Application Note

AHanus HU3KONernpoBaHHbIX cTanen ¢ UCNONbL3OBAaHMEM  OMNTUYECKOro

amuccuoHHoro cnektpomeTpa Shimadzu PDA-7000
C112-0511

AHann3 yrnepoamucTbiX U HU3KONErMpoBaHHbLIX CTanemn ¢ Uenbio onpeaeneHns XMMmM4eckoro
COCTaBa BbINOSHAETCSA C MCMOMb30BaHMEM MCKPOBOrO SMUCCUOHHOIO CMEKTPOMETpa Moaenu
PDA-7000. 3TK cTann xapakTepusyrTca TakumMu CBOMCTBaMW, Kak xopoluasi NnacTUYHOCTb
(anactmyHaa n nnactuyHaa gedhopmaums), BbICOKas TEMMO- U 3MEKTPONPOBOAMMOCTb,
XUMmn4yeckasi CTabunbHOCTb U XapaKTepHble MarHUTHbIE cBoicTBa. [lobaBrneHne O0gHOro mnu
bonee nernpyloWnNX 3NemMeHTOB MoaMMULMPYET M ONTUMU3MPYET CBOWCTBA MeTanna ans
KOHKPETHOro NpuMEHEHUS N3 BCEN LUMPOKON raMMbl NPUMEHEHNI.

TepmuH Hu3koneauposaHHble cmasnu GyaeT MCNonb3oBaH ANSA HenerMpoBaHHbLIX CTanewn,
LEeMEHTUPOBAHHbLIX CTanen, oTNyLEeHHbIX CTanen N HU3KONErMpoBaHHbLIX UHCTPYMEHTANbHbIX
ctanen. B uenom, cnnaB onpegensieTcs Kak HU3KOMNerMpoBaHHad cTanb B chydae
cogepxaHus xenesa 6onee 92%.

¢ HenernpoBaHHble cTanu
(yrmepoguctele  ctanu,  MsArkMe  cTanu,  fIUCTOBble  YrnepoaucTble  cTanu,
HW3KOYrnepoancTble cTanu, MMKpPONerMpoBaHHbIe CTanm)
BHyTpu aToW rpynnbl CBOWCTBa MaTepuana onpefensdlTcs B OCHOBHOM cofepaHuem
yrnepoga,  COOTBETCTBylLWeENn  TepmoobpaboTkom nvnn  MUKPONErnpyroLmmMmm
anieMeHTaMu, TakuMmu, Kak BaHagun, HMOBUA unu TuTaH. ITU cTanum umerT Bonblioe
npakTnyeckoe 3HavyeHwe, ocobeHHO Ans GonblUMX CBapHbIX TPyO, COCYOOB BbICOKOrO
AaBreHns, chepnyecknx cocyaon, MOCTOB U T.4. OHU XapaKTepusylTCs MEeNKo3epHUCTON
CTPYKTYPOM, XOPOLLUMMWN CBApPOYHbIMWN CBOMCTBAMM N BbICOKOW MPOYHOCTLIO. B cneaytowen
Tabnuvue npMBeAeH TUMMYHBIN COCTaB MUKPOMNErMpoBaHHOW CTarnu.
C Si Mn P S Al Cr
0.118 | 0.231 | 1.285 | 0.015 | 0.004 | 0.018 | 0.035
% % % % % % %
Cu Ni Mo Nb Ti V N
0.025 | 0.033 | 0.008 | 0.043 | 0.003 | 0.023 | 0.005
% % % % % % %

