIHero 3HaueHHs. 3HaYeHUs aHOMAaJIbHO BBICOKMX MHTCHCHBHOCTEH, T.€. IIUKOB,
HOSIBJIAIOTCS HAa KaHalaX, H3MEPAIONIUX DJIEMEHTBI, M3 KOTOPBIX COCTOST
BkmtoueHus. OHAKO, CHTHAj, IOJy4aeMbId OT BKIIIOUEHHH MaJloro pasmepa,
HAXOIUTCS HIDKE Tpejenaa OOHApYKEHHS W HE PErHMCTPHPYETCS KaK BKIIIOYCHHE

[98]. IIpuBeacHHBIH HIKE PUCYHOK 12 0TOOpaXkaeT JaHHOE SIBJICHHE.
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Pucynox 12. [Ipumep criekTpalibHbIX JIMHUNA UCKpoBOoro ADC, a) yucToe Kene30
0) peabcoBas crajib [99]
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IToMrMO nprMEHEHN UCKPOBOM ATOMHO-3MHUCCUOHHOU CIIEKTPOMETPUHN IS
aHalli3a HEMETaJUIMYECKUX BKIIIOYCHHM, HMIUPOKO H3BECTEH METOJ ONTHYECKOU
CICKTPOMETPHUU ¢ Ja3epHOo-uHayiupoBanHoi miasmoii (laser-induced plasma
spectrometry mmu LIPS) [100-103]. ITpuHIMI KeTEKTHPOBAHHUS HEMETATUICCKIX
BKJIIOUEHUH, MpU Ucnoias30BaHuu metona LIPS, ToT *xe, 4To u npu npumeHeHuu
uckpoBoro ADC: NMUKH BBICOKOM MHTEHCUBHOCTH COOTBETCTBYIOT BKJIIOUCHUSIM,
HU3KON — 3JIeMEHTaM, PACTBOPEHHBIM B MaTpPHUIIE METaJLIA.

B npoTHBOMOI0KHOCTH UCKPOBBIM paspsijaM, Jia3epHasl 1jia3Ma MOXET ObITh
WHIYIIUPOBaHA C BBICOKOH TOYHOCTBIO, mopsaka 0,3 Mxm [98], mpocThiM
doxycupoBanueM nazepHoro nyda. [IpocTpaHCTBEHHOE pa3pelieHre 3aBHCHT OT
JUTMHBI BOJIHBI, JUTMTEIIBHOCTH UMITYJIbCA, IaBJICHHS U OKpYy»Katolei cpeabl [104].

OmnucaHHbIe METOJBI ONPEICICHNUS HEMETAUTHIECKUX BKIIOUCHUN SBIISIOTCA
OYEHb MOIIHBIMU M TEPCHEKTUBHBIMU HWHCTPYMEHTAMH, TO3BOJISIIOIIUMU
OJTHOBPEMEHHO IMOJIYYUTh KapTHHY O COCTAaBE€ M KOJWYECTBE HEMETANIMYECKUX
BKJIIOUEHUM B ctanmud. OpHako, ISl 3TOr0 TPeOyeTcss TEXHUYECKHU CI0XKHOE U
noporocrosiniee odopynoBanue. K Hemocratkam JaHHOIO METOJA ONpPEEICHUS
HEMETAITTIECKIX BKITFOUCHU I MO>KHO OTHECTH HEJIOCTAaTOYHYIO
YyBCTBUTEIBHOCTh, BOCIPOM3BOJAUMOCTh PE3YJIbTAaTOB U  HEOJHO3HAYHOCTh
KOJIMYECTBEHHON uWHTepnperaiuu pe3ynstatoB [91]. Taxke, B HacCTOSIIMIA
MOMEHT, Pe3yibTaThl MOTYYCHHBIE TaHHBIMA METOJaMHU HE SIBISIOTCSA JOCTATOYHO
HAJCKHBIMA, BBHUJY OTCYTCTBHUSI CTAHIAPTHBIX OOpa3loB [JIsi KaTUOPOBKHU

o0opy10BaHUSI.

1.5.6 MeToa BbICOKOTEMIIEPATYPHOM IKCTPAKIMHU B TOKe HeCyllero rasa.

Hapsay ¢ aTOMHO-DMHUCCUOHHON CIIEKTPOCKOIIUEN NEPCIIEKTUBHBIM METOAOM
InIb: OIIpEAECICHUS ¢dazoBoro cocrasa azora ABJIAETCSA METOJ1
BBICOKOTEMIIEPATYPHON JKCTPAKLMU B HECYIIEM Tra3e, MOJYyYMBIUMM PA3BUTUE B
70-e roasl mpouwioro Beka. JlaHHbI METO MO3BOJIIET MPOBOJUTH (PPAKIIMOHHBIN

aHanu3 razoo0pasyronmx npumeceit (PppakimoHHbd ra3oBbiii aHanu3 - GI'A) B
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MeTajuiax u cruiaBax. Padora [lImenesa [105], mocBsimieHHass IPUMEHEHUIO METOA
BBICOKOTEMIIEPATYPHON OSKCTpakKUMKM B HECYIIEeM Ta3e [Uisl ONpeaesIeHUs
TEMIIepaTyp BOCCTAHOBJICHHUS OKCHIOB M JIUCCOIMAIMM HUTPHUIIOB B CIUIaBaX Ha
OCHOBE JKeJe3a, SIBJSeTCS OJHOM U3 nepBbiX. B nmanmpHelimeMm, B pabortax Oprtca
[106, 107], Obi1 omucan meron PI'A OKCHIOB MNpU JIMHEHHOM HarpeBe B
rpaUTOBOM THUTJIE B TOKE ra3a-HOCUTEIS.

Meronq ®I'A oCHOBaH Ha pa3IWYMA TEPMOAUHAMHUYECKOM NPOYHOCTH
OKCUJIOB, MpU KapOOTEPMUUYECKOM BOCCTAHOBJICHMM, W HHUTPUIOB, IpPU UX
JUCCOLMAIIMN, B HACBHIIIEHHOM YriepojgoM pacmiaBe. Ilpu HarpeBe pacrmiiaBa
(oOpasia) mpucCyTCTBYIOIINE B METAJIE OKCUIBI BOCCTAHABIMBAIOTCS YIJIEPOJIOM C
obpaszoBanrem okcuaa yriaeponaa [108]. BeimenuBmimiics CO perexktupyercs ¢
NOMOIIbI0  JleTekTopa uH(PpakpacHoro mnorjomenus (MK-sueiika). Asor,
BBIJICJIUBIIMIACS TIPU JAMCCOIMAIIMM HUTPHUJIOB B pacijlaBe B IPOIecce aHaIN3a,
OIIPENIENAETCS C MIOMOIBIO0 KaTapoMeTpa (AETEKTopa TEIJIONPOBOJHOCTH).

[maBHBIM TpemATCTBHEM, B pPa3BUTUH O3TOTO METOAa, OBUIO TO, HYTO
N0JTy4aeMble KpPUBbIE ra30BbIIEICHUS (3BaJIOrPaMMBbl) UMEIOT CIOXKHYIO (popMy U3-
3a HaJOXEHHUS JApPYyr Ha JApyra THUKOB U BIMSHHUS aHAJTUTHUYECKOTO U
uHCTpyMeHTanbHOro mymoB [109]. Jlns paspemieHuss 3TOM TpoOJaeMbl ObLIH
npetokedsl  Meronsl  [108,  110]  pasmencHus — MONydaeMbIX — KPHBBIX
ra30BBIJCIICHUS HA CIEKTPBI MCXOMHBIX MUKOB. B padote [111] ommcan mpuHIHMIT
pa3OMBaHMsI KPUBOM SKCTPAKIIMM a30Ta HAa TMUKH. B Xoje aHaim3a, METOI0M
BBICOKOTEMIIEPATYPHOI SKCTPaKIMK B HECYIIEM rase, Mpy JIMHEHHOM HarpeBe,
¢bukcupyercs KpuBasi BbIICICHHS a30Ta B 3aBUCUMOCTH OT TeMIIepaTypbl (KpuBas

2 Ha puc. 13), koTopast OTpakaeT KOJUYECTBO BBIJACIUBIIETOCS a30Ta B €IUHUILY

BPEMEHHU sz/ 4t = f(T). C momorpio BTOPoii MpoM3BOIHOI (KpuBast 3 Ha puc.

13) MOXHO OMNpeAeNuTh HAdyajl0 M KOHEIl MPOILEecca SKCTPAKIUU Pa3TUYHbIX
HUTpUIOB. [0 mepBoii 1 BTOPOI MPOU3BOIHBIM BBIICISIOTCS OTACIbHBIC (PpaKIuu

U3 CIEKTPA, pacceKasi MHTETPAIbHYIO KPUBYIO 110 KAXKIOMY MUHUMYMY U B KaKJI0U

32



Touke meperuda (myHkTupHbIe JuHNH 4 Ha puc. 13). [lnomans mox KpuBou

(3amTpuxoBaHHas 00acTh 5 Ha puc. 13) COOTBETCTBYIOT KOHIICHTPAIMH a30Ta.

2-51 npou3BogHan = l-n —
OPOH3BOJHAN CHTHAJIA IO BpeMeHH
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Pucynox 13. KpuBast sxcTpakiuu a3ota u3 oopasna cramu [111]

B Hacrosimiee Bpemsi 3TOT METOJA IIMPOKO NMPUMEHSIETCS Ui ONpeAesieHUs
OKCHJIHBIX BKJIIOUEHWH B cTamax W crutaBax [112-114]. us oOpaboTku
nojiydaeMbIxX sBajorpamm [115] n uaenTrduKauu okCUAHBIX BKItoueHui [110]
OBLJI0 pa3paboTaHO COOTBETCTBYIOIIEE MTporpaMMHoe obecrieueHue OXSep.

Ha pucynke 14 mpencraBiieH mpuUMeEp KpHUBOW Tra30BbLACIICHUS KHUCIOPOJa
nosyueHHoir MerogoM @DPI'A u 00paboTaHHONW C TMOMOIIBIO TTPOTPAMMHOTO
obecrieuenuss OXxSep. IlyHkTupHas JUHUS TPEACTaBISET COOOW HMCXOAHYIO
KpUBYIO IIOCJIE y4Y€Ta XOJOCTOM momnpaBku. Kak BHIHO M3 pUCYHKA Ka)KIbIM MUK
COOTBETCTBYET OIpEIEeICHHOMY TUITY OKCHJA U XapaKTepU3yeTcs TemrepaTypaMu
Havaina (T,;) u MakcumyMma (T max) TA30BBIIACICHHUS.

[IpuMeHeHue STOro MeToja COBMECTHO ¢ mporpammoit OXSep mo3BoJsier

MNOJIYUYUThb KapTUHY O (1)330BOM COCTaBC KHCJIOPOJa B MCTAJLUIC C BBICOKOM
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TOYHOCTHIO W BOCHPOW3BOJUMOCTBIO pe3yibTaToB. OIHAKO, TPU ONpPEICICHUN
¢da30BOro cocraBa HUTPHUIOB JaHHOE MPOTPAMMHOE OOECIICYCHHE HE TO3BOJISIET

IOJIYUYUTb TOYHBIC JAHHBIC O XAPAKTCPHUCTHUCCKHUX TCMIICPATypaX AUCCOLHAIIUU

HUTPUIIOB.
I(t), oTH. ea. T _(ALO)
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Pucynox 14. Pesynbratsl ®I'A obOpasiia mapukonoamnaukoBoi cramm [109].

Jlucconpaliusi HWTPHIOB, HaxXOMSAIIUXCS B 00beMe MeTaia, IpH
MOBBIIIICHUH TEMIIEPaTypbl MOXKET MPOTEKATh C y4acTHeM yriepona u 6e3 Hero. B
ciydae POTEKAHUSI JMCCOIHAIINN HUTpPHUIA, 00pa30BaHHOTO
KapOuI000pa3yIoIMM 3JIEMEHTOM, C YYacTHEM YIJIepoja, TeMmIepaTypa ero
JTUCCOIMANMK OyJIeT MOCTOSHHOW M HE3aBUCSIIEH OT cocTaBa CIUIaBa, TaK Kak
Pn,=CONst B cucreme anamuzaropa [116], a akTMBHOCTH yriepoja NPUHHMAETCS
paBHBIM |, B YCIOBHSIX HACBIILIEHHOTO yriepoaoM pacmiaBa. IIporexanue

Aucconmrani HUTPUAOB IO MNPCACTABIICHHBIM MCXdHWU3MadM HCBO3MOKHO BBHUIY
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HU3KOI0 NMapiMaibHOIO JIABJICHUS YACTHIX HUTPUIOB MeTaiia (3HAYMTEIbHO HUXKE
1 6Gap), HO Omnaromaps TPUMEHSIEMOMY, B KadeCTBE HECYIIETO Trasa, TeJINi0
JABJICHHE Aa30Ta B II€YM HACTOJIBKO CHJIBHO TOHMKEHO, YTO JUCCOLMALIUS
HUTPHUJIOB MOXET NPOTEKATh IO ONMMCAHHBIM MEXAaHW3MaM IIpU TEeMIEpaTypax
Beimie 1000° C. B pabote [117] yTBepkaaeTcs, 4To MPOTEKaHUE TUCCOIUAIIMU Oe3
y4acTusi YIJIepoJia, B YCIOBHUSAX METONA BBICOKOTEMIIEPATYPHOM SKCTPAKLHMHU B
HECyIIEM Tra3e HEBO3MOXKHO. B 3Tol xe paboTe TOBOPUTCS O HEBO3MOXHOCTHU
bpakuMOHUPOBaHUS HUTPUAOB B XOJE aHalW3a BBHUJIY HAJIOXKEHHUS IHUKOB
Pa3JIMUHBIX HUTPUAOB APYr Ha Apyra. K aHaIOrn4yHOMY BBIBOAY MPUIILIU aBTOPBI
paboter [111]. B pabGore [118] ObLIO TPOBEACHO COIMOCTABJICHHUE JIaHHBIX
MOJIYYCHHBIX TIPU OMpEAeNIEHUH a3oTcoaepxammx (a3 B cCIulaBaXx Ha OCHOBE
JKejle3a JIByMsI PAa3HBIMM  METOJAMHU: BBICOKOTEMIIEPATYPHOU  BOJOPOJHOMN
DKCTPAKIMU U BBICOKOTEMIIEPATYPHOU IKCTpaKUuK B HecylieM rase. [lonyyeHHsie
JJAHHBIE O HUTPUJAX XpOMa, BaHA/MS U AJTOMHUHUSA JBYMS METOJUKAMU XOPOIIO
corjacyrTcss Mexay coooi. OmHako, aBTOpbl padOThl MPULUIM K BBIBOAY, UTO
BO3MOYKHOCTH OTpe/ieieHus: (pa3oBOro coctaBa a3oTa B CIJIaBaXx HAa OCHOBE XKeje3a
METOJIOM  BBICOKOTEMIIEPATYPHOM HKCTPAKIMM MPEACTABISIETCS HE BCeraa
BO3MOXHBIM (B 3aBUCUMOCTH OT COCTaBa CIlUIaBa), BBHUJY BO3MOKHOCTH
HAJIOXKEHHUS TMHUKOB PA3JIMYHBIX HUTPUIOB. Takke B 3TOW paboTe TOBOPUTCS O
HEBO3MO>XXHOCTH ONPEAECTICHUS CBOOOHOTO azora METOJIOM
BBICOKOTEMIIEPATYPHOM SKCTPAKIUU OJHOBpeMEeHHO ¢ PI'A HUTPHUIOB.

Takum oOpa3omM, HE CMOTpPS Ha MPOTUBOPEUYUBLIC JTAHHBIE O BO3MOXXHOCTHU
MIPUMEHEHUSI METOJIa BBICOKOTEMIIEPATYPHOM SKCTPAKIMU B TOKE HECYIETO rasa
JUTst ompenienieHust (a30BOr0 COCTaBa a30TcojAepKanmx (a3, BUIUTCS aKTyalbHBIM
€ro JajbHEHIee pa3BUTHE B ATOM HANpaBiIECHUU. DTOT METOJA OTJIIMYHO ceOs
3apEKOMEHJIOBal Mpu (DPAKIMOHHOM aHAIN3€ OKCHUIHBIX HEMETaUIMYECKUX
BKJIFOUEHUN B CTAJSIX M CIUIABAX, KaK HAJEKHBIA M dKCOpecCHbId. [IpuMeHeHue
JaHHOTO Metona Jisi mpoBeneHuss PI'A azora, HECOMHEHHO, OTPAaHUYECHO U
MOAXOJUT HE JJI1 BCEX MAPOK CTaJel M HE BCErjaa MO3BOJSET MOJYYUTh MOJTHYIO

KapTuHy o (azoBoM cocraBe azora B Meramwie. OpHako, mNpeanojaraeTcs
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BO3MOXHOCTb €ro IPHUMCHCHUSA I OHPCACJICHHBIX MApOK CTaJIM KakK
CEJICKTUBHBIN MCTO/J ONPCACICHHA OTACIIBHBIX HUTPHUIOB B COCTABC CTAJIM, TAKUX
KaK, HAIIpUMCP, HUTPUJA aJJFOMUHUSA B JJICKTPOTCXHUYCCKUX WJIHW HUTPUA TUTAHA B

CTAJIX AJIA JKCJIC3HOAOPOKHBIX KOJICC 1 PCIILCOB.

1.5.7 MeTobl ONTHYECKOH M 3JIEKTPOHHOI MUKPOCKONHHU

K aHamutHueckuM MeTOJaM KAaue€CTBEHHOM M KOJIMYECTBEHHOM OLICHKU
a30TCOJIepKAIIUX COEAUHEHUN B CTaJIM MOKHO OTHECTH METOJAbl ONTHUYECKOM,
AJIEKTPOHHOM M MNPOCBEUMBAIONIEH MHUKpOCKonmuu. Bce 3T MeToasl BecbMma
YCHELIHbI, HO Yy KaXJIOr0 M3 HUX €CTh CBOM OIPAHUYEHUS B IPUMEHEHUU
(HanpuMep, paspelieHre ONTHYECKOT0 MHUKPOCKONA HE MO3BOJIAET OINPEAENSTH
BKJIFOUEHUS MEHEe 2 MKM). OTH METOAbl JOCTATOYHO TPYJIOEMKH, TPEOYIOT
OOJBIIOr0 KOJMYECTBA BPEMEHHU IS aHaiu3a, a B CiIy4ae IPOCBEUYMBAIOIICH
AIIEKTPOHHON MHMKPOCKONUM, TpeOyeTcsl CiIoXKHas MpoOONoAroToBKa oOpasia
(MOArOTOBKA PEIUINK U (OJIBT).

B paGore [119], Ha npuMmepe OKCHAHBIX BKJIIOYCHHI ObLIa BBISBICHA
3aBUCUMOCTh OTHOCUTEJIbHON OIIMOKH OIpeAesIeHUs] 00BEMHOM JTOJIM BKIIOUEHUHN
oT wucciuenyemon rmiomanu uvmmda (pucynok 15). Tak, nmnsa mnomydeHus
OTHOCUTENbHOU OmMOKH ~15%, HE0OX0IMMO OLIEHUTH IJIOIIAAh HITU(da paBHOU
1200 MM°, U TpH OIEHKE MIOmAnH MeHee 7350 MM® Ielecoo0pasHO MPHMEHSTh
JOTIOJTHUTENBHBIE METO/IbI OLICHKH 00BEMHOM 071 HEMETAJUIMYECKUX BKIIFOUECHUN
13-32 BBICOKOW OTHOCUTEIBLHOM OIMOKU ONpeIeeHUS.

