Application Note

AHanus BblCOKOHEFVIpOBaHHbIXCTaﬂeﬁ C ncnonb3oBaHMemMonTUKO-3IMMCCUOHHOIO

cnekrpomeTtpamogenu PDA-7000 oupmbl Shimadzu
C112-0512

OMUCCUOHHAsi CNEKTPOMETPUSS — OCHOBHOW METOA ONnpeaerneHunsi XMMUYecKoro coctaBa
BbICOKOIENMPOBAHHbIX  CTanen. TepMUH  BbICOKOMIe2upoBaHHble cmanu  O0bblYHO
ucnonb3yetca  ANs  Hepxaeermwux  cmarned, bbicmpopexywux cmaned u
8bICOKOMapaaHyosucmbixcmasel v NpeaonpeaenseTcs X XMMmMYeckMmM cocTaBoMm. Takume
XapaKkTepHble CBOWCTBA BbICOKONErMPOBaHHbIX CTaneln, Kak BbICOKas MMNacTUYHOCTb
(emactuyHaa M nnacTuyHas gedopmauus), BbICOKAs TEMNO- U 3NEKTPONPOBOAUMOCThL
XMMUYECKAs CTOMKOCTb M OCOOble MarHWTHble CBOWCTBA CNyXaT MPUYUHON LUMPOKOro
npuMeHeHus Takux ctanen. OgHako B LENOM psige CryyYaeB cneumanbHble CBOWCTBA
cTanewn He MOryT 6bITb BbISIBIIEHbI 6€3 BbICOKOTOMHOIO KOHTPOSIS MX XMMUYECKOro COCTaBa.
HobaeneHne opgHoro wnu 6Gonee 3nMeMeHTOB MNO3BONMSET  MOAMUUMPOBATL W
ONTUMU3NPOBATLCBOMCTBA CTaNN 41151 KOHKPETHOW Lienn.

* HepxaBetwme cranm

Ctann ¢ cogepxaHuem xpoma 6onee 12% HocAT Ha3BaHue HepxaBerowme cTanu .
HepxaBetowme crtanu Oensitca Ha [OBE€ OCHOBHble Tpynnbl, XPOMOBbIE UM XPOMO-
HUKeneBble cTanu. XpOMOBbIE CTanu UMET PeppuTOBYIO CTPYKTYPY C COOEPKaHUEM
Xpoma B gmanasoHe oT 6 0o 28%. [JobaeneHne MonmubaeHa, HUKENS, KPEMHUS, HMOOUS,
BaHagus, TUTaHa UM antoMUHUS cTabunuanpyeTt peppuUTOBYO CTPYKTYPY U ynydwiaeT
HEeKOTOpble CcneumanbHble CBOWCTBA. Takme cTanum 0OblMHO  WUCMOMb3YT B
HepTEXMMNYECKONNPOMBILLIIEHHOCTY B MPOU3BOACTBE flonacten TypouH, XMpypruyeckmnx
WHCTPYMEHTOB U T.4. [lpUMEpPHBIN XMMUYECKUI COCTaB TakoW CTanu npuBedeH B
HwxecnegyowenTabnumue.

C Si Mn P S Cr Mo
0.22 [0.59 |0.74 0.014 | 0.012 | 16.50 | 1.10
% % % % % % %
Ni Vv Al Nb Cu Ti N
0.21 | 0.015 | 0.026 | 0.062 | 0.053 | 0.063 |0.085
% % % % % % %