e LlemeHTUpOBaHHbLIE cTanun / HutpuaHble ctanu

LleMmeHTMpOBaHHbIe cTanu (1N LeMeHTaUNOHHbIe cTann) — KOHCTPYKUMOHHBbIE cTanu ¢
OTHOCUTENIbHO HWU3KMM codepxaHuem yrnepofa. Mcnonb3ysa cneuuwansHylo npouenypy
TepmMoobpaboTkn MNpu KOHTPONMpPyeMon aTtmocdepe, MOXHO HaCbITUTb MOBEPXHOCTb
mMeTanna yrnepogoMm. B 3aBucumoctn oT ycnoBunm 06paboTkn, yrnepos MOXeT
MUrpupoBaTb B rMyOGUHY Ha HECKOMbKO MUMANIMMETPOB U OOCTUraTh KOHUeHTpauun 2%.
OTOT npouecc HasbiBaeTcs UeMeHTauusa 1M npuaaet Metanny HeoOblyHble CBOWCTBA,
Takue Kak OYeHb BbICOKasi TBEpAOCTb Ha MOBEPXHOCTU M HEXpYrnKasa CTPYKTypa B LEHTpe.
Ctanu ¢ TakMuMuM CBOWCTBaMM OYeHb MOMe3Hbl NPW NPOU3BOACTBE ABWXKYLLMXCHA YacTen
npoyHoro obopyaoBaHus. Cnegyowas Tabnuua UNNCTpUpyeT TUMUYHBIA XUMUYECKUIA
COCTaB LLleMeHTUPOBaHHbIX CTanen.
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C Si Mn P S Cr Mo
0.2% MakKc. 0.7-1.0% MakKc. MakKc. 0.3--6% | 0.4 --5%
0.4% 0.035% 0.035%

HuTpugHble cTanM UMMEKT NepruTHO-MapTEHCUTHYIO CTPYKTYpPY, CMOCOBCTBYIOLLYIO
oborauieHunto asotom. Kak 1 B crniyvae uemeHTaummy, npouecc TepMmoobpaboTknnossonseT
HacblTuTb a3otoM Ao 3% Ha rmybuHy 0.75MM. HuTpuabl nNoBbIWAKT TBEPAOCTb
MOBEPXHOCTK, U3HOCOCTOWKOCThH  COMPOTUBMEHME MON3YY4EeCTM U KOPPO3MOHHYIO
YCTOMYMBOCTE B coCTaB HUTpPUAHLIX CTanen BXOAAT XPOM, MONUOAEH, antOMUHUA K
BaHagun. AT 3nemeHTbl 0b0nagalT CNOCOOHOCTbK MOrMOWEHMS a3oTa BO BpeMS
npouecca as3oTupoBaHWst HuTpugHble cTanu Takke wumeloT 6Gonblwyo obnactb
NPMMEHEHU TUNWYHbIE NEernpyowme dremMeHTbl MU UX KOHLUEHTpauus nokasaHbl B
cnepywouwer Tabnumue.

C Si Mn P S
0.1 -- do 0.4% 0.4 -- Makc. MakKc.
0.4% 1.1% 0.025% 0.03%

Al Cr Mo Ni \

0o 1.2% 1.0 -- 0.1-- 0o 1.2% | 0o 0.3%
3.3% 1.1%

OTnyweHHblIe cTanum

OTnyleHHble CTanM WMMEeKT MOBbLILWEHHYHO TBEPOOCTb 3a CYET npouecca OTnycka.
XMUYECKMIA COCTaB SBNSIETCA ONpeaensalwmM ans nnaHMpoBaHusa npouecca oTnycka B
HY>XHOM Hanpasnenun. C, Si, Mn, P, S, Cr, Mo, Ni, V, Zr, Al, Ti, Co, V, Cun Nb —
OCHOBHble nervpywoowme anemeHtol. Crneabl B, Ca, ynydwaloT npouecc oTnycka.
Hanpotus, npucytcteue Sb, Sn okasblBaeT HeraTMBHOE BRMSHME Ha OTNycK. A30T B
HW3KONErMpPOBaHHbIX CTandx MNosiBNseTcs B npouecce obpaboTku, BblpaXaeTcs 3TO B
yXyOLeHUN BA3KOCTU N YBENMYMBAET KONMMYECTBO MEXKPUCTANMMNTHBIX TPewuH. NoaTomy
3HaHWEe XMMMYECKOro COCTaBa Takmx TUMNOB cTanen HeobxoaMMo AfiS UCMOMb30BaHUS UX B
npaBunbHOM Ha3HavyeHun. O6nacTb NPUMEHEHUS OTNYLUEHHbIX CTanen npoctupaeTcs oT
Npoun3BoACTBa paboTallmMx MNpyv BbICOKUX TemnepaTypax LWapuKONoALMNHUKOB [0
obopyaoBaHusa A1s XONoAHOro NpeccoBaHus.