Takum 00pa3om, KOTUYECTBEHHAsI OIIEHKA a30TCOAepk aux (a3 MeToaMu
MUKpPOCKOIIMU HE LiefecooOpa3Ha Il KOHTPOJIsi KadyecTBa MeTaila, BBUAY HX

MMPOJOJIKUTCIIBHOCTH U HC ITOKA3aTCIIbHOCTH I10JIY4IaCMbIX JTAHHBIX.
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Pucynox 15. 3aBUCHUMOCTh OTHOCUTEIHHOM OIIMOKHU ONpeeIeHHs] 00BEMHOM 10U

HeAe(pOPMUPYEMBIX OKCHJIHBIX BKIIFOUSHHUH OT TuTOIIau miugos [119].

1.6 BbIBOABI MO AHAJIUTHYECKOMY 0030py JUTEpPaTypbl U NMOCTAHOBKA

3aJjaun

1. A30T oOKka3bIBa€T CYLIECTBEHHOE BIMSHUE HA MEXaHUYECKHE U
(¢u3nueckue CBOICTBA CTaJIM B 3aBUCHUMOCTH OT (POPMBI €ro NPUCYTCTBUS B
metayie. Hanmuune cBOOOAHOrO a30Ta MPUBOAMT K IOBBIIIEHUIO MPOYHOCTU U
npejena TEKy4eCTH, CHIKAeT IJIacCTHUECKUe CBOMCTBA MeTauia. Hutpuael sxenesa
OKa3bIBAIOT BIIMSHME HA MAarHUTHbIE CBOWMCTBAa MeTaia. Hutpuasl moryt
BBICTYNIaTh B KAUY€CTBE MHTMOUTOPHOH (pa3bl M MPUBOIUTH K M3MEIBUCHHIO 3€pHA.
B penbcoBoil M KOJECHOM CTalld HUTPHUABI TUTaHAa MOTYT OBITh NPUYHHOU
BO3HUKHOBEHUSI KOHTAKTHO-YCTAJIOCTHBIX J€(EKTOB.

2. B Hacrosiniee BpeMsl HE CyIIECTBYET 3KCIIPECCHOIO U HAZEXKHOTO METOAA
onpeneneHus (pa3oBoro cocraBa a3oTa B CTalM. B CBA3M C ueM, sBIsAETCA
aKTyaJbHBIM pPa3BUTHE HAINpaBieHUs (PPAKIMOHHOTO aHAJIM3a a30Ta B CTAIAX U

craBax. K MNEPCICKTUBHBIM METOAAM MOXHO OTHECTH METOA AaTOMHO-
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OMUCCUOHHOW CHEKTPOMETPHUM W METOJ BBICOKOTEMIIEPATYpPHOW 3KCTPAKLUUU B
HECYIIEM rase.

3. BBuay HeENOCTaTOYHOM YYBCTBUTEJIBHOCTH M  HEOJHO3HAYHOCTH
KOJIMYECTBEHHOM HMHTEpIIPETAllMM PEe3yJbTaTOB MoiydaemMblix meronoM ADC B
JaHHOW paboTe MpEeAnoyiaracTcsi pa3BUTUE MeETOJa BBICOKOTEMIIEPATYpPHOU
HKCTPAKIMHM B HECYILEM ra3e JUisl aHaau3a (a3zoBOro cocraBa a3oTa B CTajlM, Kak
XOPOIIO 3apEKOMEHI0BaBIIETO ceOsl Mpyu (a30BOM aHAIN3€ OKCUAHBIX BKIIOUEHUN
B CTAJIX U CILJIaBax.

4. Y4uTbIBas TO, YTO CYLIECTBYIOIIUE METO/AbI ONPEAEIECHUSI PACTBOPEHHOTO
a30Ta XOTh Y MO3BOJISIIOT MMOJTY4YaTh BOCIIPOU3BOAMMBIE TAHHBIE O €0 COJAEPKAHUH
B MeTajlle, HO TpeOyOT OOJBIIOr0 KOJMYECTBA BPEMEHM Uil aHanu3a. [laHHbIN
(daKT He MO3BOJISIET IPUMEHSTH JAaHHBIE METOJIbI JIJIi KOHTPOJIS Ka4yecTBa MeTalia
B ycloBUsX 3aBoja. llosTomy, HeoOXoauMo pa3paboTaTh 3KCIPECC-METOAUKY
OINPEJENICHUS] PACTBOPEHHOIO a30Ta, MO3BOJLIIOLIYI0 B KOPOTKHE CPOKM U C

BBICOKOM TOYHOCTBIO OIIPCACIINTL €0 COACPKAaHHUC B MCTAJLIIC.
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I'naBa 2. [IpumMeHeHMe MeTO/la BHICOKOTEMIIEPATYPHOH IKCTPAKLUMH B
rpa¢uToBOM THIJIE NI KOJIMYECTBEHHOI'0 ONpeAe/IeHU HUTPUAOB TUTAHA U

AJIIOMHUHHUSA B peHbCOBOﬁ cTa/JIm

Bo 2-oifi rmaBe Obula  paccMOTpeHa  IPUMEHHMOCTh  METOJa
BBICOKOTEMIIEPATYPHOM SKCTPAKIUU Il  OINpEEJCHUs KOJUYECTBA a30Ta,
pacTBOPEHHOr0 B MaTpuile Metamia. Bo MHorux padorax (cMm. myHKT 1.5.6) ObL10
MOKa3aHO, 4YTO 3TOT METOJ IIMPOKO MPUMEHSETCS MNpU KA4YEeCTBEHHOM U
KOJIMYECTBEHHOM OIPEIEICHUNA OKCHJIHBIX BKIIOUEHUN B CTAISIX U CIUIaBaXx.
[loaTOMy, akTyaabHO pa3BUTHE METOAA I omnpeaeneHust (a3oBOoro cocrasa
azoTcolepKammx coeauHeHnd. OCHOBHBIM TMPEISITCTBUEM B 3TOM  SIBIIIETCS
OTCYTCTBUE JAaHHBIX O TEMIIEpATypax IHUCCOLMAIMU PA3IUYHBIX HUTPUAOB B
HACBIIIEHHOM  YIJIEPOJIOM pacIjlaBe€ M HEOJHO3HAYHOCTH IOJy4aeMbIX B
pe3yJibTaTe aHalnu3a JaHHbIX.

B pabote Obumn ucciieoBaHbl 00pa3libl PelbCOBOM CTalu MPOMBIIIIEHHBIX
miaBok mnpou3BoactBa OAO «HTMK». Jlng wuccnenoBaHus ObLI HPUMEHEH
ra30aHaau3aTop TC-600, B OCHOBE KOTOPOTO JICKHUT METOJI
BBICOKOTEMIIEPATYPHOM SKCTPAKIMK B TOKE HECYIIEro raza. XMMHUYECKUH COCTaB
MCCJIEIOBAHHBIX 00pa3IloB MpeAcTaBieH B Tabnuie 1. bbun nmpoBeeHbl pacyeTh
temriepaTyp Hauana auccouuanmu TiN u AIN B HacChIIIEHHOM yTJIEpOaOM
pacruiaBe. s oTpaOOTKM METOAMKM WACHTHU(PUKALMH MMHKOB MPHHAIIEKAIINX
HUTPHUIAM THUTaHA U AIIOMUHUS OBLIN BBIIUIABIICHBI M HCCIEAOBaHBI MOJIEIIbHbBIE
craBel  cuctembl  Fe-Al-Ti-N. TlpousBeneH TepMOAMHAMUYECKHAN —pacyer
KOJMYecTBa aszorcoAepkamux (a3 ¢ mnomompo nporpammbel  Thermocalc.
PacueTHbie maHHBIE OBUIM COMOCTABJICHBI C JKCHEPUMEHTAIBHBIMU, TOJTyYCHA

YAOBJICTBOPUTECIIbHAA CXOAUMOCTD.
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Ta6muma 1. Xumuyeckuil cocTaB UCCIeyeMbIX 00pa3lioB pelbCOBOM CTAN

Ne C Si Mn Ni Al Cr Ti V Ca Cu P S @] N

535569 0,78 0,4 0,92 0,043 | 0,005 | 0,025 | 0,003 | 0,042 | 0,0006 | 0,006 | 0,014 | 0,012 0,001 | 0,0045

516538 0,79 0,36 0,9 0,049 | 0,0045 | 0,024 | 0,003 | 0,044 | 0,0009 | 0,006 | 0,017 | 0,008 | 0,0013 | 0,0055

516231 0,76 0,36 0,8 0,047 | 0,006 | 0,025 | 0,002 | 0,038 | 0,0007 | 0,007 | 0,017 | 0,002 | 0,00103 | 0,00608

525122 0,75 0,34 0,8 0,046 | 0,005 | 0,026 | 0,002 | 0,033 | 0,001 | 0,006 | 0,012 | 0,006 | 0,0013 | 0,0051

534989 0,8 0,41 0,83 0,047 | 0,006 0,02 0,003 | 0,033 | 0,001 | 0,006 0,01 0,005 0,001 | 0,0065

516306 0,78 0,37 0,97 0,101 | 0,005 | 0,028 | 0,003 | 0,065 | 0,0011 | 0,025 0,01 0,009 | 0,0018 | 0,0049

516419 0,79 0,39 0,95 0,106 | 0,0048 | 0,024 | 0,003 | 0,067 | 0,0012 | 0,009 | 0,008 | 0,008 | 0,0009 | 0,0036

516481 0,76 0,38 0,87 0,042 | 0,0042 | 0,02 0,003 | 0,036 | 0,0009 | 0,006 | 0,011 0,01 | 0,00116 | 0,00352

630891 0,6 0,37 0,79 0,053 | 0,007 | 0,022 | 0,002 | 0,025 | 0,0011 | 0,009 | 0,013 | 0,007 | 0,00095 | 0,0039

612177 0,78 0,4 0,9 0,055 | 0,005 | 0,017 | 0,003 | 0,056 | 0,001 | 0,007 | 0,012 | 0,007 | 0,00134 | 0,00635

631415 0,75 0,38 0,9 0,056 | 0,005 | 0,017 | 0,003 | 0,058 | 0,0015 | 0,011 | 0,016 | 0,008 | 0,00151 | 0,00577

630627 0,77 0,35 0,9 0,048 | 0,005 | 0,018 | 0,002 | 0,058 | 0,0005 | 0,008 | 0,014 | 0,013 | 0,00131 | 0,00642

611792 0,76 0,35 0,93 0,047 | 0,0033 | 0,03 0,002 0,04 | 0,0005 | 0,005 0,01 0,015 | 0,00118 | 0,0064

833664 T 0,75 0,38 0,94 0,049 | 0,004 0,03 0,003 | 0,037 | 0,0005 | 0,005 | 0,013 | 0,013 | 0,00116 | 0,00323

813722 T | 0,77 0,38 0,95 0,05 0,004 | 0,025 | 0,002 | 0,035 | 0,0012 | 0,005 | 0,011 | 0,014 | 0,0012 | 0,00176

833618 T | 0,76 0,4 0,96 0,051 | 0,004 | 0,016 | 0,002 | 0,034 | 0,0007 | 0,006 | 0,009 | 0,009 | 0,00155 | 0,00477

514422 0,75 0,36 0,8 0,046 | 0,006 | 0,019 | 0,003 | 0,037 | 0,0005 | 0,007 | 0,009 | 0,009 | 0,0013 | 0,005

515423 0,75 0,38 0,81 0,046 | 0,007 | 0,028 | 0,003 | 0,036 | 0,0005 | 0,009 | 0,014 | 0,004 | 0,0015 | 0,0041

524189 0,78 0,34 0,81 0,045 | 0,005 | 0,025 | 0,003 | 0,035 | 0,0005 | 0,006 | 0,008 | 0,015 |0,00175 021%05




2.1 Belmi1aBka Mo1eJILHBIX CILIABOB

Jlns  MOATBEpP)KIEHUS COOTBETCTBHMS PACUETHBIX TEMIIepaTyp Hauaja
JTUCCOTIMAITMN HUTPUIOB JKCIEPUMEHTANIBHBIM JaHHBIM, OBUIA BBHITUIABICHBI U
IIpOoaHAIM3UPOBAaHbl MOJCIbHBIC CIUlaBbl cucteMbl Fe-Al-Ti-N. Jlns BwIIaBKu
HCIIOJB30BAIM  BaKyyMHO-UHAYKIIMOHHYIO Te4bh MOIMHOCThI0O 20 kBT Qupmbl
Leybold Heraeus (pucynok 16). B kadecTBe IIMXTOBBIX MaTepUAIOB
HCIIOJIB30BAIM KapOOHUIIBHOE KEJIe30, MOJUIHBIN TUTaH, alFoMUHUN Mapku AQ, B
KaueCTBE pPACKUCIUTENSl TNpUMEHsud Tpadur. BreimmaBky mTpoBOauiIM B
KOPYHIIM30BBIX TUTJISIX. B Havanme TIaBKu B KOPYHAM3OBBIM THUTENb 3arpyKaju
OpUKETUPOBAHHOE U TIOPOIIKOBOE KapOOHHMIIBHOE KEJIe30, CPEIHSS Macca 3aBaJIKU
coctasisuia 450 rp. Ilocne 3Toro ocyuecTBisiiii HAOOp BaKyyMa A0 OCTaTOYHOTO
naBneHus: B 1 mOap. 3areM 3aryckaiy IMedyb U MJIaBHO MOJHUMAIIA MOUTHOCTH J10
20 xBr. Ilo pacnnaBineHuto MeTaia, Juisi TpeaoTBpalieH!s 00pa3oBaHus OKCHIOB
TUTaHA U AJIOMUHUS B MPOIIECCE KPUCTAUIM3ALMKU METajllla, 4epe3 3arpy30uHbIi
IUTI03 J1aBayid rpaduT NI paCKUCICHUS MeTauia. 3arpyska rpadura mpoxoausia
MOPIIMOHHO, TS MPEIOTBPAIICHUS 3aKUMAHUSA W BBIIUICCKUBAHUS MeTalia: 1-a1 u
2-a1 nopuus =1 rp, 3-1 - =2 rp. Bpems nomaum crnenyromeit mopiuu rpadura
OTIPENIEISUIM BU3YyAJIIbHO 10 MOMEHTY TMpeKpalleHus KumneHus paciuiaBa. [lo
OKOHYAHHWH PACKHCIICHHS, BAKYYMHBIH HACOC OTKJIIOYAIHM W TOJaBajl B KaMmepy
neun apron g0 0,1 arm. Ilocie yero, He morpyxkasi B paciuiaB, 4depe3 Gypmy
JaBajM a30T ¢ pacxogoM B 8 n/MuH B Teuenue 6-12 mwuH. Ilocne okoH4aHHS
MpoAyBKHU a30ToM B MeTasul BBoauiau oT 0,07 mo 10 rp. amromunus u go 0,005 rp.
TUTaHa, B 3aBHCHUMOCTH OT TpeOyeMoro XuMmuueckoro cocrtama. [locie mobaBku
JICTUPYIOIIUX DJIEMEHTOB TOJady a30Ta IMOCTENEHHO CHUXAlu W TOJaBad B
KaMepy aproH a0 1 arM u BBIKIIOYAIM medb. Kpucrammmsamnus pacruiaBa
mpoxoauiia B Meyd B atMocdepe aproHa. XUMUYECKUN aHAJIA3 BBITLIABICHHBIX
CIJIABOB TMPOBOAWIM Ha AaTOMHO-DMHCCHOHHOM CIHEKTPOMETpPE C TJICIOIIUM
paspsaom GDS-850A ¢upmer Leco. Conepxanne ra30B B METaLIE ONMPEACIISIN C

nomoIibio razoananuzaropa TC-600. (Tabnuma 2).
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HAacoCy

L

Pucynok 16. Cxema BakyyMHO-UHAYKIIMOHHOM meun ¢upmbl Leybold Heraeus.

1 - TpakT 17151 OTKAYKH Ta30B U3 Te4H, 2 — pypMma Jyisl MoJaqu a3ora, 3 —

CMOTPOBOC OKHO, 4 — o3 JJI IoJa4M IIUXTHI, 5-— TPaKT IJIs OTKAYKH I'a30B U3

uI03a, 6 - UHIYKTOp

Tabnuua 2. XuUMHUYECKHAI COCTaB MOJENbHBIX CILUIaBOB Macc. %

Ne C Si, Mn Al Ti @) N

1 0,61 0,073 0,002 0,0025 0,025
2 0,63 0,8 0,0045 0,0024 0,011
3 0,43 0,46 0,007 0,002 0,015

<0,05

4 0,88 0,19 0,011 0,0020 0,0057
S) 1,3 0,002 0,018 0,002 0,010
6 1,2 0,002 0,022 0,002 0,017
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2.2 TepMoanHAMHUYeCKHI pacyeT TeMIepaTyp AUCCOUALMY HUTPHU/IOB B

HAaCbIMICHHOM YIVIEPOAOM paciliiaBe€.

@OpakIMOHHBIA Ta30BbI aHAIM3 a30Ta 3aKJIIOYAeTCs B JMHEHHOM HarpeBe
obpasima (=2 rpaa/Cex) B rpaiTOBOM THUTJIE B ITOTOKE HECyIlero rasa. B ocHose
AHAIMTUYECKOTO Pa3eNICHHs JISKUT pa3HUlla B TEPMOJAMHAMUYECKON MPOYHOCTH
pa3MyHBIX HUTPUIOB. Peaknus npucconuanvd HUTPUIOB B  HACHIIICHHOM
YIJIEpOAOM paciliaBe B ycioBusxX razoananuzaropa TC-600, MoxeT npoTekaTh 1o

ABYM PCAKIUAM:

RNy = x[R] + 7 Ny (10)
K. = pNzy/ZaR
p ARxNy
AGg . = AGY . +=RTLn(Py.) (11)
xNy xNy 2 2
RN, +n[C] = xRC,, + %NZ(F) (12)
K = PNzy/zagcn
P acag,n,

AGronyvc = DGRy, 4c + RTLn[Ti] + ~ RTLn(Py,) (13)

rae K, — xoHcTaHTa paBHOBECHS PEAKIMU, A — aKTHBHOCTH KOMIIOHEHTA B
pacmnase, py, - HapUHaIbHOE JaBJIEHUE a30Ta B cucteMe pasHoe 1,85 arm [116].

3HaueHus akTUBHOCTeHM HuTpuaa RyNy M yriepona MOKHO NPUHATH PaBHBIMU

€MHULIC JIJISl HACBIIIIEHHOTO YIJIEPOJIOM pacIliaBa.
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Ha pucynke 17 mpexacraBieH npuMep KpUBOM Ta30BBIIEICHUS a30Ta M3
oOpasiia penbcoBOil CTajdl B MPOLIECCE BBICOKOTEMIIEPATYPHOU HSKCTPAKIUH B
HecymeM Traze. KpuBas Ha pucynke 17 Obuta paszjesieHa Ha MUKH C MOMONIBIO
OpPUTHHAILHOTO TIporpaMMHoro ooecriedeHus OxSep [115], B koTopoM 3a10KeHBI
QITOPUTMBI pa3JIeJICHUSI KCXOIHON KPUBOW HA CEpUIO NMTUKOB, OMMCAHHBIE B paboTe
[120]. ITnomane moj KakasIM IMHUKOM ONPEAEsieT KOJIMYECTBO a30Ta B COCTABE
a30TCOJICPKAIIMX COCAUHEHUN OINPENEICHHOr0 Tuma. KaXaplil MUK MOJ KPUBOU
XapakTepusyercs Temreparypoi Hauamna (T,) u Temneparypoit Mmakcumyma (Tp).