XpOMO -HUKeNeBble CTanu UMEKT ayCTEHUTHYIO CTPYKTYpY. OCHOBHOWM TMN Takow cTanu
— ctanb CrNi 18 10, cogepxawas 18% xpoma n 10% Hukens. MNoBblleHne cogepxaHns
mMonubaeHa unu mMegun ynyylaeT ee HepXaBerwme U KUCNOTOYCTOMYMBbBIE CBOMCTBA.
Opyrne nervpytowme gobaeBkn — 3T0 OObIMHO MapraHew, TUTaH, KPEMHWUA U HUOOWN,
coaepxaHue yrnepoga npun aTom 06b14HO He Biiwe 0.1%. HekoTopble npumeHsiemble ans
crneymnanbHbIX Lienen XpOMO-HUKENEBbIE CTanu BO U3bexaHne MeXKpUCTanbHONKOPPO3nm
copepxat wmeHee 0.03% yrnepoga. [Opyrum cnocobom NpOTUBOAENCTBUSA
MEXKPUCTaNbHOW KOPPO3nM ABMSIETCA MOBbILEHNE COAEPXaHUsA B CTanu TUTaHa unu
HMobums. B XpOMO-HMKENEBLIX CTaNAX B KA4YECTBE NErmpyroLLLEro KOMMNOHEHTA MOXET ObITb
Mcnonb3oBaH a3oT. A30T yBENMYNBAET CUIly TBEPAOIrO pacTBOpa ayCTEHUTHOM CTPYKTYPbI.
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CopepxaHue a3oTa moxeT gocturatb 0.2%. OObIYHO TakMe cTanu Ucnonb3ylTcsa And
M3roTOBMNEHNA HOXEBbLIX TOBApOB, OONTOB, BanoB, OCEN, a TaKKE B XUMUYECKOWN U
NULLEBOIM MPOMbILLIIEHHOCTU [1PUMEPHbLIN XUMUYECKUIA COCTaB TaKoW CTanu NpUBEAEH B
HWXecnegytowen Tabnuue.

C Si Mn P S Cr Mo
0.01 |0.35 1.5 0.015 | 0.008| 17.85| 2.3
% % % % % % %
Ni Ti Nb Cu N Al V
12.50 | 0.50 | 0.005 | 0.015 | 0.035 | 0.022 [ 0.015
% % % % % % %

BbicTpopexyuine cranu

BbicTpopexywimne crtanu npeacraBnalT cobon  chnnasbl

CITOXXHOro cocrtaBa.

OCHOBHbIEe KOMMOHEHTbI TAKMX CTanewn — yrnepog, Bonbdpam, MonubaeH, xpom, kobanbT
W BaHagun, MHorga antoMunHui, Hnobum n TutaH. O6pasoBaHue kapobugos Bonbdpama,
BaHaaMsl U1 XpoMa BO BpeMS 3aTBEpPAEBaHMSA NpUOAeT 3TMM CTansM CBEPXTBEPAOCTh
Takve crtanu npuMeHsOT Ana obpaboTkn pes3kn pasHbix MaTepuanos CocTas
XapakTepHOM BbICTPOPEXYLLEA CTanu NpMBeAeH B Hmxecneaywuwen Tabnuue.

C Si Mn P S Co
1.12 | 0.154 | 0.265 | 0.023 | 0.012 | 4.97
% % % % % %
Cr Mo \ W Ni Al
4.02 | 3.85 1.82 6.85 | 0.143 | 0.006
% % % % % %

MapraHuosucTtele Ctanu

MapraHuoBucTble cTanu NogobHbl YrnepoancTbiM, HO codepkaT BonbLIoe KONMYeCcTBO
mapradua (ot 10 5o 20% mapraruam ot 0.3 go 1.3% yrnepoaa). MapraHuoBucTblecTanu
HeMarHuUTHbIE NMPU YCNOBUN YTO MaTepuan uMeeT CTaburbHy0 ayCTEHUTHYIO CTPYKTYpPY
(okorno 18 % mapraHua). JlerupoBaHue XpoMoOM, Hukenem, mMonmbaeHoMm M a3oToMm B
Pas3fiMyHbIX KOMOMHaUMSIX ONTUMU3MPYET CTPOro onpeferieHHble CBOWCTBAa CrilaBoOB.
MapraHuoBucTble ctanuM  MUCNOMb3YyT AN WU3roTOBMIEHUS Lenen, 3BeHbeB LENen,
NPecCcoB NN CTPYKTYPHbIX KOMMOHEHTOB B KOpabriecTpoeHny MalnHoCTpoeHumu 1.4. B
HwxecnegyLwen Tabnvue npueeeH TUMNYHBLIA XMMUYECKUI COCTaB MapraHuoBUCTOMN
cTanw.