HenernpoBaHHble 1 HU3KONErMPoBaHHblIEe UHCTPYMEHTalNbHbIe CTanu

Ho6asneHne Cr, Mn, Ni, Mo yny4dwaeT MapTEHCUTHYIO CTPYKTYypy, a gobaeneHune W n V
GnaronpuaTtcTByeT ob6pasoBaHuio KapbwugoB, yBenNUUMBAKOLWIMX TBEPAOCTb CTanu B
nonepeyHoM ceyveHun. Takme ctanu NpUMEHSIIOT ANs U3roTOBMIEHMS MOSOTEH MWI, HOXEN
Pas3nNUyHbIX TUMOB, PaBUPOBASbHLIX WMHCTPYMEHTOB M T.M.. TUNMYHble nervpylome
3MEMEHTbI M UX KOHLLEHTPaLMOHHBIN Ananas3oH NpMBeAEHbI B crieaytoLlen Tabnuue.

C Si Mn P S
0.4 -- 0.1-- 0.1- MakKc. MakKc .
1.5% 1.0% 2.1% 0.035% 0.035%

Cr Mo Ni \Y W
0.5-- | 00 1.0% | po2.0% | po 0.6% 0o 3.0%
2.0%

HeCMOTpFI Ha TO, YTO HWU3KONEernpoBaHHble CTallIn UCNONb3YHTCA 3a WX CbI/I3I/I‘-IeCKVIe

CBOWCTBa, HEOOXOOQMMO OLEHMBaTb MX XMMWYECKUIA COCTaB.
lMosToMy Hapsiny C MeXaHWYeCKMMWU. UCMbITAHUSIMW onpedeneHne XMMUYecKoro cocTaBsa
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4acTo sBNSeTCA BaXHbIM (PAKTOPOM MpW  onpedeneHun  NPUrogHocTM MaTepuana
ONS1 KOHKPETHOrO MpPUMEHEHUs. VIckpoBas SMUCCUOHHAsS CNEKTpoMeTpus —
Hanbornee nONynsapHbIA METon OnpedeneHnss  XMMUYECKOro CocTaBa MeTannos.
[aHHbIn MeTon obecnednmBaeT OYeHb ObICTPbLIA M HAOEXHbI aHanms.

Annapartypa

AHannzaTtop wMmeTannoB PDA-7000 — BbICOKOI(MEKTMBHBLIA  OMNTUKO-OMUCCUOHHbIN
cnektpomeTp. OQHUM 13 OCHOBHbIX NPENMYLLECTB ABNAETCS OAHOBPEMEHHOE onpeaerneHue
6onbLoro konuyectea anemeHToB. CnektpomeTp PDA-7000 co BCTPOEHHbBIM NpodyBaeMbIM
aproHOM UCKPOBbIM LUTAaTMBOM W BbICOKOMPOU3BOAUTENbHBIM MCKPOBBIM MCTOYHUKOM Obin
NPUMEHEH AN TOYHOro KONMYEeCTBEHHOMO aHann3a HM3KO- U BbICOKONerMpoBaHHbIXCTanen.
OpHoBpeMeHHbIN aHann3 go 64 anemMeHTOB, BKITHOYasi MMKPONPUMECU U ra3bl, BbINOSHSAETCA
3a 11 cekyHg. OBopynoBaHHbIV CNEKTPOMETPOM C (POKYCHbIM paccToaHnem 600 mm, PDA-
7000 nmeet no 64 kaHanos. AHanus pacnpegenexHus umnynscos (PDA) n cnekTpockonusi ¢
BpeMeHHbIM pacnpegeneHnem(TRS) 06beanHeHbl B uukne namepexms. CodetaHne gaHHbIX
OBYX MeTOAOB yryyllaeT aHanuMTUYecKyld TOYHOCTb Npu onpeferieHuM MUKpocrnenos
anemeHToB Takux kak Al, S, Pb, B, Ca, cnocobHbix ob6pa3oBbiBaTb OCagkM B CTansix.
YnyudweHne TOYHOCTW, NpeaenoB obHapyXeHNs, BOCNPOM3BOAUMOCTY BO3MOXHOCTb BBOAA
fonbLnX 06pa3LoB NPMBOAMT K 6onbLUEN NPOAYKTUBHOCTUMETOAA.