TemnepaTypa Hayana NMUKa ra30BBIICICHUS ABISIETCS TEMIIEpaTypoil Havalia
JUCCOLIMAIIMM HUTPUAA B PEAKUMOHHOM 30HE rasoaHaimusaropa. [ns oueHku
peaslbHOM TemmepaTypbl JIUCCOLMALMM HUTPHUIA, HYXKHO paccMaTpuBaTh 3Ty

PCaKIUIO C TOYKH 3PpCHUA paBHOBCCHSI.

o
- &
o ~
Lo
§ o o
el -8
.‘il % | Ntrogen, % | Tb.K | Tm, K
s 1 0.00089 | 1456 | 1632
T & 2| 0.00138 | 1564 | 1712 ¥
x 3 0.00373 | 1629 | 1791 || S+
- 4 0.00258 | 1724 | 1884 |[ =
2 g 5 0.00106 | 1825 | 1957
2N 5 0.00029 | 1909 | 2013
s
[§)
3
=1 -
4 o
O —f=a ol f v C ..l o g r . g
0 100 200 300 400 ~

Bpema, cek

Pucynoxk 17. KpuBast ra3oBblieeHHs a30Ta B peIbCOBOM CTalIN

[Tockonbky mns peakiuu (10) cBoOomHBIE PHEprUM 0O0pPa30BaHMS YHCTHIX

3JIEMEHTOB PaBHBI HYIIO, TO 3Heprusa [ md6ca Oyner paBHa:
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AG® = —RTLnKp = AH — TAS (14)

[ToncraBuB B ypaBHeHue (14) 3HaueHUs KOHCTAHT PABHOBECHS YPaBHCHHM
(10) wmm (12) MOXHO TONYYHTh BBIpAXKCHHE [JISI TEMIIEpaTypbl Hadaja

Jucconuranmnm Tb HUTpUA B AaHAJIUTUICCKOM paCIlIaBe:

T, = AHEay (15)
b Asngy—R-ln(aﬁ-y\/pNz)
AHY
Tb == Ry (16)

ASngNy_R'ln(y\/pNz)

Iie g = Vg * Xp — AKTUBHOCTHh KOMIIOHEHTA B AaHAJINTUYECKOM paCILIaBE, Yg
— KO3(Q(UIMEHT aKTUBHOCTH MeTajlla OO0pa3yroulero HUTPHUII B HACHIIIEHHOM

YTIEPOJIOM pacIliaBe, pacCUUTHIBAEMbIH 0 (popmyIie:
_ 0 C . yHac j .
Inyp =Inygp + &g X¢* + X &g+ X; (17)
re £), — NapaMeTp B3aMMOJICHCTBHS JIEMEHTOB Mo Barnepy, X; — MonbHas
7078 DNEeMeHTa B paciuiaBe, yp - KOd(PQHUIMEHT aKTUBHOCTH MeTasia
o0pa3ylomero HUTPHUA B YUCTOM Keje3e (CTaHIapTHOE COCTOSIHME — YHCTHIN
KoMmmoHeHT) yo; = 0,076 [121], ys; = 0,049 [122], X2 - mombHas nons

yriaepojia B HAaCBIILIEHHOM YIJIEPOJOM PACIUIABE C YYE€TOM BIMSHUS 3JIEMEHTOB

crutasa [109]:

X = XD 4 Sl X, (18)
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rac (l)é - IapamMeTp BSaHMOHeﬁCTBHH yriaepoaa B HAaCBILICHHOM YIJICPOJ0M

paciuiaBe, y‘—II/ITBIBaIOIHI/Iﬁ BJIIMSIHUC OJJICMCHTA Ha HPCACIIbBHYIO PaCTBOPHUMOCTDH

Hac(T)

yriepoaa B pacruiaBe (mapametrp Illenka), X C(Fe)

— TeMIepaTypHasl 3aBUCUMOCTb

pactBopuMocTH yriepoaa B xenede. llapamerps B3aumoperictBus Illenka
UCIIOJIb3yeMble B pacuerax JaHHOW paboThl MpeAcTaBieHbl B Tadnuie 3,

napaMmeTpsl B3auMoeicTBus o Baruepy B Tabnuiie 4.

Tabmuna 3. [Tapametpsl [lenka [123]

C Si Mn Ni Al Cr Ti \Y Ca Cu P S

- 10,027 | -0,003 | 0,004 | 0,018 | -0,005 | -0,016 | -0,011 | - 0,006 | 0,028 | 0,034

Tabnuna 4. mapameTpsl B3auMoieiicTBus mo Barnepy [124]

j

C Si | Mn | Ni Al Cr Ti \% Ca Cu P S ) N

Al |82 |644|-29| 193 |64 | 08 | 004 |102| -55 |-437| 3,26 | 439 | -6,34 | -2,73

Ti|-86|243 | -97|-6,71/004| 303 | 843 | 6 |-105|-626| -8 |-11,3| -61 | -155

Takum o0Opa3zom, NHpuU MNPOTEKAHUM pEaKLUWW HUTpHUIA, 00pa30BaHHOTO
KapOu1I000pa3yrolUM 3JIEMEHTOM, C YIJIEpOJOM (B YCJIOBHUSX HACHIIIEHHOTO
yIJIepoJOM paciulaBa) TemIepaTypa Hayana JAUCCOLMAalMM HuTpuga Oynaer
OTIPEAETATHCS TOJIBKO MAPIHAIBHBIM JIAaBJICHHEM a30Ta B CHCTEME.

B nanHol pabote ObLI paccMOTpEH mporece auccormani HuTpuaoB AlIN u
TiN B HaceienHoM yriepoaom pacriase. Jist AIN nporiece auccormanuu Oyaer
nporekarb mo  peakmuu  (10), Tak kak = ANOMHHUN  HE  SBISETCA
kapOumoodpasyromum 3nemeHToM. s TIN muccormaiuss MOXeT MpPOTeKaTh IO
obenm peaknusm (10) u (12) B 3aBUCUMOCTH OT KOHIICHTPAIIMY THTAaHA B CILIaBE.
s ompeneneHuss MexaHW3Ma JUccolMalid B paboTe Oblma ompeseseHa
KpuTH4eckas koHueHTpauus tutaHa ([Ti],,) B MeTamie Bblie KOTOPOH Iporuecc
aucconuanuy uaet mo peakiuu (12). beima moctpoeHa 3aBUCHMOCTh KPUTHIECKON

KOHOCHTPAIUHN THUTAHA B CIINIABC OT TCMIICPATYPHI. CTaHI[apTHOe HN3MCHCHHC
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sHeprun ['u66ca nns peaktuu (10) coctaBnser AGe;y=-334500+93T [125], nns

peakiuu (12):

1) TiNey + Cry = TiCry + 5N, AGLinc

2) TiN = [Tilyysre + 5 Nary AGY., = —334500 + 93T
3) TiC(xy = Ti@y + Cry AGpic = 179000 — 15T
4) Tiiy = [Til1gpre AGY, = —69500 — 27,28T

Berunrast u3 ypaBHeHus 2 ypaBHeHUs 3 U 4, MOJTYyYMM 3HAYCHHS U3MEHEHUS
crannapTHoii sHepruu [u66ca AGpinic = AGriy — AGpic — AGD; = 225900 —
47,72T. Ilpu ycnoBuM paBHOBECHUS, MOKHO NpHpaBHATh ypaBHeHus (11) u (13) u
BBIPA3UTh 3aBUCUMOCTh KPUTHYECKOW KOHIIEHTPAllMM TUTaHA B MeETAJUIE, NpHU
KOTOpPOM Juccolualnus HUTpUJa TUTaHa OyneT mporekarh nmo peakuuu (12), ot

TCMIICPATYPhI, 3aBUCUMOCTD II0KAa3dHad Hd PUCYHKC 18:

(19)

[Ti]p = exp (5,44 — 222)

TiN=Ti+N

Temneparypa, K
o
Ln
=

—
o
=
L]

1850 TIN+C=TiC+N

1800

1750
0,1 015 02 025 03 035 04 045 05 055 0.6

[Ti]gp, % macc.

Pucynoxk 18. 3aBucumocts [Ti]y, OT TemmepaTypst
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Kak Bumno w3 pucynka 18 mpu temmeparype 1873 K kputuueckas
KOHLIEHTpalsl TUTaHA B METAJUIE, IPU KOTOPOW JUCCOIMALMS HUTPUAA THUTAHA B
npoliecce aHanu3a Oynet nporekats no peakuuu (12) cocrasmuser 0,21%.

s oOpa3oBaHus ITy3bIpbka a3ota B mporecce anaimm3a [108], ero
BHYTPEHHEE JIaBJICHUE JTOJDKHO OBITH OOJIbIIE CYMMbI JaBJICHUM Ta3a B CUCTEME -

D¢, KaWLISPHOTO - P U METAIIOCTATUYECKOTO - Py,

Pn, = Pc +Pm + Pk (20)

BBuay HebGonbioro oobema paciijiaBa U pa3BUTON MOBEPXHOCTH pazjena a3
rpaduT-pacriaB BeIMUUHAMH Dg U Py MOXKHO TpeHeOpeus. [loaTomy peaxius
(24) B mponecce ananu3a Oy€T IPOTEKATh IIPU Py, = Pc.

Ecimu cponactBo xumuueckor peakuuu (10) Bbipazuth depe3 XUMHUYECKHE
IOTEHIMANbl KOMIIOHEHTOB B YCIOBUSX paBHoBecusa Hutpuza RNy B

AHAJIUTHUYCCKOM pacCIlIaBC B Fpa(l)I/ITOBOM THUTJIE C Ta30BOU (1)&301?1 TO IMOJTYy4YUM:
A= n, (T) = x(ug(T) + RTlnxgyg) — y(uf (T) + RTInpy,) = 0 (21)

[Ipu paBHOBECHMH MEXIy aHAJTUTHYECKUM pACIUIaBOM, TpaduToM THUTIIA,

HUTPHUIOM U Ta30BoM (a3oit cpoacTBo xumudeckoi peakmnnu (10) paBHO HYITIO:

A(pNZ,xR,T) =0 (22)

e 4° — XUMH9eCKHil OTEHIMA YIEMEHTa HTH COSAHHEeHNMs. ECIIi IpHHSATH
3HaYEHUE Py, KaK KOHCTaHTy, TO TEMIlEparypa Hadajla JUCCOLUAlMU HUTpUIA
oyner onpenenarbcst pyHkuuer T=T(Xg) U, rJIaBHBIM 00pa3oM, 3aBUCETh TOJBKO

OT KOHIICHTPAIIUX HUTPHUI000PA3YIOIIEro dJIEMEHTa B PacIliaBe.
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B pabGore [114] B aHaIMTUYECKOM BHJE ObLIa SKCICPUMEHTAIBHO
YCTaHOBJIEHA CB3b pa3sHocTH Xxapakrtepuctuueckux temneparyp AT, =(T,—Tp) ot

CKOpPOCTBIO HArpeBa.

.1 1+y/1+4c
AT, = A70n (1 + 2225 (23)
c =ki/(r 4)
rie, A — mapamerp paBHbii  305,7+9,78*10-4, omnpeneneHHBIN
9KCIICpUMEHTaIbHO, K — mapamerp paBHbid 13,083*%10-4, onpenencHHbIH

AKCIIEPUMEHTAIBHO, I — CKOPOCTh HarpeBa oOpasiia MpH aHaJIu3€, COCTABIISAIONIAs
2 K/cek. Kak BuaHO u3 ypaBHeHus (23) Temmeparypa MakCUMyMa MHKa MpU
(GpakIIMOHHOM Ta30BOM aHAIM3€ OMPEICNACTCS TOJIBKO CKOPOCTHIO Harpena
oOpa3la B TMpolecce aHanu3a. 1eM caMblM, 3Has TeMIeparypy Hadalia

nuccornranuu HuTpuaa (Tp,) MOXKHO paccuyuTaTh TEMIIEpaTypy MaKCHMyMa ITHKa

(Tr)-

2.2.1 OueHka napaMeTpoB BJMAIOIIMX HA TEMIIEPATYPY AUCCOLMANNH

HUTPUAOB U (POPMY MOJTYyHAEMbIX MMKOB HA KPUBBIX Ia30BbI1eJeHUsI

B pabote ObLIO OIlEHEHO BIWSHWE THIA HUTPUIA U XUMHUYECKOTO COCTaBa
cIutaBa Ha (opMy MOJTy4aeMbIX B IPOIIECCE BBICOKOTEMIIEPATYPHOUM SKCTPaKIIUU
nuKoB. JJig 3TOro ObUTM MpOaHATU3UPOBAHBI 00PA3IbI C PA3TMYHBIM XUMHUYECKUM
cocTaBoM (00Opaszell cocTaBa peabCOBOM cTald W oOpasel] MOJEILHOIO CIliaBa
cucrembl Fe-Ti-Al-N Ne2) u gucteiii Hutpun amomunus. Ha pucynke 19
MIPE/ICTABIICHBl KPUBBIC Ta30BBIACICHUS HHUTPUIA THTaHa B oOpasle cocTaBa
pPEIBCOBOM CTalM, YHCTOTO HUTPUAA ATIOMHUHHS W HUTPHJ QIIOMUHUS B
MojenbHOM critaBe Ne2. BBuy TOro, 4To MiIoIiaay MMKOB (KOHIICHTPAIKs a30Ta B
COCTaBE HUTPHJIA B 00pa3lie) U WX aMIUTMTYAbl Pa3IMYHBI JIJIT Pa3HBIX 00pa3IloB,

KpuBas OblIa TIOCTPOEHA B OTHOCHTENBbHBIX KoopauHatax. [lo ocum abcrucc
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OTKJIAJbIBAJIM 3HAYEHUE PA3HOCTH TEMIIEPATYPHI U TEMIIEPATYPbl MAKCUMyMa ITHKa
(t-tmax), TE€M caMbBIM TOYKOH HYJSI CUMTAIM TOYKY MakcumyMma mnuka. Ilo ocu
OpAMHAT — OTHOILIEHHWE WHTEHCUBHOCTM IIOCTYIUICHUS a30Ta B SYECHKY
TEIUIONPOBOJAHOCTH Ta30aHaNM3aTopa K MAKCHMYMY HMHTEHCUBHOCTH NHka. Kak
BUJIHO U3 pUCyHKa 19 nonyyeHHbIe MUKU MTOI00HBI. BBIJI0 yCTaHOBIIEHO, YTO TaKue
IapameTpsl, KaK XUMUYECKAN COCTaB HUTPUJA, KOHLIEHTpaLus

HUTPUI000pa3yIOIIEro AIEMEHTa He OKa3bIBAIOT BIUSHUE HA (OpPMY MHKa.

I,

1
100

Pucynox 19. Kpusble gucconuanuui HUTPUAOB: | — YUCTBIA HUTPU aTIOMUHHS,
2 — HUTPHUJ TUTaHa B 00pasiie peIbCOBOW CTaIM, 3 — HUTPHU ATFOMUHUS B 00pasIie

MOJENBHOrOo crtaBa Ne2

bbIIO OLIEHEHO BIMSHHME yIJIepoJa B pPaCIUIaBE Ha XapaKTEPUCTUUYECKHUE
TEeMIIepaTyphl TUCCOMAIU HUTPUA0B. OOpa3ikl MoaenbHOTO crutaBa No2 Obutn
MPOAHAIM3UPOBAHBI METOJOM BBICOKOTEMIIEPATYPHON SKCTPAKIUM B HECYLIEM

ra3e ¢ MPUMEHEHHEM pa3IMYHBIX BHYTPEHHHUX THUTJEH: 1) TpaduTOBBIA THUTEND
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775-431 Leco, 2) xepamuueckwii tureinb u3 okcuna Oepwrius (BeO), mms
MPENATCTBUSA MOMAaHUsl YTIEPO/ia TUTIIS B PACILIaB.

Jlnst kanuOpOBKM TeMIIepaTypbl MPHU HCIOIb30BAHUU OCPUITMEBOTO THUTJIS
Ob11 puMeHeH mupometp 1S5 «Impacy. Jlns storo Obut BeIpe3aH TpadUTOBBIN
JUCK JIMaMeTpoM 5 MM M TOMEIEH Ha JHO Kepamuyeckoro turis. Harpes
ocymiecTBisuicss  crynendaro: 1500, 2000, 2500, 3000, 3500, 4000 Br,
TEMITEpaTypy U3MEPSIIN Ha KaXIO0W CTYNIEHU 110 CTCTICHH HW3JIyYCHHS TPa(hUTOBOTO
JMCKa, TIOCJIE 4Yero CTPOWIM KaluOpOBOUHYIO KpHUBYIO. [ 'paayrpoBKy
TeMIEepaTypbl MPOBOJUIIU MO TPEM TUIIISIM. MeToanKa KaTuOpOBKU TEMIIEPATypbl
rpaUTOBOTO THUTJIS OMKMCAaHA B MyHKTE 3.4.2.

Ha pucynke 20 mokazaHbl KpUBBIE Ta30BbIACNICHUA a30Ta U3 oOpasla
MoJiesibHOTrO crutaBa Ne2. Kak BUAHO W3 PUCYHKA, B NPUCYTCTBUU YIjepoia
TEeMIlepaTyphl Auccouuanuu HUTPpUIOB Ty, Ty, caBUrarOTCs B CTOPOHY OOJBIINX

temriepatyp. [IpucyrcrBue yriepona (ac =1) B pacijiaBe CHUXKAET paCTBOPUMOCTD

200 -

— CTurens

180

=== BeO Turens I

160

140 - i

1
120 | b

\
100 - | \
80
60
40

20

OTHocUTEenbHaA KOH LeHTpauunA

0 T T T T T T T T T 1
1100 1200 1300 1400 1500 1600 1700 1800 1900 2000 2100

Temnepatypa ['C]

Pucynox 20. KpuBbie auicconuanmu a3ota u3 oopasiia MoAEIbHOTO criiaBa Ne2
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a30Ta B MCTAJJIC, YTO HIPUBOJUT K IOBBINICHUIO TEMIICPATYPbl AWCCOIHALINN

HUTPUIOB (IIPH YCIIOBUW MPOTEKAHUS JUCcoIranym 1mo peakmuu (10)).