C Si Mn P S Cr Mo
0.355 | 0.224 | 18.25 Makc Makc. 1.37 0.522
% % % 0.043% 0.012% % %
Ni V Nb Al N Cu Sn
0.065 | 0.016 | 0.052 | 0.052 0.095 0.135 | 0.007
% % % % % % %

HecmoTpsi Ha TO, 4YTO BbICOKONErMPOBAHHbLIE CTanNM WUCMOMb3YT 3a UX u3ndeckue
CBOWCTBa, HeOoOXoOMMO OLEeHMBaTb MX XuUMUYeckui coctaB. [loaTomy Hapsagy ¢
MEXAHUYECKNMUN UCTIbITAHUAMM OMpeAeneHne XMMMUYECKOro COCTaBa 4acTo sBRsieTcs
BaXHbIM (PaKTOPOM MNpPU OnNpegenieHMn MNpUrogHoCcTM MaTepuana Ansd  KOHKPETHOro
npumeHeHnst VckpoBasi SMMCCUOHHAs CNEKTPOMETpUA — Hamboree MNonynsipHbIA MeToq
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onpeaeneHns XMMMYecKoro coctaBa meTtannoB. [aHHbin MeToa obecnedvBaeT OYeHb
ObICTPLIV N HAAEXHbIN aHANK3.

AnnapaTtypa

AHanmzatop ™metannoe PDA-7000 — BbICOKOI(hEKTUBHBIN  ONTUKO-OMUCCUOHHbIN
cnektpomeTp. O4HMM U3 OCHOBHbIX MPENMYLLECTB ABNAETCH OAHOBPEMEHHOe onpeaeneHne
6onbLoro konnyectea anemeHToB. CnektpomeTp PDA-7000 co BCTPOEHHbBIM MpoAyBaeMbIM
aproHoOM WCKPOBbIM LUTATUBOM W BbICOKONPOU3BOAUTENBHBIM MCKPOBBIM UCTOYHUKOM
npMMeHseTCca ANs TOYHOrOo KOMMYECTBEHHOrO aHanmM3a HU3KO- M BbICOKONErMpoBaHHbIX
cranen. OOHOBPEMEHHBIM aHanNu3 oo 64 3NeMeHTOB, BKIOYAas MUKPOMPUMMECK U rasbl
BbinonHsieTcs 3a 11 cekyHg. OBopynoBaHHbLIM CMEKTPOMETPOM C DOKYCHbBIM PacCTOSHUEM
600 mm PDA-7000 nmeet oo 64 kananoe. AHanu3 pacnpegerneHus umnynbcoe (PDA) n
CMEeKTpOoCKONUA ¢ BpeMeHHbIM pacnpegeneHnem (TRS) o6begnHeHbl B LMKNE N3MeEpPEHUS.
CoyeTaHue faHHbIX ABYX METOAOB yny4dllaeT aHanuTUYeCcKyo TOYHOCTb NpK onpeaeneHum
MUWKpPOCNEeOoB 3N1EMEHTOB, CNOCOOHbLIX 06pa3oBbIBaTh 0OCaakM B ctansx (Hanpumep, Al, S,
Pb, B, Ca). YnyyweHue TOYHOCTW, npeaenoB oO6HapyXeHus, BOCMPOM3BOANMOCTY
BO3MOXHOCTbBBOAa 60nbLUnX 06pasLioB BbipaxxaeTcs B 60nbLUe NpOAyKTUBHOCTUMETOAA.