O6pa3ubl n npobonoaroToBKa

O6pasubl MOryT oTOMpaTLCS OT PacmnIIaBoB, JIMCTOB, NONYNPOAYKTOR KOHEYHbLIX NPOAYKTOB.
Knaccuueckun metoq aHanmsa nnaBku — 0TOOp Marnoro konmyecTtsa pacnnaea. Mcnonb3ays
TECTOBYIO NOXKY, OTOMpAlOT M3 BaHHbI C pacniaBfeHHbIM MeTansioMm obpaseL, KOTOpbIi
onepartop ObICTPO NomMeLlaeT B U3NOXHULY. M3noxHuua n3 meam obecnevmBaeT BbICOKYHO
CKOPOCTb OXNaXaeHus, HeoOXoauMMylo Ons NOMyvYeHUs roMoreHHblx obpasuoB.  OHa
COAEPXUT HEKOTOPOE KONMMYECTBO antOMUHUSA U LUPKOHUSA BO uM3bexaHne obpasoBaHus
TOYEYHbIX AedEKTOB. B COBPEMEHHOM MHAYCTPUM CTann UCNonb3yoT 1 Gonee CoBepLUEHHbIE
TexHonornnm npobonogrotoBkn [lpn aHanuze MeToaoM ONTUYECKONM 3MMCCUOHHOM
CneKkTpoMeTpun TpebyeTca roMOreHHoCTb 06pasuoB AN AOCTUXKEHMS ONTMMarbHON
TOYHOCTM M BOCNPOU3BOAMMOCTM bBbICTpoe oxnaxaeHne B cCneumanbHON M3NOoXHULE
npegynpexgaetr obpasoBaHMeM oOcagkoB M pasgeneHve ¢as. Obpasel € xopoluen
rOMOreHHOCTLH (MEeSIKO3epHUCTas FTOMOreHHas KpucTtannnyeckasi CTpyktypa) obecnednsaet
XOpOLUYI0 BOCMPOM3BOAMMOCTb U TOYHOCTb aHanui. [ns npoBedeHust 3SMUCCUOHHOIO
CMeKTpanbHOro aHanmsa MnoOBEPXHOCTb obpasua roToBAT COOTBETCTBYHOLWMM 0Opa3om.
JInwHme yactu otnMtoro ob6pasua oTpesatoT C MOMOLLbIO pe3aka.

AproH

AproH gormxeH umetb ynctoty 99.999%, c cogepxxaHnem Kucnopoga MeHee 4em 2 ppm,
BoAbl MeHee 4yem 3 ppm (Touka pocbl < -70°C), aszota meHee yem 10 ppm. B cnyvae
onpegeneHnsiasoTa ero CoAepXaHne B aproHe AomkHo 6biTb Hke 3 ppm. ShimadzumoxeT
NOCTaBUTb OYUCTUTENU aproHa ANng yny4lleHns CTENEHN YNCTOThI.