2.3 AHAJIM3 MOeJbHBIX CILIAaBOB cucreMmbl Fe-Al-Ti-N

AHanu3 HUTPUIOB B BBIJIABICHHBIX CIUIaBax npoBogwin Ha Oxe -
cuektpomerpe JAMP-9500F (Jeol). Jlms mpoBeacHuss aHaim3a — ObLIX
npurotoBieHsl HUMGbl 10X 12 MM tommuHoi 4 mM. [Inudsr 6bu1M TPUTOTOBIEHBI
13 00pa3oB MeTasia, 0TOOPaHHBIX U3 IEHTPAIBLHOM YacTh CIUTKOB. {7151 BbIpe3ku
o0pa3lioB W3 CIWTKAa NpUMEHsUH OTpe3Hor cranok CM-15 ¢upmer Leco.
Bripesannbie 00pa3ibl ObLUTH 3IUTHI B OAKEIUT C TOMOIIBIO 3AIMBOYHOTO Tpecca
PR-32, nnst mimudoBKM ¥ TMOJUPOBKK 00PA3IOB MCIOIL30BAIM aBTOMATUYECKUN
nonupoBanbHbI cTaHOK SS-2000. [TonmmpoBKy MOBEPXHOCTH 00PA3IOB MPOBOIMIN
C MOMOIIBIO AJIMAa3HbIX CyCIieH3ul ¢ pasmepom vactui 3, 1 u 0,05 mxm. Ha
pucynkax 21 u 22 mnokazanwel (oTorpaduy THUNUYHBIX BKIIOYEHUN HUTpHUIA
ATIOMUHMST ¥ TUTaHa B 00paslax BBIIUIABICHHBIX MOJEIBHBIX CIJIAaBOB BO
BTOPUYHBIX 3JIEKTPOHAX M 0’KE-CIEKTPHhI, MOJyYeHHbIe Ha cnekrpomerpe JAMP-
9500F. Ilukm >kene3a W yriepoJa Ha OXe-CHEKTpaxX OOBSICHSIIOTCS 3aXBaTOM
MaTpHIbl MeTallla Npu aHanuse. [IMKu Kuciopojga MOTYT CBUIETEIHCTBOBATH O
TOM, YTO BKJIIOYEHHS SIBISIOTCS KOMIUICKCHBIMU COEAMHEHUSIMUA OKCHUJIOB U

HUTPUIOB.
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Pucynok 21. M300pakeHne BO BTOPUYHBIX IEKTPOHAX U O¥KE-CIEKTP

(JAMP-9500F) HuTpua THTaHa B MOJICIbHOM cIutaBe Nel
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Pucynok 22. 300pakeHrne BO BTOPUYHBIX IEKTPOHAX U O¥KE-CIEKTP

(JAMP-9500F) HuTpHa affoMUHKS B MOAEIBLHOM crriaBe Nel

BrimnaBnennpie crjiaBbl ObUIM Tak)Ke MPOAHATM3UPOBAHBI C TMOMOIIBIO
METO/Ia BBICOKOTEMIIEPATYPHOM OKCTPAKIIMK B HECYIIEM Tra3e C JIMHCWHBIM
HarpeBoM. Iy aHanmm3a, U3 CIMTKOB ObUIM BBIPE3aHBI 00pasilbl MPSIMOYTOJIBHON
dbopmbl Maccoit 1-2 rp. OOpasibl ObuTH 00pabOTaHBl HAMMJIBHUKOM JIJISl YIaJICHUS
OKHUCJIEHHOTO cios. [lepen ananmu3oM ObLTa MpoOBeEeHA KATMOPOBKA TeMITepPaTyphl

HarpeBaTels (BHYTPEHHHM TUTEIb), ONMcaHHas B MyHKTe 3.4.2. [ToAroToBICHHBIN
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¥ B3BELICHHBIA O0pasel] MOMEllald B 3arpy304HOE YCTPOMCTBO aHaIW3aTopa,

MOCJIE Yero MPOW3BOJIMIIACH MpOoayBka W merasammst Turis npu 2200° C. 3arem

oOpasell cOpachiBasica B TUTEIb U oTkuraics npu temneparype 1000° C B Teuenue

120 cexyna. ITocne omkura oOpasern JUHSHHO HarpeBayics co ckopocThio 2 K/cek

1o temrnepatypbl 2100°C. OcHOBHBIE TapaMeTphl aHAJIKM3a MPECTABICHBI HIKE:

Purge time 25 cex
Outgas time 30 cexk
Outgas temperature 2200°C

Analyze temperature

[lony4yeHHBIE KpHBBIE

1150-2200°C

Tra30BBIACIICHUA

a30Ta

ObLIH

00paboTaHbl C

nmpuMeHeHueM mnporpaMmHoro obecrneuenus OxSep. Ha pucynke 23, B kauecTBe

puMepa, MOKa3aHbl 0OpabOTaHHBIE KPHUBBIE SKCTPAKLIMU a30Ta W3 MOJEIbHBIX

cruiaBoB Ne 1 u 2 ¢ cogepxkanueM tutana 0,002 u 0,0045% cooTBETCTBEHHO.
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Pucynox 23. KpuBbie 3KCTpakIMy a30Ta U3 MOACIbHBIX criaBoB Nel (a) u

Ne2 (6)

Kaxmas kpuBasi npesacrabiisieT cobor uerbipe nuka. OpgHaKo, Kaxijaas rmapa

nukoB (Nel,2 u Ne3,4), mo BUIAMMOMY, SIBJISIETCS OJHHM THKOM, IOJ00HOE

pasaciaCcHuc MOXKHO OOBACHUTH AHATUTHYECKUM ITyMOM.

B cBsa3u ¢ Tem, 4uto
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TeMmrepaTypa Hayajna JIUCCOLMAIlMM HUTPUZA B MEPBYIO O4YEpEellb OMpEAEssieTCs
KOHIICHTpAIlMe HUTPUI000pa3yIONIEro 3JIEMEHTa B paciljlaBe, Ha IMOJTYYEHHOU
KPUBOM BO3MOXHO HJICHTU(DUIIMPOBATH TUIN HUTPHUJIA COOTBETCTBYIOIIMMA MHUKaM.
Hcxoass U3 XMMHUYECKOTO cOCTaBa CIJlaBa M TEPMOJAMHAMUYECKUX PpaCUETOB,
MpEANoaraad, 4YTO BCE JBa MEPBBIX NUKA COOTBETCTBYET HUTPUAY THUTaHA Ha
KOXKIOW 3BajorpaMMe, JBa BBICOKOTEMIIEPATYpPHBIX — HHUTPUIY aJOMUHUS.
DKCIEpUMEHTAILHO ONPEIeNICHHbIE TeMIIEpaTyphbl Hauajaa JUCCOLUAINN HUTPUIA
tuTaHa coctaBuiim B ciuiaBe Nel cocraBmima 1631 K, B crmmaBe Ne2 - 1678 K,
Hutpuga amomuauss — 1840 K u 2078 K coorBercTBeHHO. 11 MOATBEpKIACHUS
TOro, 4to MUKA Nel m 2 OTHOCSATCS K HUTPUAY, & HE K PACTBOPEHHOMY B METAJLIE
a30Ty oOpasen; MoJaenbHOTO criaBa NeZ2 ObuT MpOAHAIM3UPOBAH IO METOMKE,
omucanHor B myHKTe 3.4.2. [lo pesymbraram aHanmm3a OBUIO ITOKa3aHO, YTO
coJiep>KaHre PACTBOPEHHOTO COCTaBJIsET < 5 PpM, B TO BpeMsl Kak COJEpKaHUE
azora B nukax | u 2 cocraBuiio 27 ppm.

[lo omnucaHHOMY BbIIE METOAY OBLIM pacCUMTaHbl TeMIEepaTypbl
JUCCOIMALMK HUTPUJA TUTaHa W HuTpuaa amomuuus (Tb, Tm) B obOpasmax
MOJICIIBHBIX CILJIAaBOB. Pe3ysbTaThl pacyeToOB CPAaBHWIM C IKCIEPUMEHTAIBLHBIMU
JAHHBIMH, TIOJIYYEHHBIMU METOJOM BBICOKOTEMIIEPATYPHON SKCTPAKUHUH B
HecymeM ra3ze. Ha pucynke 24 mpuBeIeHO COMOCTABICHUE SKCIIEPUMEHTATBHBIX
temneparyp Tb u TM HUTpUAA THTaHA W HUTPHUAA ATIOMUHHUS B MOJICIBHBIX

CIIaBax ¢ pacueTHbIMU (TaOauIbI 5, 6).
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Tabnuna 5. XapakrepucTuueckue TeMIepaTypbl TUCCOLMALMN HUTPUIA TUTAHA B

HACbIMICHHOM YIJICPOAOM PACIlIIaBC

Ne [Ti], Th, Th, m, m,
crjaBa % Pacuer, K | sxcnepument, K KO Pacuer, K | skcnepument, K KO
1 | 0002 | 1627 1631 10 1757 1807 12
2 |00045| 1680 1678 15 1810 1854 1,4
3 | 0007 | 1708 1695 19 1838 1852 5
4 | 0011 | 1733 1746 12 1863 1881 16
5 | 0018 | 1767 1753 18 1897 1896 18
6 0,02 1778 1772 11 1909 1904 11
Ta6HI/IHa 6 XapaKTepHCTHq€CKHC TCMIICPATYypPhL JAUCCOIHalInN HUTpHUOA
ATFOMUHUS B HACBIIIICHHOM YTJIEPOJIOM pacIljiaBe
N | [AD | Th, Tb, m ™m,
LB % Pacuer, K BKCHGIEIMGHT, CKO Pacuer, K SKCHCIE/IMCHT, CKO
1| 0073 | 1840 1880 16 1970 2056 21
2 08 2078 2030 20 2209 2200 23
3 046 | 2017 2020 20 2148 2133 11
4 0,19 1922 1927 11 2053 2067 0,7
5 | 0002 4573 1559 20 1704 1724 19
6 | 0002 9573 1550 15 1703 1748 16
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Pucynok 24. ConocrapiieHue 3KCIePUMEHTAIBHBIX U PACUETHBIX TEMIIEPATyp
auccormanyy Tb u TM HUTpUaa TUTaHA (CBEPXY) U AIFOMUHUS (CHU3Y) B

MOACIIBHBIX CIIIaBax

B o0oux cayuasx Ha rpadukax HaOIOmACTCS YAOBJIECTBOPUTEIbHAS
CXOJUMOCTh IKCIEPUMEHTANBHBIX M PACYETHBIX JAHHBIX, pa3HUIIA HE MPEBHIIIACT
S50K. Ilo mosydeHHBIM JaHHBIM, MOXHO CYIUTh O TMPaBUILHOCTH METOJIUKHU

pacuera TeMreparyp Hauyaja JUCCOIUAIlMA HUTPUJIOB, ONTUCAHHOM B MyHKTE 2.2.
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2.4 OnmpeneneHue kKogudecTBa a3orTa, cBs3aHHoro B TIN m AIN B
PeJbCOBOH CTAJH METO0M BBICOKOTEMIEPATYPHOH IKCTPAKIMH B HeCyIeM

ra3se

Ha ocHOBe MaHHBIX TOJYYCHHBIX MPHU HUCCIEAOBAHUU MOJCIIBHBIX CIIJIAaBOB
OBUIO TIPOBEJCHO KOJIMYECTBEHHOE OMpEACIiCHUE HHUTPHAA TUTaHA W HUTPHIA
ATFOMHUHHS B 00pa3Iiax MPOMBIIIICHHBIX TIABOK PETbCOBOM cTaimu. KoHIeHTparus
TATaHa B MeTamie cocraBasia 20-30 ppm, amomubms — 33-70 ppm. s
MOJITBEP)KJICHUSI TPUCYTCTBUS HHUTPUAOB THTaHA B MPOAHAIM3UPOBAHHBIX
oOpa3lax pejbCOBOM CTanM, ObUIM H3rOTOBJIEHbl LUIM(PBI M MPOBEIAECH
MeTautorpauaeckuii aHanW3, TOKAa3aBIIWKA TPUCYTCTBHUE HUTPUIOB THUTaHA B
nuanazone pasmepoB 10-25 mxm. Ha pucynke 25 mnokazanbl (ororpadun
TUMAYHBIX BKJIFOYCHUH HUTPUIA TUTAHA TOJYYCHHBIC C MOMOIIBIO ONMTHYECKOTO

MHUKPOCKOIIA.

<
- o i

= o

25 mkmn 25 mkm

25 mkm

Pucynok 25. Bxitouenust HUTpua TuTaHa, 0OHapy>KeHHbIE B oOpasiax

PEJILCOBOU CTaJIN
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Xapakrepablii muk TIN Ha KpHUBBIX Ta30BBIICICHHS a30Ta W3 00pas3IoB
pENIbCOBOM CTanM WACHTU(PHUIMPOBAIIA, OCHOBBIBASICh Ha pPE3yJbTaTaxX pPacyeTOB
XapaKTePUCTHUYCCKUX TeMmIeparyp auccoruanuu. Ha pucynke 17 (B mynkre 2.2)
ObUT MOKa3aH NMpHUMEpP KPUBOM BBIIEICHHS a30Ta M3 00paslia penbCcoBOM CTaiw,
COrJIaCHO TMOJYYEHHBIM PACUETHBIM JAHHBIM, MPEANOJaraercs, 4YTo HUTPHUIY
TATaHa cOOTBETCTBYET MUK Ne4, muk Ne3 — HUTpuay amoMuHUS, TUKH Ne5.6 —
KapOOHMTpUJAM BaHaAMWs W TUTaHa, NMUKU Nel W 2 COOTBETCTBYIOT HauMeEHEe
CTa0WIIbHBIM HUTpuAaM Tumna SisNg U a30Ty, pacTBOpeHHOMY B MeTayuie. bpumn
COTIOCTaBJICHbI pacyeTHBIC TeMmIriepaTypbl 1, U Ty, HUTpHIAa TUTaHA W HUTPUIA
QTIOMUHUS B PEITLCOBOM CTAIA C MOJYYCHHBIMH 3KCIIEPUMEHTATBHBIMA JTAHHBIMU
(pucynku 26, 27).

[To mpencTaBlIeHHBIM JTaHHBIM, KaK M B CIlydae C MOJCIBHBIMH CIIIaBaMH,
pPacCXOXKJIEHUE MEXKIY PpACUETHBIMH ¢ DKCIEPUMEHTAIbHBIMH JIaHHBIMU HE
npesbimaeT 60K. J{anubie ananuza TIN B penbcoBOM CTaJIM XOPOIIIO KOPPETUPYIOT
C JTaHHBIMH, TTOJTYYCHHBIMH IPY aHATN3€ MOJICTLHBIX CIIaBOB. ClieyeT OTMETHUTh,
YTO HE CMOTpPS Ha OJM3KHE KOHIIEHTpAIMM THTaHa B MojelbHOM ciiaBe Nel (20
ppm) u mccieayeMbIx oOpasiax penbcoBoi ctamu (20-30 ppm) TemmepaTypbl
Havana guccoruanui 1IN u3MeHsnch B MHTEpBaigax 1622-1641 u 1725-1770 K
COOTBETCTBEHHO. OTO CBS3aHO CO 3HAYMMBIM BIIMSTHUEM HA BEIUYUHY | p(TiN)
KOHIICHTpAIlMu KpeMHHS B MeTasuie, kotopas coctaisaeT 0,043 % B crutaBe Nel u
0,31-0,41 % B penabCcOBOM CTaaud COOTBETCTBEHHO, BBHUIY BBICOKOTO 3HAYCHHS
TapaMeTpa B3auMoeHcTBHsA £5) = 243 [126].

[Ipn 0Opa®oTKe MONYYEHHBIX KPUBBIX Ta30BBIACICHHUS a30Ta U3 00pa3LoB
PENBCOBOM CTAN OBLIO OMPE/IETICHO KOJIMYECTBO CBSI3aHHOTO B HUTPHJIBI TUTAHA U
amomuHus azota. C mpuUMEHeHHeM mporpammbl T hermocalc, Obur paccumrtan
($a30BbIl COCTAB HUTPUIHBIX BKIFOUCHHI B 00pa3IiaXx UCCIEAYEMBIX CIUIABOB MPHU
yCIIOBUM paBHOBecHsl B cucrteMe. Ha momydeHHBIX, B XoAe aHaim3a oOpasiioB
pEIBCOBOM  CTalld, KPHUBBIX BBIICICHUS a30Ta OBLIM  ONPEICICHBI ITHKH,

COOTBCTCTBYIOIMC HUTPHUAY TUTAHA W aAJTFOMHHUSA, OIIPCACIICHA KOHICHTPpAIUs
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a30Ta B UX COCTaBe, KOTOpasi COOTBETCTBYET OOBEMHOMN J10JI€ BKJIIOUEHUN HUTPHUIIA

B CTaJIH.
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Pucynoxk 26. ConocraBiieHue pacueTHBIX U 3KCIIEPUMEHTAIBHBIX TeMIieparyp Th,

Tm autpuna turana (TIN) B pelbcOBOM CTaIM ¥ MOJICIIBHBIX CILIABaX
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Pucynok 27. ConocTaBieHne pacueTHBIX U IKCIIEPUMEHTAIBHBIX TeMreparyp 1D,

Tm uutpua amromunaus (AIN) B pebcoBoOl cTald U MOJCIIBHBIX CILTaBax
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P (N)RxNy*MRxN
VRxNy _ Pwarp xNy XNy (24)
100 PRxNy*MN

rae, Very — 00beMHas fons Hutpuaa RyNy B Metamne, p,qm, — IIOTHOCTD
MaTpHIBl MeTajlia /e, prin — IuoTHOCTh HuUTpuaa RN, /e, (N)rxny —
MaccoBO€ COJepKaHUe a30Ta, cBazaHHoro B HUTpuI RyNy, % macc, M — MonbHas
Macca Ir/MoJb.

CormocTtaBieHue SKCIEPUMEHTAIbHBIX U PACUETHBIX JAHHBIX O KOJIMYECTBE
a30Ta, CBSA3aHHOT'O B HUTPHIbl TUTaHA W AJTIOMHHHUS IPEACTaBICHBI Ha PUCYHKAX
28 u 29. KonreHTpanus a30Ta B COCTaBEe HUTPHIA TUTaHA B 00pasiax perbCOBOU
ctand  cocrtaBuia  4,3-15ppm, crangapTHOe  OTKIOHEHHE  PE3yIbTaTOB
onpenenenns — 0,1-2,5 ppm, autpuaa amomunans — 5,8-26,1 ppm, crangapTHOE

orkionenue — 0,1-6,8 ppm .
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Pucynok 28. ConocTaBieHre pacyeTHBIX U IKCIIEPUMEHTATBHBIX JAHHBIX O
KoJIM4ecTBe a30Ta B coctaBe TIN B 00pa3iax peabcoBOl CTaiu
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PI/ICYHOK 29. ConocraBieHue PaCUCTHBIX U SKCIICPUMCHTAJIBHBIX JAHHBIX O

KosmuecTBe a3ota B coctaBe AIN B 00pasimax peiabcoBoi cTaim

Ha npexncraBineHHbIX Bbllle rpadukax HaOIIOAeTCsl COOTBETCTBUE MEXIY
OKCMEPUMEHTAIbHBIMU W  PACUeTHBIMA JAaHHBIMH, OJHAKO MPHUCYTCTBYIOT
«BBIOPOCHI». DTO MOXKET OOBICHATHCS HEOAHOPOJHOCTHIO MPOMBIIIJICHHBIX
00pa3IoB PENbCOBOW CTAaly W TEM, YTO PAacyeT MPOBOAMIICSA IJIsi PaBHOBECHBIX
YCIIOBUI B cHCTEME, 0€3 yueTa KHHETUYECKUX apaMeTpPOB.

JUis OLIEHKM BOCHPOM3BOJUMOCTH PE3YJIbTaTOB (PPAKIIMOHHOTO Ta30BOTO
aHallM3a a30Ta B PEJIbCOBOM CTajyM ObUI MPOBEACH aHAIW3 BKIIOYCHHNA HUTPHIA
TUTaHa, B 00pa3liax, BBIPE3aHHBIX MO JUIMHE OJHOIO PENibca, XUMUYECKUI COCTaB
KOTOporo ykazaH B Tabnuie /. C 0o00MX KOHIIOB U W3 CEPEIUHBI pelibca ObLTN
BbIpe3aHbl TeMIUIeThl. Kaxaplii TemIuier ObUT pasfeneH Ha Tpu oOpasia, Kak

nokaszaHo Ha pucynke 30.
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Pucynox 30. Cxema oTbopa 00pa3ioB AJis MPOBEACHHS BRICOKOTEMITEpATypHOI

3KCTPaKUUH

Tabnuma 7 — XUMHUYECKHM COCTaB PEIBCOBOM cTamM, % Macc.

C Si Mn | Ni Al Cr Ti \% Ca Cu P S 0] N

0,76 | 0,38 | 0,87 | 0,042 | 0,0042 | 0,02 | 0,0025 | 0,036 | 0,0009 | 0,006 | 0,011 | 0,01 | 0,0012 | 0,0035

[To pe3ynpTaTam aHanu3a oOpasiioB, OTOOPAHHBIX U3 Pa3HBIX YaCTEH OJIHOTO
pelbca, W TEPMOJMHAMHYECKOrO0 pacdyera B mporpamMe I hermocalc,
KOHIICHTpalusi a3oTa cBsizaHHoro B TIN cocraBuma 7,71,7 ppm u 6 ppm
COOTBETCTBEHHO.

[IpoBeneHHbIe aHAINU3bBI O0PA3IOB OTOOPAHHBIX U3 Pa3HBIX YacTeH MO JJIUHE
OIHOTO peyibca IIOKa3ajd, 4YTO pa3HHUIA MEXKIYy OKCIEPUMEHTAIbHBIMU U
pacueTHBIMU TeMIEPaTypaMu Tpriny U T meriny HE TpeBbImaeT 60K (pucynok 31).

Hutpuael BaHanus, allOMUHUS, TUTaHA, KOTOPbIE MOTYT MPHUCYTCTBOBATH B
pENbCOBOM CTamu M30MOP(HBI U MOTYT pPaCTBOPSTHCS JAPYyr B Jpyre. ITo,
0€3yCIIOBHO, OKa3bIBA€T BIUSHUE HA BEIUYMHBI [, U [p, 3aTpyIdHsS MHPOLECC
uaeHTH(GUKAIMK HATPUAOB. IlodTomy, ompenenuTh MUK, OTHOcsAmmuics K TIN,
MPECTABIACTCS HE BCErJa BO3MOXXHBIM, TaK KaK OH MOXET IepeKphIBaTh
IIUPOKUN JTMAMa30H TEMIIEpaTyp W BKJIIOYATh B ce0sl a30T, BBLACIUBIIMICS MPHU
JMCCOLUALINU CJIOKHBIX HUTPUAOB. [lo3TOMY, K 4MCTOMY HUTpPUIY TUTaHA, Ha
OCHOBAaHWM TPOBEJACHHBIX HCCIEIOBAaHUM, OTHOCWUJIM TOJBKO THK(M) HE
BBIXOJAIIME 33 JUAINIa30H PACUETHBIX TEMIEPATYP B MHTEPBAIE [periny, Tm(riny £50-

60K. Taroke, mIs KoJWYeCTBEHHOro ompexaeiacHud TIN B peabCOBOHM CTamw,
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PEKOMCHAYCTCA IIPOBOAUTL OIPCACIICHUC HEC MCHEC, UCM 110 TPEM I1apaJlJICIIbHbIM

A3MEPEHUSIM.
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Pucynoxk 31. CpaBHEHHE pacUeTHBIX M AKCIICPUMEHTAIBHBIX TemIieparyp Th, Tm
HUTPHUA TUTAHA, TOJIYYCHHBIX IPH aHAJIM3€ 00pa3LOB PEIbCOBOM CTaIIH,

0T06paHHBIX I10 JJIMHC OAHOI'O piibCa.

Taxoke, Mg OICHKA HAISKHOCTH W BOCHPOU3BOJUMOCTH TIOJTy9aeMBIX
pE3yNIbTaTOB O KOJUYECTBE a30Ta, CBA3AHHOTO B HUTPUA THUTaHA, OBUIM
COITOCTABJICHBI JaHHBIC 0 KoimdyecTBe a3ota B TIN u xucimopona B Al,Os, Tak kak
METOAMKa ompeaenacHus kuciopoaa B coctaBe Al,O; B cragsix m0CTatoyHO
orpaborana u HajexHa. Ha pucynke 32 TpencTaBlIeHO COIMOCTaBICHUE
pe3ynbTaTtoB onpenenenus oomero coaepxkanus O u N B metaimie, conepxanus O
u N B cocraBe TIN u Al,O3; B 9-Tn 00pa3iiax peabcoBO# CTanu, 0TOOPAHHBIX IO
JUTMHE OJTHOTO peibca. IlokazaHo, 4TO cTaHAApPTHOE OTKJIOHCHHWE KOHIICHTpAIIUN
KHCJIOPOJIa ¥ a30Ta B COCTaBE HEMETALTMICCKUX BKIIFOUCHHH HAXOAUTCS HA OJTHOM
ypoBHe. CylecTBYOMHA pa3dpoC MOKET OOBACHITHCS HEOJTHOPOIHOCTHIO

00pasIioB.
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PI/ICYHOI( 32. ConocraBiecHue JaHHBIX O KOJIMYCCTBC a30Ta B TIN u KHCJIOPO/Ja B

Al,O3 B 00pasmax, oToOpaHHBIX IO JTTMHE OJHOTO pelibca

HOJIy‘-IeHHBIG B X0A€ I/ICCJ'IC)IOBaHI/Iﬁ JaHHBIC ITOATBCPKIAAIOT BO3MOXKXHOCTD

MPUMEHEHUSI METO/Ia BEICOKOTEMIIEPATYPHOM SKCTPAKIIMKU B TOTOKE ra3a HOCUTENS

JUTSL aHAJIM3a MPOMBIIIIICHHBIX 00pa3IloB PEIbCOBOM CTalM KaK METOa KOHTPOJIs

KadyecTBa CTaJieH.

2.5 OneHka 3aBHCHMOCTH CTOHKOCTH PeJibCOB OT COJIeP:KAHUSA

Hele(opMHUpPYyeMbIX BKJIKYCHUH.

B pabote Obls1a mpoBeieHa OLEHKA BIUAHUS He1e(POPMUPYEMbIX BKIFOUECHUN

HUTPpHUAA TUTAaHA HA SKCINTYaTaAllMOHHYTO CTOMKOCTbD PCIbCOB, HOpMaTHBHbeI CpPOK

Ciry0bI KOTOpbIX cocTaisieT 500 MiTH. T. OpyTTO.
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Jlist ompenieneHust KpeTeprueB KauecTBa PEIbCOBOM CTalI OBLIN UCCIIEIOBAHBI
oOpa3ipl  OTOOpaHHBIE  OT  PENbCOB,  MPOIIEAIINX  HCIBITAaHUS B
skcrepuMenTaabHoM Koibile BHUNMKTa. beinmu uccnenoBansl 00pasiibl peiabCcoB
npousBoactBa HTMK (Poccust), Nippon Steel (Anmonms) u Sogerail (dpantus).

XHUMHUYECKHI cocTaB 00pa3IoB yKa3aH B Ta0uIe 8.

Tabnuna 8. Xumuueckuid coctaB 00pa3ioB peabCoB, MPOIISANTNX UCITBITAHUS

B KOJIBIIC

Mudp MaccoBast 107151 31eMeHTa, % Macc.

HapTUH C Si Mn Ni Al Cr Ti \Y Ca Cu P S
T17 0,74 1 0,36 | 0,94 | 0,050 | 0,0022 | 0,04 | 0,0055 | 0,040 - -10,015 | 0,010
T20 0,73 10,64 | 1,05 | 0,040 | 0,0061 | 0,64 | 0,0095 | 0,080 - -1 0,020 | 0,009
T21 0,77 10,36 | 0,96 | 0,050 | 0,0026 | 0,05 | 0,0076 | 0,050 - - 10,019 | 0,007
T22 0,80 | 0,38 | 0,99 | 0,050 | 0,0066 | 0,04 | 0,0062 | 0,090 - -10,013 | 0,009
T23 0,75 0,40 | 0,98 | 0,050 | 0,0047 | 0,04 | 0,0051 | 0,040 - -10,017 | 0,012
T24 0,68 | 0,40 | 1,13 | 0,100 | 0,0014 | 0,03 | 0,0030 | 0,080 - -1 0,010 | 0,007

NS 0,750,822 | 0,80 | 0,020 | 0,0007 | 0,53 | 0,0005 | 0,010 -| 0,009 | 0,014 | 0,010
F 0,76 | 0,59 | 0,88 | 0,030 | 0,0010 | 0,46 | 0,0121 | 0,010 -| 0,026 | 0,015 | 0,014

B oroOpanHbIx 00pa3lax METOJOB BBICOKOTEMIIEPATYPHOM SKCTpPakUUU B
HECYLIEM rasze ObUIO OIpEeNe]eHO KOJIMYECTBO KHCIOpOJa B  COCTaBe
HeeOpPMHUPYEMBIX OKCHJIOB M KOJMYECTBO a30Ta B COCTaBE HUTpUIA THUTAHA.
[lonydyeHHsle paHHbIE OBUIM COMOCTaBIEHbI CO CTOMKOCTBIO pEIbCOB B

IKCIICPUMEHTATBHOM KOJIbIIEe (PUCYHOK 33).
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Pucynox 33. 3aBUCUMOCTH CTOMKOCTH PETHCOB OT KOHIIEHTPAIIUU KUCIOpOoaa

okcunaax (Al,Ca,Si),03 u (Al,Mg),03(A), a3ota B TiN (B) 11 cyMMbI KOHIIEHTpAIIUN

KHca0pozaa B HempeopMupyembix okcuaax u a3ora B TiN (B)
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Kak BugHo u3 pucynka 33 HaOmr0naeTcsi yAOBIECTBOPUTENbHAS KOPPEISIIHS
COJEpKaHUSl KHCIOpOJa M a30Ta B HEACPOPMHUPYEMBIX BKIIOUEHUSX C
pe3ynbTaTaMy MCHIBITAHUKA NApTHH PENBbCOB B JKCIIEPUMEHTAJIBHOM Kouiblie. M3
pUCYHKA BHJHO, 4YTO HHUTPUABI THUTaHA OKAa3bIBAIOT NPSIMOE BIMSHUE HAa
DKCIUTyaTallMOHHOE KauyeCTBO peENbCcoB. [103TOMY, M1 yBENMYEHHs] CTOMKOCTH
peNbCcOB  HEOOXOAMMO  CHUXAaThb  COJIEP)KAHWE HE  TOJIbKO  OKCHIHBIX

HEMCTAINIMYCCKUX BKJ'IIO‘IGHPIﬁ, HO TaK)X€ M BKJIIOUCHUHI HUTpHUAA TUTAHA.

2.6 PexoMeHmanuMM 10 KOPPEKTHPOBKE TEXHOJOTHM BbIIIABKH
peancoBoii craian Ha HTMK.

CranpapTHasi TEXHOJOTUS MPOU3BOJCTBA PEILCOBOM CTalu B KOHBEPTEPHOM
nexe "HTMK" Bkirouaet B cebst ABa mpoiiecca (Iyruiekc-mpouecc): 1) mpoayBka
yyryHa JJid yJalleHus BaHaAus, 2) JajdbHEUIIUA Tepeien MOJYyNpOAYyKTa BO
BTOPOM KOHBEPTEPE C JIOBEICHUEM MOJIYITPOAYKTA IO XUMHUYECKOMY COCTaBY.

Ha BeImycke wMeTaia U3 KOHBEpTEpa MPOBOJUTCS PACKUCICHHE U
nerupoBanue peppocunuinmem (Mapku @C65) u beppomapraniiem. KonmeHrparus
yriiepoga Ha BbllycKe M3 KoHBepTepa cocrasisier 0,6-0,7 % macc. Packucienue
MIPOBOJIUTCS C pacdyeToM IOIy4deHHus coaepkanus kpemuus B cramu 0,3-0,35 %
(macc.). ITo xomy BbIITyCKa MeTasul POTyBaeTcss aproHoM. J1jisi HaBeIeHus IuTaKa
BBOJISITCS TIPUCAJIKK U3BECTH M TUIABUKOBOTO ImaTa ¢ pacxoaom 4,7 kr/t u 1,9 kr/t
COOTBEeTCTBEHHO. [lociie, MeTan OTHpaBisAIOT Ha 00pabOTKYy HA YCTAHOBKE IMEYb-
ko (YIIK). Ha VIIK npou3BoauTcst HarpeB MeTaia 0 TEMIEpaTypbl pa3IuBKU
W JIOBEJCHMUs] 1O MapoOyHOIO COCTaBa, IOCJIE 4Yero, METaUl IepeaaeTcs Ha
HUPKYJISIUOHHBIA BaKyyMaTop.

brnarogapsi BakyyMHUpPOBaHHMIO BO3MOXKHO  JOBEACHUS  KOHIICHTpAIMU
BOJIOpoJia B Merayuie A0 2 ppm. Ilocie BakyyMupoBaHUST B MeETal BBOJSAT
MPOBOJIOKY C HamoJHuTeneM u3 cuiaukokanbiusa (Mapka CK30). ITo oxoHyanuu
BBOJIa CHJIMKOKAJBIIMEBOM TIPOBOJIOKM HE MEHEE 5-TH MHUHYT MPOBOIUTCS

IIpoJAyBKa MCTallIa aproHOM. )Ianee MCTAlNI OTHPABIIAIOT Ha YCTAHOBKY
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HEINIPEPBIBHOM PA3JIMBKHU CTaNM. PaznuBKy NMpOBOIAT € 3aKpBITOM CTPYEW MeTalla.
TexHonornyeckas cxema Mpou3BoAcTBa penbcoBor ctann Ha "HTMK" nmokazana

Ha pucyHke 34.

Bakyymarop
KoHseprtep Crans- -
160 T Meub-KoBIL
OC65 KOBIE
FeMn
Ca0
“ CaF2 L \
T=1590 °C f |
[C]1=0,6-0,7 % Macc. Ar Ar

Pucynok 34. TexHoJioru4yeckasi cxema Ipou3BOJICTBA PEIIbCOBOM CTAJIA Ha

"HTMK".

C uenbro KOPPEeKTUPOBKU TEXHOJOTUU U YIYUIICHUS KauecTBa PebCOBOU
CTAIM TI0 YUCTOTE MO HenepopMUpPyEeMbIM HUTPHAAM THUTaHA TMpeaiaracTcs:
CHHU3UTh COJIEpPKaHME YTJIepoJa B MOJYMPOAYKTE Ha BBITYCKE M3 KOHBEpPTEpa JI0
0,4 — 0,5 %. [ns u3ydeHUs BO3MOKHOCTEH CHHXKEHHUS COACPKaHUS HUTPHUIOB
TUTaHa B penbcoBOil cranmu, B ycinoBusx "HTMK" Obuin mpoBeneHbI OIBITHBIE
MIPOMBIIIUICHHBIE TIJIaBKH PENbCOBOM cTanu. BeimiaBka craiu mpoBOAMIACH IO
CTaHJAPTHOM TEXHOJOTMM 3a UCKIIOUYEHHEM TOr0, YTO BBIMYCK MeTajia
OCYIIIECTBIISIETCS C Pa3HBIM COJAEPIKaHWM yriiepoja. B mporiecce BBIMycKa CTaly,
OpU 3aNOJHEHUH METAUIOM 2/3 KOBIIA MPOU3BOJAMIICS BBOJ KOKCOBOW MEJIOYH.
JloBojKa MeTasia 0 MapOYHOTO COCTaBa Yriiepo/ia MPOU3BOIMUIACH HA YCTAHOBKE
nevb-koBmI. JloBenmeHne 10 MapoYHOrO COCTaBa MO MapraHily W BaHAIHIO
ocymiecTBIsUIach gobaBkamu (eppomaprania u ¢eppopananus Ha YIIK. beuto

IMPOBCACHO IIATH IIJIABOK peJ'IBCOBOI\/’I CTaJIM Ppa3/IM4aBHINXCA KOHL[GHTp&LIHCfI
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yriaepoja Ha Bblllycke u3 KoHeeprepa ot 0,45 no 0,68 % no macce. IHTeHCMBHOE
KUTIEHHWE MeTalljla B MPoIlecce TUIaBKU B KOHBEpTEpPE ¢ 00pa30BAHUEM ITY3BIPHKOB
CO, KoTopble TMpPEACTaBISAIOT COOOM TMOJOCTH C XHUMHUYECKHUM BaKyyMoOM,
CHIOCOOCTBYET yAaJNEHUIO a30Ta U3 paciiiaBa. TakxKe, MOBBIIICHHAS OKUCICHHOCTh
MeTaJljIa 3a CYET JOIMOJHUTEIBHON MPOTyBKHA MeTalllla KHCIOPOJIOM B KOHBEpPTEpe
MO3BOJINT HMHTEHCU(DHUIIMPOBATH MPOILECC PEAKIMH yIiaepoda ¥ KHCIOpoaa B
IpOIECCe BaKyyMHUPOBAHHMS, YTO TAKXKE IMO3BOJIUT MHTEHCU(UIIUPOBATH MPOLIECC
ylIaJeHus a30Ta U3 paciuiaBa.

OcHOBHBIE TapaMeTpbl 00paOOTKH METasIa B KOBIIE HA BHITYCKE:

1.1. Temmeparypa MeTaiia Ha BbITycke u3 KoHBepTepa 1640 — 1650 °C

1.2. Conepsxanue yriepona Ha Beimycke: 0,4 — 0,45 %

1.3. HaBemeHne aKTUBHOTO JKHIKOMOJBI)KHOTO IINTAKA C COOTHOIIICHHE
Si02/Ca0 = 1 - 1,5, Ilpucagka wusBectu CaO. Ilpucaaka HPOKAICHHOTO
kBapiieBoro necka SiO2. [Ipucanka miaBukoBoro 1mara CaF2.

1.4. Tlpucanka cunuko-mapraniia Ha cogepkaare Mn 0,65 — 0,69 %

1.5. Tlpucaaka HayriaepoxuBaresns Ha coaepxanue yriepoaa 0,6 — 0,65 %

1.6. Ilpucanka peppocumuims (FeSi65) Ha cogepxanne kpemuus 0,25 — 0,28 %
[Ipucaaku HayrimepoxupatTens W (EPpPOCUIUIUS OCYIIECTBISLIIUCH COBMECTHO,
HECKOJBKUMH MOPIUSMH, TIO X0y BIITyCKa U3 KOHBEpTEpa.

1.7. Tlo oxOHYaHHUIO BBIMYCKA OCYIIECTBIISIACH MTPOAYBKa aproHoM He Menee 10
MUHYT.

2.  OOpaboTka cTanyu Ha yCTAaHOBKE MEYh-KOBIII.

O6paboTKy CTaJIM HAa MEYM KOBILE OCYIIECTBISATH MO CTAHJAPTHON TEXHOJIOTHH,
UCKITFOUUTD MPUCATKU (HEPPOCUITUIINS TIO XOAY 00pabOTKH.

2.1. HaBeneHue akTHUBHOIO >KHAKOIOABMKHOTO IIUIAKA C OCHOBHOCTEIO 2 — 2,5.
[Tpucanka uzsectu CaO. [pucanka rmaBukoBoro mmarta CaF2.

2.2. llpucangka peppoBaHagus Ha MApOYHOE COACP)KAHNE BaHAIUS B CTAITU

2.3. [Ilpucanka peppomapraniia Ha MapOYHBIM COCTAB MapraHil.

2.4. Harpes no temnepatypsl 1610 — 1630 °C. IIpoayBka pacriaBa aproHOM.

3. O0paboTKa cTajay Ha YyCTAHOBKE BaKyyMHPOBAHHUS.
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3.1. Bo Bpems Habopa Bakyyma OCYIIECTBIISJIACH MPUCATKA HAYTICPOKUBATEISA
1 heppOoCHITUITUS TIOPIIUSMHE, Ha MAPOYHBIE COJICP KaHMS JIIEMEHTOB.
3.2. Ilocne nocnequedt nmpucaaku 06paboTka mpooirKaiack He MeHee 10 MUHYT.
[Io OKOHUaHMIO BaKyyMHUPOBaHHS OCYIIECTBIISIACH MPOJIyBKAa aprOHOM HE MEHEe
15 MuHyT.

Ha pucynke 35 moka3aHbl 3aBUCUMOCTH KOHIIEHTPAIIMK a30Ta Ha BBITYCKE
U3 KOHBEpTEpa M COACpXKAHUS HUTpUIAa THUTaHA B TOTOBOM MeETaJlJiE OT

KOHIOCHTpPAIUU YIJICPOAa Ha BBIITYCKC U3 KOHBCPTCpPA.

0,004 -
§ 00035 | R? = 0,8246 ¢
=
]
S 0,003 -
: ¢
2
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I
z 0,0025 -
0,002 T T T T T 1
0,4 0,45 0,5 0,55 0,6 0,65 0,7
[C] Ha ebinycke, % macc.
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s
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0,01 . . . : : |
0,4 0,45 0,5 0,55 0,6 0,65 0,7

[C] Ha BBINycKe, % macc.