AHanutnyeckmnepgaHHble /| To4YHOCTb

[aHHble NO aHanu3y HenermpoBaHHbLIX U HU3KONErNMPOBAaHHLIX CTanen NpuBeAeHbl HUXE.
TOYHOCTHbIE XapaKTepUCTUKK onpefeneHbl C NOMOLLbLID COOTBETCTBYIOLUUX CTaHAAPTHbIX
obpasuoB. 3T o00pasubl MNEPEKPLIBAOT MO COAEPXKAHUIO 3rEMEHTOB BCE BuUAbl
HWU3KONErmpoBaHHbLIX CTanewn.
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Sne- MNpegensbl Onana3soH CopepxaHue ToyHOoCTb
MEHT obHapyXeHus KOHUEeHTpaumm
3aBOACKMX KannmbpoBOK
ppm 3 sigma % % +% 1 sigma
Al 2 0.001--2.0 0.005 0.00012
0.01 0.00017
0.1 0.0011
1.0 0.009
As 4.5 0.0015--0.1 0.01 0.00023
0.05 0.00055
B 0.3 0.0002 -- 0.01 0.001 0.00002
0.0 0.0001
C 2.4 0.002--1.5 0.01 0.00016
0.05 0.0005
0.5 0.0032
1.0 0.006
1.5 0.009
Ca 0.3 0.0003 -- 0.01 0.001 0.00006
0.01 0.0005
Co 2.4 0.001--0.3 0.01 0.00014
0.05 0.00038
0.1 0.00068
Cr 4.5 0.0015--5.0 0.01 0.0002
0.05 0.0004
0.5 0.0023
1.0 0.003
3.0 0.006
Cu 0.9 0.0005 --1.2 0.01 0.00009
0.05 0.00033
0.5 0.0027
1.0 0.0052
Mn 1.5 0.001 --21 0.01 0.00009
0.05 0.00025
0.5 0.0021
1.0 0.004
2.0 0.007
Mo 3 0.001--1.6 0.01 0.00017
0.05 0.00045
0.5 0.0025
1.0 0.0045
N 3 0.003 --0.03 0.003 0.0002
0.005 0.00023
0.015 0.00028
Nb 2 0.0015--0.2 0.01 0.00022
0.05 0.00082
0.1 0.016
Ni 4.5 0.001--4.5 0.01 0.0002
0.05 0.00038
0.5 0.0024
1.0 0.004
3.0 0.01
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(mpogonkeHue)
P 0.9 0.001 --0.1 0.005 0.00008
0.01 0.00012
0.05 0.0005
Pb 2 0.002 -- 0.1 0.01 0.0004
0.05 0.0018
0.1 0.0036
S 0.6 0.0006 -- 0.1 0.005 0.00014
0.01 0.00026
0.05 0.0012
Sb 9 0.0025 -- 0.1 0.01 0.0005
0.05 0.0013
Si 4 0.0015 -- 2.1 0.01 0.00018
0.05 0.00036
0.5 0.0024
1.0 0.0046
2.0 0.09
Sn 2 0.001 --0.1 0.01 0.00014
0.05 0.00042
0.1 0.0007
Ti 0.9 0.0002 -- 0.35 0.01 0.00033
0.05 0.0015
0.1 0.002
Vv 1.8 0.001--1.0 0.01 0.00012
0.05 0.00036
0.1 0.00066
0.5 0.003
W 9 0.003 -- 3.0 0.05 0.0006
0.1 0.0009
0.5 0.0033
1.0 0.0063
3.0 0.018
Zr 3 0.001--0.2 0.01 0.0003
0.05 0.001
0.15 0.003
Mpepen o6HapyxeHuA

Mpenen obHapyXeHus paccymMTaH Kak TpPEXKpaTHoe 3HayYeHue CTaHA4apTHOrO OTKIOHEHUSA
(0), paccunTaHHOEe N3 poHa M BbIPaXEHHOE B 4acTsX Ha MuInoH (ppm). MNMpuBeaeHHbIEe
3Ha4YeHWs cnpaBeaIMBbI 418 HA3KONErMpoBaHHbIXCTanen.

To4yHOCTb
To4yHOCTb onpedeneHa kak cTaHOapTHOE OTKMNOHeHue no pesynbratam 10 MOBTOPHbIX
namepeHuin. TOYHOCTb CBSI3aHa C pacnpeaeneHnemManemMeHToB B obpasuax.

Kanu6pogBka

CnektpomeTp MOXeT ObiTb OTKanMbpoBaH Ha HU3KONErMpoBaHHbIE CTanuM Ha 3aBofe
Shimadzu. 3aBoackue KannbpoBKM BbINOMHAKTCA Ha CEPTURULMPOBAHHBIX CTaHAAPTHbIX
obpasuax (ISO 9000) n obecneuymBaloT BbICOKYD TOYHOCTb. 3aBoAckasd kannbposka
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NO3BONSIET NONb30BATENO NPUCTYNUTL K KOHTPOSIIO KayecTBa NPOAYKLUMN HEMeAIEHHO nocre
KOPOTKOro MPOMEXXyTka BPEMEHWN, HEOOXOANUMOrO Ha MHCTaNMALMIO CNEeKTpoMeTpa.
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