Puc. 35 3aBUCHMOCTbH KOHIEHTpAIMHU a30Ta HA BBIITYCKE U3 KOHBEPTEpa
(cBepxy) u comeprkanust TiN B TOTOBOM MeTailjie (CHM3Y) OT KOHIIEHTPAIUH

yIJIEpO/a Ha BBIITYCKE.
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Ha pucynke 35 HaOmomaercss yIOBIETBOPUTEIbHAS — KOPPENALUs
NOJIYYEHHBIX JAaHHBIX. J(OMOJHUTENBbHOE BpEMS MPOJYBKH METaJlJla B KOHBEPTEPE
u cxuranue yraepona no ypoBus 0,4-0,5 % Macc. cnmocoOCTBYEeT CHUKEHHUIO
conep>kanust TiN B metaie u obmiero azora. OmHako, 1 MOoAepKaHus a30Ta Ha
JIOCTATOYHO HU3KOM YPOBHE HEOOXOAMMO HCKIIIOYAaTh BO3MOXHOCTH MPOTEKAHUS

BTOPUYHOT'O OKHUCJICHUA MCTaJlJIa ITPHU PA3JINBKE CTAJIN.

2.7 BeIBOABI 11O riiaBse 2

1. Ha npumepe MOJENbHBIX CIJIAaBOB MOKa3aHa BO3MOXKHOCTh NPUMEHEHHUS
METO/Ja BBICOKOTEMIIEPATYPHOU OJKCTPaKIUA B TpPadUTOBOM THIJIE B TOKE
Hecylero rasza juis onpeneicHus BkiaodeHui TIN u AIN B cranm.

2. BriBeneHa temmepaTypHasi 3aBUCUMOCTh KPUTHUECKOW KOHIIEHTpAIluU
TUTaHa B METaJlIe, BBIIIC KOTOPOU MPOIECC AUCCOMMAIIMN HUTPHIA TUTaHA OynmeT
poTeKaTh C 00pa3zoBaHUEM KapOuaa TUTAHA.

3. PaccumTanpl XapaKTepUCTUYECKUE TEMIIEPATyphl JUCCOIMAIMHM HUTPHUIA
TUTaHA U aJTIOMUHMS B YCIIOBUSX HACHIIICHHOTO YIJIEPOJIOM paciuiaBa B PEIbCOBON
ctanu. [lokazaHo, 4YTO TMOJYYEHHBIE OJKCIIEPUMEHTAIbHBIE M  PaCUETHBIC
XapaKTePUCTHUSCKHUE TeMIepaTyphl Th, TM XOpoIlio KOppeIupyroT MEX 1y COOOM.

4. TlpoBengeHa oOleHKa BIWSHUS YIJepoJa Ha TeMIeparypy Hadana
JaUccorranuy HUTpuaa. [lokazaHo, 4TO B HACHIIICHHOM YTJEPOJOM pacIljiaBe
TeMIlepaTypa Hadaja TUCCOIMAIlMM HUTPHUAA CABUTACTCS B CTOPOHY OONBIIHMX
TeMIIepaTyp.

5. DKCepUMEHTAILHO TTOKa3aHO, YTO KMHETHKA TUCCOITUAIIMU HUTPHUIHBIX
BKJTFOYCHHWI B HACBIIIEHHOM YTJIEPOJIOM pacIljlaBe HE 3aBUCUT OT THIIA HUTPHU/A,
KOHIICHTpAIIUU HUTPUI000PA3YIOIIETO AIEMEHTa U KOJINYECTBA HUTPUIOB.

6. Habmronaercs YAOBJIETBOPUTEIIbHAS CXOJIUMOCTD MEXTY
9KCIICPUMEHTAIBHBIMH JAHHBIMH O KOJMUYECTBE a30Ta B cocTaBe BKIOYeHUH TIN 1

AIN ¢ pacueTHbpIMH, TIOJYy4eHHBIMH B mporpamme Thermocalc. CxoaumocTb
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pe3yabTaTOB MOATBEPKACHA aHATN3aMU 00Pa3I0B, OTOOPAHHBIX U3 Pa3HBIX YaCTeH
0 JUIMHE OJHOTO pelibca. Pe3ynbTaThl onpesencHus a3ora B coctaBe 1IN Obumm
COIMOCTAaBJIEHbl C pe3yJbTaTaMU TEPMOJUHAMHYECKOTO pacyeTa W COCTaBUIH
7,7£1,7 u 6 ppm COOTBETCTBEHHO.

7. Ilpyn aHanmu3e KpHUBBIX Ta30BBIICICHUS a30Ta M3 O0pa3loOB pPEbCOBOM
CTaJIM, K HUTPUAY TUTAHA PEKOMEHIYETCS OTHOCUTb TOJBKO TE€ IMUKH, KOTOpHIE
NIOTIAIAf0T B TEMIIEPATYPHBINA AWAIIa30H pacueTHhIX Temmeparyp Th, Tm £50-60K.

8. TlokazaHo, 4YTO BKJIIOUEHMS] HUTPHAA THUTaHa OKa3bIBAIOT HETATUBHOE
BJIMSIHUE HA HKCILTYaTALIMOHHYIO CTOMKOCTh PEJIbCOB.

9. laHbl peKOMEH MM IO ONTUMH3AI[UN TEXHOJIOTUN BBITUIABKH PEITBCOBOU
ctanu B ycnoBusix OAO "HTMK". Pekomenayercst MpoBOAUTH BBIITYCK CTalld U3
KOHBEpTEpa mnOpu coxaepxkanuu yriepoaa B wMeramwie 0,4-0,5 % macc.,
JIONIOJIHUTENBHOE BpEMsl MPOJIYBKM pacIulaBa IMO3BOJISIET CHU3HWTH COJIEPHKAHHE
a30Ta B MeTajuie 3a cueT oOpasyromuxcs my3eipbkoB CO. Takxke, Uil IpensaTCTBUS
NOMAJaHUI0 a30Ta B MeETall, HEOOXOJuMO H30eratb IpoLEcCOB BTOPUYHOTO

OKHUCJICHHUA IIPU PA3JIMBKC CTAJIH.
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I'maBa 3. PaspaGorka »3Kcnpecc-MeToAMKH, Ha 0a3e meroaa
BBICOKOTEMIIEPATYPHON 3JKCTPAaKIUM B HecylleM rase, JJIs OIpeaeeHus

PACTBOPEHHOI0 230Ta B YIJIEPOAUCTOM CTAJIN.

B xone nanHoit paboThl Ha 6a3e METO/1a BEHICOKOTEMIIEPATYPHOI SKCTPAKIINU
B HecymeMm Trase Obuia pa3paboTaHa 3KCIPECC-METOAMKA  ONPENCIICHUs
COJIEp>KaHUsI PACTBOPEHHOT'O a30Ta B YIVIEPOAMCTBIX CTAIAX HA IPUMEPE KOPIOBOI
U apMaTtypHoil cramu (mpousBojacTBa bM?3) BbIIABICHHOW € MNPUMEHEHUEM
Pa3HbIX TEXHOJIOTMH MUKpOJIETMpoBaHUs. Takke 3Ta MeToauKa Oblia oTpaboTaHa
Ha ['CO CI'-1. lng noAaTBep>KAEHUS MNPAaBHJIBHOCTU MOJYYEHHBIX JaHHBIX I10
pa3pabOTaHHOM METOJMKE ObLI NPHUMEHEH METOJl BBICOKOTEMIIEPATYPHOU

BOJIOPOJTHOM AKCTpakiuu (CM. MyHKT 1.5.2).

3.1 MaTepuaJibl 1J1s1 HCCaeT0BaAHUS

Kak u3BectHo [127, 128], x0J10/1HOE BOJIOYCHHE MTPH IIPOU3BOJICTBE KaTaHKU
CBS3aHO C MPOTEKAHWEM B HEH MPOLECCOB IUHAMUYECKOIO U CTATUYECKOTO
nedopmanrontoro crapeHusi. Kak Obuto ckazaHo B riaBe 1, B OCHOBE MPOIECCOB
nehOopMaIIMOHHOTO  CTapeHUsI JISKUT B3aWMOJICHCTBHME AaTOMOB IpuUMecen
BHEJIpEHUsI (TaKMX KakK yYriepoJl W a30T) C JUCIOKAlMAMH C OOpa3oBaHUEM
atmochep Kotrpenna. Ilporecc crapeHuss OpUBOAUT K PE3KOMY CHUKEHUIO
MJIACTUYHBIX CBOMCTB METAJIJIA TPU YBEIMYEHUN TPOYHOCTH.

B nannoit pabore ObuIM HCcaeAOBaHBI 00pa3Iilbl KOPAOBOW M apMaTypHOU
CTalld MPOMBIIUICHHBIX IJJABOK MOpOU3BOACTBA bM3, BBIIIABIECHHOW C
MPUMECHEHUEM PA3JIUYHBIX TEXHOJIOTHM JIETUPOBAHUS. XHWMHUYECKUH COCTaB
uccienyeMbix o0pasloB npeacrasieH B Tadbnuue 9. Mapku Apx-V, Apx-B, Apx-1
— apMaTypHas cTtaiib JierupoBannas V, B, Al cooTBeTCTBEHHO; OCTalIbHBIE MAPKH —
KopaoBast ctanb. Mapku kopmoBoii ctanmu 80K+Ti u 90K+Cr momoaHuTensHO

JICTUPOBAHBI THTAHOM M XPOMOM COOTBETCTBCHHO.
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Tabmuma 9. XuMudeckuil COCTaB HCCIEAYyeMbIX OOpas3loB KOPJAOBOM U

apMaTypHOU CTaJIu

Mapka | C Si Mn P S Cr Ni | Cu

Apx-V | 0,16 | 0,27 | 0,76 | 0,010 | 0,04 | 0,06 | 0,11 | 0,21

Apx-B | 0,16 | 0,24 | 0,64 (0,012 | 0,02 | 0,08 | 0,12 | 0,25

Apx-1 | 0,10 | 0,25 | 0,56 |0,007|0,014| 0,10 | 0,13 | 0,21

/0K | 0,72 | 0,22 | 0,51 |0,007|0,007| 0,08 | 0,03 [0,05

80K | 082 | 021 | 0,50 |0,009|0,010| 0,02 | 0,02 |0,03

80K+Ti | 0,82 | 0,22 | 0,50 |0,007|0,013| 0,03 | 0,02 | 0,03

90K+Cr| 0,93 | 0,21 | 0,30 | 0,005|0,006| 0,21 | 0,02 | 0,03

9Cr | 0,97 | 0,24 | 0,32 | 0,006 |0,004| 0,22 | 0,02 | 0,02

Mapka | Al Ti Mo \Y/ Nb B W

Apx-V | 0,002 | 0,001 | 0,01 | 0,06 |0,002| 0,001 |0,003

Apx-B | 0,002 | 0,001 | 0,01 |0,002|0,002| 0,005 | 0,002

Apx-1 0,024 | 0,001 | 0,01 | 0,002 0,002 |0,0001| -

/70K 0,001]0,0001| 0,01 |0,001|0,002]|0,0001| -

80K 0,001 0,001 |0,008|0,001|0,004|0,0001| -

80K+Ti | 0,002 | 0,006 |0,0080,001|0,0030,0001 -

90K+Cr | 0,001 - 0,008 | 0,001 | 0,002 | 0,0001 | -

96Cr | 0,002 - - - - - -

3.2 TexHoJI0TMSI MPOU3BOICTBA METALJIOKOP/AA U ApMATYPbI

Cranp ajia MEeTauIOKOp/Jia M apMaTypbl BhILIaBisercs (B ycnoBusix bM3) B
CTOTOHHOHM JyTOBOM 3JEKTpOnedYd M TOcieayromei oOpaboTKONM Ha yCTaHOBKe
neyb-KOBII M BakyymupoBanuem Ha RH-Bakyymatope. Ilocne dero, cranb

paznuBatoT Ha MHJI3 B Buie KpyIJibIx 3aroToBOK auametpom 200 mm.
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Pucynok 36. Cxema TeXHOJOTHYECKOT0 MpoIiecca METH3HOTO MPor3BoIcTBRa [129]
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TexXHOMOrMYEeCKU MPOLECC M3rOTOBICHUS METAUIOKOPAA COCTOMT W3
clleayromux craauit (puc. 36) [129]:

- TpaBJICHHE KaTaHKM B COJSIHOM KucioTe (ynajJeHue OKaJWHBbI) s
MTOCJIEAYIOIIETO BOJIOYECHUS,

- rpy0o€e BOJIOUEHHE UITM TIPSIMOE BOJIOUEHHE HA MEepeAeNIbHbIN AUaMETD,

- TMPOMEXYTOYHOE MATEHTHUPOBAHUE XOJOJHOTSHYTOW MPOBOJOKHU (7151
poBoJioku auamerpom < 0,2 mm). Ilocnme nmpombIBKM NMPOBOJIOKA HarpeBaeTcs B
neyax KOHBEKIIMOHHOTrO Tuma 10 Temrnepatypsl nopsaka 1000°C u oxnaxgaercs B
pacrutaBe cBuHIA TTpu Temmeparype 550-590C,

- cpeaiHee BOJIOUEHHE XOJIOAHOKATAHOW MM TATEHTUPOBAHHOW ITPOBOJIOKH,

- NaTEHTHUPOBAHUE-IIATYHUPOBAHUE XOJIOTHOTSIHYTOM MIPOBOJIOKH.
JlaTyHHpOBaHHE  OCYIIECTBISIETCS C NPUMEHEHUEM  BJIEKTPOXUMUYECKOIrO
HAHECEHHU CJIOEB MEJM U IMHKA U UX TepMmoauddy3umn,

- TOHKOE BOJIOYEHHUE JTaTyHUpOBaHHOU MpoBosioku (0,15-0,56 mm),

- CBUBKA M NMPOU3BOJCTBO METAILIOKOP/IA.

JIns W3roTOBIIEHHS apMaTypbl HCIOJIB3YETCS HU3KOYTJIEPOJIUCTAsT CTallb.
OCHOBHBIE CTaJIMU NIPOLIECCA U3TOTOBJICHHS APMATYPBI:

- MEXaHMYECKOE YJAJCHHUE OKaJIMHbl Ha JIMHUM BOJOYMJIBHOTO CTaHA ITyTEM
3HAKOIIEPEMEHHOTO U3ruoda,

- HAHECEHUE CyXOW CMa3KH,

- (opmupoBanue mnpoduas C NPUMEHEHHEM HE TPHUBOJHBIX KACCETHBIX
YCTPOMCTB,

- HAaMOTKa Ha Pa3bCMHbLIC KaTYIIIKH.
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3.3 O6opynoBaHMe U METOABI AJIs1 Pa3paboTKH IKCIPECC METOAUKHU

3.3.1 OOopynoBaHue [Jisi TNpPOBeJdeHMS] BbICOKOTEMIIEPATYPHOM

BOJOPOAHOM IKCTPAKLINH

Kax roBopusocs Bblilie, 15l OATBEPKIACHUS MTPABUILHOCTH pa3paboTaHHOM
HKCIPECC-METOAUKN ObUT BBIOpAaH METOJ BBICOKOTEMIIEPATYPHOU BOAOPOIHOMN
sKCcTpakuuu. JlJIs mpoBENEeHHs] BOJOPOAHOM 3KCTpakUuMK Oblia pa3padoTaHa U
coOpaHa yCTaHOBKa ¢ (POTOKOJOPUMETPUUECKUM OKOHYaHHEeM. Cxema yCTaHOBKHU
MIPEICTaBIICHAa HA PUCYHKE 37. YCTaHOBKA ISl POBEACHUS BBICKOTEMIICPATYPHOU
BOJIOPOJTHOM IKCTPAKIIUU MpeACTaBisieT codoii Tpyduaryro neur FRH-70/250/1100
¢upmer Linn High Therm, o6opyaoBaHHYI0 CHCTEMON KOHTPOJS TEMIIEPATYpBHl,
PETYIMPOBKHU W MOJAYM Ta30B. B kauecTBe raza Jid MPOAYBKU IMEUN MPUMCHSIIN
aproH BbIcOKOW uymcTOoThl (99,9995 %). Jlns neTeKTHUpOBaHHS KOJIMYCCTBA
BBIICJIUBIIIETOCS a30Ta MpUMEHsUH Kosiopumetp DkcrepT-003 Gupmbl DKOHUKC.
Konopumerp 000pyaoBaH MOHOXPOMATHYECKUM HCTOYHHKOM CBETa C JUTHHOMN
BOJIHBI 450 HM M CUCTEMOM ¢ MarHUTHON Memankoil. DUKCUpOBaHUE PE3YyJIbTATOB
MPOU3BOAMIIOCH B aBTOMAaTHYECKOM PEXKHUME C TOMOIIBI0  CICIHAIBHOTO
MIPOTPaMMHOT0 00eCTICUCHHUS.

B mporecce ananusa, BBUy COJIep KaHUS TIPUMeECeil B BOAOPoIe (TaKUX Kak
BJlara M KHUCJIOPOJ), BOBMOKHO OOpa30BaHUE OKCHUIHOM IJICHKH Ha MOBEPXHOCTHU
CTpykKu oOpasiia, KoTopas mnpenarctByeT auddy3un azorta u3 obpasia B
nporiecce aHanmza. Cozepskaniuiicst B HecyIeM rase (BOJ0poze) KUCIOPO, TAKKe
MOKET TPHBOJIUTH K 00pa30BaHUIO OKCHIHBIX IJICHOK HA IMOBEPXHOCTH CTPYKKH
obpasra.

[ToaToMy HEOOXOIMMO TTPOBOIUTH JOTIOJHUTEIBHYIO OYUCTKY TPUMEHSIEMOTO
BoJoposia. B pabore OBLIO paccMOTpeHO JBa CIocoda OYHMCTKH BOJOPOJA OT
nmpuMeceii — O4YHCTKa C TIOMOIIBI0 TOJYyNPOHUIIAEMON MeMOpaHbl U

ABYXCTyICHYATasA XUMHUYICCKass OYMCTKA.
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Pucynok 37. YcTaHoBKa Ji1sl IpOBEACHUS aHAIM3a (a30BOro COCTOSIHUS a30Ta B
CIUIABAaX KEJIE3a METOJIOM BBICOKOTEMIIEPATYPHOM BOJOPOIHOM DKCTPAKINHU: |-
IepBasl CTyIeHb OYMCTKH BOJIOPOAA; 2-BTOPasi CTYIIEHb OYMCTKU BOAOPOAA; 3-
peakTop; 4-TpyOuaras neub; S-KBapieBas JIoJ04Ka; 6-abcopoep; 7-KOJIOPUMETP C

MAardAuTHON MEIIaJIKOM.

[IpuMeHeHre  MONYNPOHHUIIAEMOM  MEeMOpaHbl  TMO3BOJSET  MOIy4aTh
CBEPXUMCTHII Boopoa. g aToro Obljla COPOEKTUPOBAaHA U coOpaHa crieluanbHast
YCTaHOBKA, CXeMa KOTOPOM MOKa3aHa Ha pUCyHKe 38.

B ocHOBe TakoW OYMCTKH JIEKHUT MPOIECC IPOIYCKAHUS BOAOPOJA Yepe3
MeMOpany (auametpoM 50 MM, TonuHOM 30 MKM) U3 CIJIaBa Ha OCHOBE TaJLIaIus
(PdInRu). IMpuHun aeicTBrs MeMOpaHbI MOAPoOHO onrcaH B padortax [130-132].
[IpencraBieHHass yCTaHOBKAa XOTb M IO3BOJISIET IIOJYy4YaThb BOJOPOJ BBICOKOM
YUCTOTHI, HO MPOLIECC TPYTOEMKHI U TPEOYET MHOTO BPEMEHMU.

B kauecTBe anbTepHATUBHI MEMOPAHHOW OYHMCTKM ObUI MPUMEHEH METO] C
JBYXCTYIIEHYAaTONM XMMHUYECKONW OYMCTKOWU. Ha rmepBoi CTyleHr OYMCTKU BOJOPOJ
nponyckaiu uepe3 Mg(ClO,), ans ynaneHus Biaru, Ha BTOPOH — 4epe3 OUUCTHOM

natpon RMSHY-2 ¢upmer Agilent, s ynanenus kuciaopoaa u asora. JanHas
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OYHCTKA IO3BOJISET 3HAYUTEIBHO YCKOPUTH OUYHUCTKY BOJOPOJA IPU MOJY4YEHUU

rasa He0OXOIUMOI YUCTOTEIL.
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Pucynoxk 38. CxeMa 04rCTKH BOJOPO/Ia C TIOMOIIBIO MTOTYTTPOHUIIAEMOM
MeMOpaHsl. |- peaykTop, 2-BaKyyMHbIN KpaH, 3-BaKyyMMETp, 4 — nieub, 5 — 010K

OUYHCTKH ¢ MeMOpaHoii, 6 — TepMonapa

3.3.2 OoopynoBanue [Jisi TNPOBEAEHUS] BbICOKOTEMIEPATYPHOIi
IKCTPAKIIUM B HeCcyllleM rase

Omnpenenenue coaepkaHusi CBOOOJHOIO a30Ta MPOBOJWIA HA aHAIM3AaTOpPE
kuciopoga u azora wmonenu TC-600 ¢dupmer Leco. Ilpunuun aeicTBus
aHaJIN3aTopa OCHOBAH Ha METOJIE BOCCTAHOBUTENILHOTO IJIaBJICHUS 00pa3la B eun
CONIPOTUBIIEHUS] B IOTOKe raza-Hocutens (renusi). Kucimopon omnpepensercs
JETEKTOPOM HMH(PPAKPACHOTO MOIJIOUIEHHUS IO KOJIMYECTBY OOpa30BaBILEroCs
JUOKCUJA yIieponaa, a3oT — JETEKTOPOM TEIUIONPOBOAHOCTH. OrpeneneHue
KOJIMYECTBA BBIJCIUBIIMXCS Ta30B MPOU3BOAUTCS ABTOMATUYECKA NPHU MOMOILIU

porpaMMbl, ¢ yueToM Beca obOpasma. Cxema mpubopa moka3aHa Ha pucyHke 39.
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[IporpaMmma mpubopa TakXke TMO3BOJSET BECTH CTATUCTHYECKYIO 00pabOTKy

pe3ynbraroB. [lapameTpsl ananu3aTopa npeacTaBieHs! B Tadnwuie 10.

Tabmuna 10. [Tapamerpsl ananuzatopa azora u kuciopoga TC-600

Iapamerp npubopa OmnpenensiemMblii ra3
KHCJIOPOA a30T
[Ipenensr uamepenus ayig Hasecku 1 r, ppm | 0,05—50000 0,5—30000
[Ipen3MOHHOCTS, 1(:““/ r 0,025
% CKO 0,5
YuraemMocTh pe3yabTara, ppm 0,01
Kanu6poska [To crangapTHEIM 00pasuam, 1o ras.
P 103e
A He (wecymwii ras)
Ta30EbL1 6
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Pucynox 39. Cxema razoananuzaropa TC-600. 1 — meyb cCOnpoTHBICHUS C
rpauTOBBIM HarpeBatesem, 2 — QuIbTp TpyOoi 04UCTKH, 3 — GUIBTP TOHKOM
OYHCTKH, 4 — PETYyJIATOP MOTOKA, S — U3MEPHUTENh MOTOKA, 6 — JECTEKTOP
TETUTONIPOBOHOCTH TSI OTIpEIeTICHHsI a30Ta
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3.4 IIpodoaroroBka o6pa3ioB U NPoOBeAeHNE AHATU3A

3.4.1 MeToa BbICOKOTEMIIEPATYPHOIi BOAOPOIHOM IKCTPAKIIUM

B cBs3u ¢ Tem, yTO mporecc npoOonoAroToOBKA 00pa3iioB i ONpPEAeICHHUS
PacTBOPEHHOT0 a30Ta B METAJJIE MOXKET OKa3bIBaTh CYIIECTBEHHOE BIUSHUE HA
pe3yNbTaThl aHATN3a, HEOOXOANM TIOMCK U OTPa0OTKa OMTHMAIBHBIX MapaMeTPOB
npu oTdbope cTpykku. B pabore MeToq0M BBICOKOTEMIEPATYPHOU BOJOPOIHOM
AKCTPaKIMK ObUTH MpOaHATM3UPOBaHBI 00pa3iel ctamu Mapok 96Cr, 80K, Apx-1,
Apx-B (cm. Tabmumy 9), 'CO CT™-1.

[IpoGonoAroToBKy 00pa3IoB MPOBOAMIM HAa TOKApPHOM CTaHKE C OTOOpOM
CTPYXKH U €€ MocieayromeM GpakiimOHHPOBAaHUEM Ha CEPUHU CHUT, C TIOJTyICHUEM
cTpyxku pasmepom <200 mxm. Ilepen mpo6ooTOOPOM MOBEPXHOCTH 0O0Opasia
3auuIanach JUisl yAaJeHUs OKUCICHHOTO cJos. BbUIn mpoBeaeHbl METOMYECKUE
HKCIIEPUMEHTHI, B KOTOPBIX MOKAa3aHO, YTO MpH 00padOoTKe 00pa3loB HA TOKAPHOM
CTaHKE C Pa3JIUIHON CKOPOCTHIO BpaiieHus, a uMeHHo, 550 u 200 u 150 o6/muH,
oTpesieNieHHass KOHIIEHTpamus CBOOOIHOTO a30Ta B 00pa3lax CTPYKKH COCTaBUIIA
17,748, 28,3+5 wm 26,3+6 ppm cooTBeTcTBeHHO. Pa3HMma B KOJWYECTBE
PacTBOPEHHOTO a30Ta OOYCIIOBJIEHA JIOKAJTbHBIM IEPErPEeBOM CTPYXKKH, YTO, IO
BUJIMMOMY, W TIPUBEJIO K 3aHIKCHHUIO PE3yJbTAaTOB aHaIM3a BBUAY YaCTHYHOU
AKCTPAKIIMA CBOOOJTHOTO a30Ta B Iporecce 00padboTku obOpasma. Takke meperpes
CTPYXKH TIpUBENl K OOpa30BaHUIO OKCHUIHOW TUICHKHM Ha €€ TOBEPXHOCTH, UYTO
MPETMATCTBOBAJIO DKCTPAKIIMKM a30Ta W3 o0paslla B TpoIecce aHaau3a. bbuto
YCTaHOBJICHO, YTO ONTUMAJIbHAsI CKOPOCTh BpalleHUs1 00pas3iia B TOKAPHOM CTaHKe
coctapisier He Oosiee 200 06/muH. [l u3beranus monajgaHus YacTHUI] PEKYIIETo
WHCTPYMEHTA B CTPYXKY 0o0Opasia B IMpoiiecce MpoOOIOATOTOBKA PEKOMEHIYETCS
WCIIOJIB30BaTh PE3Ibl M3 TBEPJBIX CIJIAaBOB Ha OCHOBE Bosibppama Tuma BK.
Ctpyx)Ky oOpasiia peKOMEHIyeTCsl OTOMpaTh HEMOCPEICTBCHHO Iepe]] aHATU30M,

BO M30€KaHUE €€ OKUCIICHHU.
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Kamu6poBky komopumerpa npoBoauiu ¢ nmomorisio 'CO 7015-93 merogom
pa3barienus no cemm Toukam: 0.0375, 0.75, 0.125, 0.25, 0.5, 1, 2 mr/im. [ns
MOCTPOEHUSI TPalyupOBOYHOrO rpaduka B MepHyI0 KosiOy Ha 50 M momeranu
pactBop, coxaepxammii 2 mr/nm NH,; W3 manHOro pabodero pactBopa mmyTeM
pa3z0aBlieHUs Ka)XJA0ro MOCIEAYIOIIET0 PacTBOpa BJBOE, FOTOBUIIMCH OCTalbHBIC
rpalyupoOBOYHbIE PaCTBOPbL. OAHOBPEMEHHO OTOBUIIN KOHTPOJBHBINA pacTBOP, HE
conepxammidi NHy. M3mepsiin onTHYeCKyro INIOTHOCTh PACTBOPOB CPAaBHEHUS Ha
dboTokonopumerpe npu anrHe BosHbI 450 HM. [1o mosydYeHHBIM TaHHBIM CTPOUIIH
IpaayupOBOYHBIN TpaduK, OTKIAIbIBAS IO OCH a0CIIMCC MACCOBYIO KOHIICHTPAIUIO
MOHOB aMMOHHUS B MI/J, @ MO OCH OpPJAMHAT - COOTBETCTBYIOIIME UM 3HAUYCHUS
ONTUYECKUX MIIOTHOCTEH. [lomyueHHbIl rpaduk UMEeT MPSMOJIMHEHHBINA XapakTep

U TIpe/cTaBieH Ha pucynke 40.
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Pucynok 40. KannbpoBouHslil rpaduk kKojiopumeTpa

[lepen kaxabiM H3MEPEHUEM KOHIIEHTpPALlMM pPACTBOPEHHOIO a3oTa B
oOpasiax, MPOBOJAWIN aHAIIU3 XOJIOCTOW MPOOKI ISl OIEHKHU BIUSHUSA (OHOBOTO
CUTHAJIa HA pe3yJibTaThl aHan3a. [losyyeHHbIE NaHHBIE MPU AHAIU3E XOJOCTOU

npoObl BBIYUTAIMCH M3 PE3YyJbTAaTOB aHalM3a PACTBOPEHHOTO a30Ta. AHaIu3
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XOJIOCTOM MPOOBI OCYIIECTBISETCS aHAJIOTUYHO aHanu3y oopasua. Ha pucynke 41
IPEACTAaBICHA KpPUBas BBIIEICHUS a30Ta M3 00pa3ua KOpPAOBOW CTAM B XOJ€
BOJIOPOJHOM SKCTPAKIUU C YYETOM MOMPABKH HA XOJIOCTOU OIIBIT.

[Iponecc ONIpEEIICHUS PacCTBOPEHHOIO aszora METOJI0OM
BBICOKOTEMIIEPATYPHOM BOJAOPOJHOM HSKCTPAKIUMU BKIIOYAET CE€O0S HECKOJBKO
ctaauii. Ha nepBoii cTaguy moAroToBJICHHAs CTpYXKKa oopasia (maccoit 0,5-1 rp.)
B KBapIIEBOW JIOJOYKE MOMEIIAETCA B KBApILEBbIM peakTop B meuu. [locime storo
CHUCTEMY MPOaYBalOT aproHoM B TedeHuu 8-10 mMuu ¢ pacxomom 100 mur/muH.
3aTteM peakTop 3amoJHSIETCS BOJAOPOAOM M 00pasel] OTKUTAETCS MPU TeMIepaType

200°C B mOTOKE BOIOPO/IA B TEUCHHE 5-7 MHH.
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A [ = 1000
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= 800
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Pucynox 41. KpuBas BeiienieHust a30Ta U3 00pasiia KOpJOBOM CTalu B MPOIIECCe

BBICOKOTEMIIEPATYPHOM BOJOPOJHOM IKCTPAKIIUN

B xone ananuza mnpumeHsercs crTyneHudatbiii HarpeB: 450-750-1000° C.
BpeMs BBIIEpKKM Ha KaXIOH CTYNEHM OINpENEesUIA B 3aBUCUMOCTH OT

WHTEHCUBHOCTH OOpa3oOBaHMs aMMUaKa ¥ BapbUPOBAIM HUCXOIi U3 OOIIei
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KOHIIGHTPAllMU a30Ta B oOpasue. Peaknuu, mpoTekaromme B XOZIe BOIOPOIHON

9KCTpPAKIUHU, ITPCACTABIICHBI HUXKEC:

[FexNy]—[Fe]+[N] (24)
[N]—Nios (25)
2NH0B.+3H2_)2NH3 (26)

OKCTparupoBaHHbIA a30T MPU B3aUMOJEWUCTBUM C BOJOPOJAOM o0Opa3yeT
aMMHaK, KOTOPbIM BBIHOCUTCSI U3 KaMmepbl MOTOKOM BOAOPOJA U YJIaBJIMBAaETCS B
abcopbepe 1,5 % pactBopoM peaktuBa Hecciaepa u OuauCTUIMPOBAHHOM
OezamuauHoOl BOJbI 00beMOM 50 M (MCIONB30BaHUE OOJIee KOHIIEHTPUPOBAHHBIX
pacTBOPOB MOXKET MPUBECTU K BBINAJACHHUIO OYyporo ocajka M IOBIUATH Ha
pe3ynbTaThl aHanu3a). Peakuus B3auMMOAEHCTBUA OOpa30BaBLIErOCS aMMHUAaKa C
peaktuBoM Hecciepa ¢ oOpa3oBaHMEM OKpALIEHHOIO COEAMHEHMs IPE/ICTaBICHA

HMKE:

2NH3+2K2Hg|4—)NH2H92|3+4K|+NH4| (27)

KonudectBo 0Opa3oBaBIIerocss amMMuaka OMNPEACISUIA 4Yepe3 ONTHYECKYIO
IJIOTHOCTh  cpeabl. DUKCUPOBAHHWE PE3YJIbTATOB MPOBOAWIM C IMOMOIIBIO
KOMIIBIOTEpA B aBTOMATUUYECKOM pEXHME Kaxkable 3 MUHYThl. KoHIEHTpaius
CBOOOJHOTO  a30Ta,  BBIACHUBIIETOCS W3  o0paslia, MPOMOPIMOHATILHA
KOHIICHTpAIIMM KaTMOHOB aMMOHUS, 0Opa30BaBIIMXCS XOJI€ PEaklMd aMMHUaKa U

BOJIHOTO pacTBOpa peaktuBa Heccnepa, koTopast paccuuThiBaiach o Gopmyse:

Mpy

Cooo+ Vg ——
NHJ Vp—pa

4 MNu

Cn, = -100% (28)

2
Mpyapecku
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[To 3aBepiIeHNH IKCTPAKIIMK a30Ta MeYb BBIKIOYAIN, 00pa3el OXIaKaaucs
B peakTope B TOKe Bojopoja. Ilpu goctmxenun temmeparypbl B meun 60° C
nojavy BOJOPOJA IMPEKpaIlaiyd U NpoayBaju cucTeMy aproHoM. llocie kaxmoro
aHanm3a abcopOep ¥ JIOOYKY TIPOMBIBATM KOHIIGHTPUPOBAHHOW COJISTHOM
KHCIIOTOW U IUCTUJUTMPOBAHHOM BOJOM, MOCIIE YEro CYUIWIHN B CYIIUILHOM HIKady

npu temneparype 130°C.

3.4.2 MeToa BLICOKOTEMIIEPATYPHOI IKCTPAKIMH B HeCyllleM rase

Kak ObLI0 yKa3aHO BbILIE, AJI ONPEIEICHUS PACTBOPEHHOTO a30Ta METOJIOM
BBICOKOTEMIIEPATYPHOM SKCTPAKIIMKM B HECYIIEM ra3e MPUMEHSUIA Ta30aHaIN3aTOP
monenmu 1C-600. Meroguka mpoOOIIOATOTOBKH OOpas3ioB I  METona
BBICOKOTEMIIEPATYPHON  SKCTPAaKIMU COOTBETCTBYET MPOOONOArOTOBKE MJis
BOJIOPOJIHOM IKCTpakimu. Macca HaBecku oOpasiia Juisl aHajiu3a cocTaBisuia 1rp.
[Ipu ananmuse MCIONB30BaNU JBOWHBIE TpaUTOBBIE TUIIIM MPOHM3BOACTBAa LECo
BHemHud — 780-890, BHyTpennuii — 775-431. Kontponb Ttemmeparypbl B
ra30aHaJIn3aTope OCYIIECTBISIETCS MO MOKA3aHUAM dJIeKTpudeckor MourHocTH (P,
Bt). Ilpomecc ompeneneHus KoOJIMYeCTBA PACTBOPEHHOTO a30Ta B 0O0paslle
HAYMHAETCS C MPEeABAPUTEIbLHON ABOMHON Jerazanuu Turis npu moiHoctr 3000
Bt B Teuenue 40 cexkynn kaxnas. [locne nmerazamuu oOpasel], MOMEIICHHBIA B
BEPTUKAJIBbHOE 3arpy304HO€ YCTPOHCTBO mpubopa, cOpachlBaeTcs B TUTEIb
Harpetbii 1o temneparypsl 1000° C (=1500 BTt) u BblaepxkuUBaeTCS MpU 3TOU
TEMIEpaType A0 OKOHYAHHs SKCTPAKIMU PACTBOPEHHOTO a3zoTa. lemmeparypa
aHanu3a ObUTa BBIOpaHA, UCXOJS M3 PACUETHBIX TEMIIEpATyp Havyaia JUCCOIMAIINH
OCHOBHBIX HUTPHUIOB MPHUCYTCTBYIOIIMX B aHAIM3HPYEMBIX 0Opasmax (MEeToauKa
pacuera TeMmrmepaTryp OUCCOLMAllMd HHUTPHIOB TMpEACTaBIcHAa B TIJaBe 2).
3aBUCUMOCTh  TEMIEpaTypbl Hadajla JAWCCOLMAIMA OCHOBHBIX HHUTPHUIOB,
NPUCYTCTBYIOIIUX B KOPAOBOH W apMaTypHOW CTajdW, OT KOHIEHTpAlluu

HUTPUI000pA3YIOIIETo 3JIEMEHTA B CTAJIM MPECTaBIeHA HA pUCYHKE 42.
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KanmuOpoBKy sS9EMKH  TEIJIOMPOBOJOHOCTH TMPOBOAMIA C  MOMOIIBIO
cTanaapTHeiXx 00pazoB 501-646, 502-197 dupmer Leco, coxepkanue aszora B
kotopbix coctaBiger 0,0022+0,0002% wu 0,0039+0,0007% COOTBETCTBEHHO.
[Ipumep KpuBOW OKCTPAaKIMM a30Ta B TMPOIECCE BBICOKOTEMIIEPATYPHOMN

HKCTPAKIIMK B HECYIIEM Ta3e MPEJICTaBIIEH Ha pUCYHKe 43.

Temnepatypa, K
= = =
o (o)} co
o o Qo
o o o

1200

1000 - - —— : : —_—
0,001 0,01 0,1

[R], % macc.

PI/ICYHOK 42. 3aBUCHMOCTh TCMIICPATYpPbI Ha4YaJlda JUCCOIMHMAINKN HUTPHUAOB OT

KOHLIEHTpaluu HUTPHUI000pa3yIOIIUX 3JIEMEHTOB.
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Pucynok 43. KpuBas BbieneHust cB0001HOro a3ota Ha aHanuzarope TC-600
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['panynpoBKy TemmepaTypbl B TUIJIE IMEPE] aHAIU30M OCYLIECTBIISUIM IPHU
nomonu nupomerpa IS5 «Impac» (XapakTepucTuku mupoMeTpa MpeacTaBieHbl B

tabimie 11).

Ta6numa 11. Texuuueckue xapakTepucTuku nupometpa IS5 «Impacy

JnanasoH usMepenus temmneparypsl,  C 799-2500

<1500°C 0,3%

TounocTts,” C
>1500°C 0,5%

JuameTp 001aCTH U3MEPEHUS Ha
1,6 Mmm

paccTosiHAM 25 cM

[TupomeTp KanuOpoBaiu MO TeMIlepaTypaM IUIaBJIE€HUS YUCTHIX MeTalioB Pt,
Si. Kycoukn Si m Pt momemanuch B TpaduUTOBBI HarpeBaTellb W JIMHEHHO
HarpeBaJuch. [Ipy TOCTHM>KEHMM MOMEHTa Hadajla IUIABJICHHUSI METajula, KOTOPBIA
(UKCUpOBaM BU3YaJbHO 4YEPE3 CMOTPOBOE OKHO, HarpeB NpeKpamaid |
(GuKcUpoBaNM 3HaYeHUE HNeKTpuuecko MmourHocTH. [locie 3toro moadOupanu
KOA((UIUMEHT YEepHOTHI (CTEIIEHU H3JIyYEHUs €) MOKa MUPOMETP HE MOKAa3bIBAJ
BEpHYI0 Temneparypy. B padore koapdunuent € coctapui 0,78.

[Tocne xanuOpOBKM NUPOMETPA, MPOBOAWIM TPALYUPOBKY TEMIIEpPaTypbl
HarpeBaTenied (BHyTpeHHHMX THTJeH). [lorpemHocTs KOHTPOJS TemmepaTyphbl
anamusa cocrasiaser nopsaka +30 K. Ilepecder momHocTH B TemmepaTypy
OCyIIECTBIsiETCS MO  cieayrouleil  ¢opmyne, depe3  KaauOpOBOYHbBIE

ko3 dunmentsr Factor u Offset:

T=Factor-(Offset +f(P)) (29)

I'ze f(P)=0,613-P-4,27-10°-P? [133]. I'paxyupoBKy BBINOIHSIA HE MCHEE,
4yeM 1Mo TpeMm TUrisiMm 775-431, Tak kak pa30Opoc TeMmiiepaTypbl A pa3IdYHbIX

TUTJIEN MOXET cocTaBiiaATh =50 °C.
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3.5 Pe3yJabTaThl IKCIIEPUMEHTOB U 00CYKIeHUe

PesynbTaThl ompeneneHus CBOOOJHOTO a3oTra B o0Opaslax KOpAOBOW U
apmatypHoit cranu, a Takke ['CO CI'-1, monydeHHble IBYMS ONHUCAHHBIMU
MeToAaMH, IMpencTaBieHsl B Tabmume 12. KommyecTBo cBA3aHHOTO a30Ta
OIIPENENIATIOCh Pa3HULIeH MEXy oOImUM U CBOOOIHBIM a3oToM. Mcxons u3 toro,
YTO PE3YJbTAThl XOPOIIO KOPPEIUPYIOT MEXAY CO0O0i, MOXXHO TOBOPUTH O
NPaBUIBHOCTH  BBIOPaHHBIX  MapaMeTpOB  JKcIpecc-MeTOAMKH.  (OCHOBHBIC
napaMmeTpsl pazpaboTaHHOM A razoananu3aTopa Leco moxenu TC-600 skcnpecc-

MCTOJUKHU IMPCACTABJICHBI HUKC:

Purge time 25 cex

Outgas time 30 cexk

Outgas power 3000 Bt

Analyze temperature 1000°C (1500-1600 Br)
Analyze time 600 cex

Tabnuna 12. Pe3ynbTarsl onpeaencHus coaep aHus CBOOOIHOTO a30Ta B

oOpasliax cTayei, MoJydeHHbIC IByMs METOAaMHU

Mapxka N CB(OT6C(:)§gc.),)ppm N cBoGoxaH., ppm (Bomopoan. sxctp) | OOmwmii a3ot, ppm
Apx-B 28,35 28,4+6,4 9143
Apx-1 70,2+9,8 72,5+9,6 11745

80K 45427 43+4,3 60+2

96Cr 17,7+£3,7 19,2+3,5 30+3

Cr-1 34,1+7,5 37,1+6,6 63+4

UccnenoBanusi, MpOBEAEHHBIE 10 JACCITH MapaUIeIbHBIM H3MEpPEHUIM
oOpazna cranu Mapku Apx-1 mnokazamu, uro CKO omnpeneneHuss MeTOIOM

BBICOKOTEMIIEPATYPHOM SKCTPAKIIUK B HECYIIIEM Ta3e He npebimaet 10 ppm.
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C IIOMOIIBIO OKCIIPCCC-MECTOANKHA OBLIO OIIpCACIICHO COCPIKAHHNC

CBOOOMHOTO a30Ta B JeciITH o0pasnax KOpPIOBOH M apMaTypHOW CTajid

BBIIUIABJICHHOM C I[O63.BK8.MI/I Pa3’In9IHbIX HI/ITpI/I,ZIOO6p33y1-OHII/IX QJICMCHTOB.

Pe3ynbrarhl aHanmu30B MpeaCcTaBiIeHbI B Ta0uie 13.

Ta6nuna 13. Pe3ynbTaThl onpeeneHrss CBOOOTHOTO a30Ta Ha ra3oaHaan3aTope

TC-600

Mapka cranu O6mee coaepxkanue azora, ppm N cBoOOIHBIH, ppm
96Cr 50+4 30,6+3,7
96Cr 30£3 17,7+3,7
96Cr 40+1 31,4+5.2

90K+Cr 4742 30,2+6,1
80K 60+2 45,04+2,7
80K+Ti 55+4 17,443,2
70K 6113 452+4.8
Apx-1 11745 70,2+9,8
Apx-V 1167 85,7+6,4
Apx-B 9143 28,3£5

Ha pucynke 44 otobpaxeHa g0 CBOOOIHOTO a30Ta B MPOAHATM3UPOBAHHBIX

oOpasiax cTajiu.

Homa ceobopgHoro azoTa B CTaNW KOPAOBLIX MaPOK M CTanM
A NPOM3BOACTEA X/ apMaTyp.I

100 =
80 = i S e
61 so L &0
60 — ]
= 32 30
40
20 1 |
0
95Cr 9Cr | 80K | 80KTI| 70K Apxl ApxV ApxB

Pucynox 44. Jlonst cBO60THOTO a30Ta B UCCIIENYEMBIX 00pa3iax KOpAOBOU 1

apMaTypHOU CTaau
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KonnuecTBeHHbIN aHamn3 cBOOOJHOTO a30Ta MOKa3all, 4YTO apMaTypHas CTallb

JeTUpOBaHHAss OOpPOM COJEPKUT 3HAUYUTEIBHO MEHbIIE CBOOOJHOIO a30Ta, B

CpaBHCHHH CO CTAaJIbIO HCFHpOBaHHOfI BaHaIHMCM H aJIIOMHMHHUCM. Kak BUAHO M3

TaONIUIBI 5, 10y CBOOOAHOTO a30Ta B apMaTypHOW CTajH JIETUPOBAHHON OGOpoM

coctaBmiia 30 %, a BanagueMm u anroMuaueM — (4 u 60 % coorBeTcTBEHHO. brutn

IMPOBCACHBI MCXAHHWYCCKHUC HUCIIBITAHHUA rOTOBOM apMaTyps.l, U3rOTOBJICHHON W3

KaTaHKU Mapok ctanu Apx-B m Apx-1. Pe3ynpTaThl MEXaHMYECKUX HCHBITAHUN

npejCcTaBieHbl B Ta0uie 14.

Tabnuna 14. Pe3ynbTaThl MEXaHMUECKUX UCIIBITAHUIN 00pa3IioB apMaTypHOU CTallu

Apwmarypa nuamerpom 8,0 MM, U3rOTOBJICHHAS U3 OIBITHOM KaTaHKU (Apx-B)

1 2 3 4 3) 6
Koi-Bo
[TapameTpsl Cpenn. | CKO | Mus. | Makc.
U3M.
BpeMeHnHoe conpoTUBIIEHUE Pa3pbIBY,
P ) P PRI 57 597 17 561 | 643
6., H/MM
Y CIIOBHBIN IIpeaeI TEKYUYECTH, O 2,
) 57 553 17 512 | 596
H/Mm
Gy/ G0,2 57 1,080 {0,008 | 1,060 | 1,099
[TosTHOE OTHOCHUTENBHOE YIAIMHEHUE TIPU
57 4,7 0,79 | 3,3 6,7

MaKCHUMalIbHOU Harpyske, Agt, %

Apwmarypa nuamerpom 8,0 MM, U3rOTOBJICHHAS U3 CEPUITHON KaTaHKH (Apx-1)

BpemeHHOE conpOTUBIIEHUE Pa3phIBY,

) 85 645 14 580 | 672
6., H/MM
Y CIIOBHBIN IPENEI TEKYUYECTH, O 2,
) 85 605 14 542 | 631
H/mm
0y/ o2 85 1,066 | 0,006 |1,045| 1,090
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poIoJDKeHre Tadmibl 14

1 2 3 4 3) 6
[TonHOE OTHOCUTENBHOE YIUIMHEHHUE MPU
85 5,6 0,64 | 41 7,3
MaKCUMAaJIbHOW Harpyske, Agt, %
Apwmarypa nuamerpom 10,0 MM, U3roTOBIIEHHAS U3 ONBITHOM KaTaHKH (Apx-B)
BpeMeHnHoe conpoTUBIIEHUE Pa3pPbIBY,
) pHIBY 52 592 24 | 550 | 680
6., H/MM
Y CIIOBHBIN ITPENEI TEKYUECTH, O 2,
) 52 538 27 | 505 | 640
H/Mm
Gy/ 00,2 52 1,101 {0,017 | 1,063 | 1,130
[ToIHOE OTHOCHUTENBHOE YIUIMHEHUE PU
52 504 | 0,84 | 3,7 6,8

MakCUMalIbHOU Harpyske, Agt, %

Apwmarypa nuamerpom 10,0 MM, U3rOTOBJICHHAS U3 CEPUIUHON KaTaHKU (Apx-1)

BpemeHHOE cOnpOTUBIIEHUE Pa3phIBY,

) 37 634 13 579 | 678
6., H/MM
Y CIIOBHBIN TIpeaeI TEKYUYECTH, O 2,
) 37 593 14 524 | 615
H/mm
0y/ o2 37 1,069 {0,007 | 1,060 | 1,100
[lomHOE OTHOCHUTENBHOE YIUIMHEHNE TIPU
37 53 0,78 | 3,8 1,7

MaKCHUMaJIbHOW Harpyske, Agt, %

Kak BuaHo u3 Tabnuiel 14 nerupoBaHue cTaiud O0OPOM MO3BOJIAET MOBBICUTH

IUTaCTUYECKHE CBOMCTBa cTaiu. CHM)XKEHHE IOJIM CBOOOIHOIO a30Ta ITO3BOJIUT

CHU3UTH BIMSAHUE AeOPMAIIMOHHOIO CTapeHus ctanu. OCHOBHOI MoKa3aTeb, 10

KOTOPOMY MOXHO HaOmoaaTh d(pQexT cHmKeHus neopMarmoHHOTO CTapeHUs -

POCT OTHOIICHUA IMPCACIa IPOYHOCTH K IIPCACITY TCKYUYCCTH.

JlerupoBaHue KOpPJOBOW CTaJld TUTAaHOM (B OTJIMYME OT CTajeil CEpUIHOIO

npousBojactBa SOK, 70K, 96Cr) takxke mokazano 3(pQGEKTHBHOCTh B CHHKCHHU

JIOJIU CBOOOJTHOTO a30Ta B METaJlJIe, OJIHAKO, MOI00HOE JISTUPOBAHKUE MPUBOAUT K
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00pa30BaHUIO HenehOpMHUPYEMBIX HUTPHUJIOB TUTaHa SIBJISTFOLLIAXCSI
KOHIEHTPATOPAMU HAIPSHKEHUNA, KOTOPBIE, MPU BOJIOYEHUH MPOBOJIOKA U CBUBKE

KOopaa, IIPUBOIAT K MOBBIILICHHOU O6pI)IBHOCTH.

3.6 BuiBoanl 1o riaase 3

1. Tloxa3zaHa BO3MOXXHOCTb HMPUMEHEHUS METO/a BBICOKOTEMIIEPATYPHOM
HKCTPAKIIMKM B TOKE HECYIIETO ra3a JJisg OMpe/esieHrs KOHIIEHTPAuU CBOOOIHOTO
a30Ta B YIJIEPOAUCTBIX CTAJISX.

2. PazpaboTtaHa »SKcIpecc-METOAMKA OMpPENeTIeHUs CBOOOIHOTO a30Ta
METOJIOM BBICOKOTEMIIEPATYPHOU 3KCTPAKLIMU B HECYIIEM Tra3e B YIJIIEPOIUCTBIX
ctaisix.  PazpaboTaHHass ~ MeTOAMKAa  MO3BOJIAET  MOJy4YyaTh  XOPOUIYIO
BOCIIPOU3BOJAMMOCTD PE3YyJIbTAaTOB IIPU COKpPAICHUH BpeMEHU aHanu3a co 120-tu
10 10-Ti MUHYT.

3. Pa3zpaborana metoamka MPOOOMOATOTOBKH OOpPA3IOB YIIEPOAUCTON
cranu. [loka3aHo, yTo HmpH MPOOOMOATOTOBKE 00paslla Ha TOKApHOM CTaHKE,
CKOpPOCTh BpallleHusi oOpa3na He nospkHa mpesbimath 200 o6/muH. Takke,
PEKOMEHIYETCsl NPUMEHATh PEXYIIUHA HHCTPYMEHT M3 TBEpAbIX CIUIABOB Ha
OCHOBE BoJIb(hpama J1j1sl PEnsATCTBUS MONaJaHus YaCTUI] HHCTPYMEHTa B 00pasell.

4. TlokazaHa BbICOKas 3(PPEKTUBHOCTH JIETUPOBAHUS apMaTypHOU CTalH
O0pOM, YTO MO3BOJIAET 3HAUUTENBHO CHU3UTH COJIEP)KaHUE PACTBOPEHHOTO a30Ta B
Metauie. JlerupoBanue OOpoM MO3BOJSET CHU3UTH IP(PEKT AePOPMaLOHHOTO

CTapCHHUsA CTaJIH.
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OO0uue BHIBOBI 10 TUCCEPTANMOHHOM padoTe

1. Pa3zpaboransl (U3UKO-XUMUUECKHE OCHOBBI METO1a
BBICOKOTEMIIEPATYPHOM 3KCTpPaKIMM a30Ta B HecymeMm rase. Brepssie,
AKCIIEPUMEHTAIIBHO u TEOPETUUECKU OTpECTICHBI 3aBUCUMOCTH
XapaKTEPUCTUUECKUX TEMIIEpaTyp AUCCOLMAIMA HUTPUIOB B HACBIIICHHOM
YTIEPOJIOM PACIUIaBE OT COJEPIKAHMS HUTPUI000PA3YIOIIETO AIEMEHTA.

2. Ha npumepe aHanusza MOJACIBHBIX CIUIABOB IOKAa3aHa BO3MOXKHOCTH
MIPUMEHEHUST METOJa BEICOKOTEMIIEPATYPHOU SKCTPAKIIMU B TPaUTOBOM THUTIIC B
TOKE Hecylero rasa juist onpenenenus BkiaoueHuid TiN u AIN B yriaepoaucThix
CTaJIsIX.

3. [IpoBeaeH pacyeTr XapakTEPUCTUUYECKUX TEMIEPATyp AUCCOLMALN
HUTPHUJOB TUTAHA Y AJIIOMUHHS B HACBILIEHHOM YIJIEPOJOM paciuiase. IlokazaHo
XOpOILIEe COOTBETCTBUE OKCIEPUMEHTAIBHBIX M  PACUECTHBIX TEMIEpaTyp
JIACCOLUALINH.

4, MeTooM BBICOKOTEMIIEPATYPHOM DOKCTPAaKIMM B HECYIIEM Tas3e
ONPEAECICHO KOJIWYECTBO BKIIOYEHWN HUTPHUAA AFOMUHUS M HUTPUIA TUTAHA B
oOpa3liax MPOMBINUICHHBIX IIJIAaBOK  peiabcoBoi  cramu. IlokazaHo, dro
DKCIIEPUMEHTAIIBHBIE PE3YJbTAaThl O KOJIMYECTBE A30Ta, CBSA3AHHOTO B HUTPUIbI
TUTAaHA W aJIOMUHMS, CXOASATCS C PACUETHBIMHU, MOJYYEHHBIMH C MOMOIIBIO
nporpammbl Thermocalc. Ha mpumepe ananuza o6pasioB, OTOOpaHHBIX U3 pa3HBIX
yacTeil 1o  JUIMHE  OJHOTO  pelbca  MPOJIEMOHCTPUPOBAHA  XOpollas
BOCHPOU3BOJAUMOCTD MOJIyYa€MbIX IKCIIEPUMEHTAIBHBIX PE3YIbTATOB.

5. AHanu3 o0pas3iloB PeNbCOB PA3IMYHBIX MPOU3BOJIUTENCH, CTOSBIIMX
Ha onbITHOM Kojblie BHUWMIKT, mokaszan, 4TO BKIIOYEHHS] HUTpPUJA TUTAaHA
OKAa3bIBAIOT HETATUBHOE BIIMSHUE HA SKCILUTYaTALMOHHYIO CTOMKOCTb PEJIbCOB.

6. PazpaboTana opuruHagbHas SKCIPECC-METOAMKA M MPOTPAMMHOE
obOecrieueHue JJIsi ONpEJeCHUs CBSI3aHHOTO B HUTPHUJBI a30Ta B YIIEPOJAMCTHIX

cransx. Ha ocHoBe aHanu3a BIMSHUSA HUTPHUAOB HA SKCILTYaTallMOHHYTO CTOMKOCTbh
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pEIbCOB,  OMpEAENCHbl  KPUTEPUU  YUCTOTHI  PEIbCOBOM  CTald MO
HeZIehOPMHUPYEMBIM HEMETAIUTHIECKUM BKITFOUCHUSIM.

7. JlaHbl PEKOMEHJAIMU [0 ONTUMU3ALUUHA TEXHOJOTHH  BBIIIJIABKU
penbcoBoi ctanu B ycsioBuax OAO "HTMK". PekoMeH10BaHO TPOBOJUTH BBITYCK
CTalu W3 KOHBepTepa Ipu cojepxkaHuu yriaepona B merae 0,4-0,5 % wmacc.,
JIOTIOJIHUTENIBHOE BpEMSI MPOJIYBKM pacIuiaBa IO3BOJIIET CHU3UTH COJEpKaHUE
a30Ta B METajlIe 3a cueT oOpasyromuxcs my3sipbkoB CO.

8. Pa3zpaboTana skcnpecc-MeToANKa ONpEeICHUs] PACTBOPEHHOIO a30Ta
B YIJIEPOJUCTBIX CTaAX. PazpaboraHa um coOpaHa OpUrMHajIbHAas YCTaHOBKA JUIS
MPOBEICHUSA BBICOKOTEMIIEPATYPHOU BOJOPOAHOM SKCTpakuuu. [IpaBUIBHOCTH
MOJIYy4Ya€MbIX, C TTOMOIIBIO IKCIPECC-METOUKH, TAHHBIX MOJATBEPKIECHA METOJIOM
BBICOKOTEMIIEPATypHOH BOAOPOJHON SKCTpakiuM (OpUTHMHAJIbHAST YCTaHOBKA).
Pa3zpaboTtana Meroauka mpoOOnoAroTOBKA 00pa3ioB (CTPYKKH) JJIs ONpeIeICHUS
PacTBOPEHHOIO a30Ta.

Q. Ha o0Opa3siax OmbITHBIX IUIABOK KOPJIOBOM W apMaTypHOMl CTaiau C
00aBJIICHUEM PA3JIMYHBIX MUKPOJIETUPYIOMIMX J00ABOK MPOBEACHO OIpECIICHUE
KOJIMYECTBA PACTBOPEHHOIO a3ora B cTanu. llokazana Beicokass 3()(PEeKTUBHOCTH
JerupoBaHusa apmarypHou cramu 6opom (mo 0,005 % wmacc.), 4TO TMO3BOJIMIIO
3HAQUUTENBHO CHU3UTH COJEpKaHUE PACTBOPEHHOIO B MeTaiuie a3ora. [lokazaHo,
YTO CHM)KEHHE PACTBOPEHHOr0 a30Ta B CTaJIM, JETMPOBAHHON OOpPOM IMO3BOJIAET
CHUBUTH CTENEHb JACPOPMAIMOHHOTO CTAPEHUS CTaJIM U MOBBICUTH TUIACTUYECKHE

CBOMCTBa MeTaJlia.
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