O6pa3ubl n npobonogroToBKa

O6pasubl MOryT oTbupaTbCsa OT pacnsiaBoB, JIMCTOB, NOMYNPOAYKTOR KOHEYHbIX NPOOYKTOB.
MonyyeHne obpasuoB Ana aHanmsa nnasku TpebyeT Toro, 4TOObI Manoe KOnM4YecTBO
pacnnasa 6b110 B3ATO U3 BaHHbI C pacnsiaBlieHHbIMMETan1IoM ¢ UCMoSIb30BaHMEMTECTOBOM
NOXKN W BbINUTO B MEeAHYK W3NoXHWUUY. MegHas w3noxHuua rapaHTupyeT BbICOKYHO
CKOPOCTb OXMaxaeHus Ans NOofyvYeHUs roMoreHHbIX obpasuos. [oMoreHHble obpasupbl —
OCHOBHOe TpeboBaHue ansa msbexaHns owmbok BO BpemMs aHanm3a C NMOMOLLbIO OMTUKO-
3MMCCUOHHOIO obopyadoBaHus  bbicTpoe oxnaxgeHne B crneuuanbHoOW  dopme
npegynpexgaet obpasoBaHMe ocagka W pasgeneHne ¢as. O6pasey ¢ 6Genon
KpUCTannMYeckon MUKPOCTPYKTYPOM M XOPOLLUEA TFOMOIeHHOCTbIO (MENKO3epHuUcTast u
rOMOreHHas Kpuctannmyeckas CTpykTypa) obecnedmBaeT XOpoLLY BOCMPOU3BOAMMOCTb U
TOYHOCTb aHanusa. [1ns npoBedeHus aHanu3a MCKPOBOW 3MUCCUMOHHOW CMEKTPOMETPUEN
NMOBEPXHOCTb FOTOBAT COOTBETCTBYKOLWMM obpa3om. JlvwHue yvactm otnutoro obpasua
OTpe3aloT C MOMOLLbIO pe3aka.

AproH

AproH gormkeH umetb ynctoTty 99.999 % c cogepxaHnem kucnopoga MmeHee 2 ppm, BOAbl
MeHee 3 ppm (Toudka pockl < -70°C) 1 azota meHee 10 ppm. B cnyyae onpeneneHns a3oTa,
€ro cogepxaHue B aproHe OOIMKHO ObiTb Hxe 3 ppm. Shimadzu moxeT nocTtaBuTb
O4YUCTUTENM aproHa Ans yny4eHus CTeNeHN YNCTOThI.

AHanutnyeckuegaHHble/ ToYHOCTb

[aHHble No aHanu3y BbICOKONErMpoBaHHbIXcTanem npusegeHsl Hyxe. [JaHHble N0 TOYHOCTU
OLEHEeHbl C MOMOLLbD COOTBETCTBYIOLIMX CTaHAapTHbIX ob6pasuoB. OTn  ob6pasubl
NepeKpLIBaOT MO COAEPXKAHUI0 SNTIEMEHTOB BCE BUAbI BbICOKONErNMpOBaHHLIXCTaNen.
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Sne- Mpepen [wanasoH koHueHTpauun | CogepxaHue To4HoCTb
MeHT | OOHapyxeHusi| 3apopckux KannGpoBoOK
ppm 3 sigma % % 1% 1 sigma
Al 2 0.001 --0.1 0.005 0.00012
0.01 0.00017
0.1 0.0011
As 4.5 0.0015 -- 0.1 0.01 0.00023
0.05 0.00055
B 0.3 0.0002 - 0.015 0.001 0.00002
0.01 0.0001
C 2.4 0.003--2.0 0.01 0.00016
0.05 0.0005
0.5 0.0032
1.0 0.006
2.0 0.012
Ca 0.3 0.0005 -- 0.01 0.001 0.00006
0.01 0.00046
Co 2.4 0.0015--10.0 0.01 0.00014
0.05 0.00038
0.5 0.003
1.0 0.006
5.0 0.03
10.0 0.06
Cr 4.5 0.003 --28.0 0.01 0.0002
0.05 0.0004
0.5 0.0023
1.0 0.003
5.0 0.009
10.0 0.017
20.0 0.032
30.0 0.047
Cu 0.9 0.0006 -- 3.5 0.01 0.00009
0.05 0.00033
0.5 0.0027
1.0 0.0052
3.0 0.015
Mn 1.5 0.003 --22.0 0.01 0.00009
0.05 0.00025
0.5 0.002
1.0 0.004
5.0 0.0016
10.0 0.03
20.0 0.06
Mo 3 0.003--10.0 0.01 0.00017
0.05 0.00045
0.5 0.0025
1.0 0.0045
5.0 0.02
10.0 0.04
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One- Mpenensbl [nanasoH KoHUEHTpauun CopepxaHue ToyHOCTb
MEHT obHapyxeHus 3aBOACKNX KannbpoBOK
ppm 3 sigma % % +% 1 sigma
N 3 0.005--0.2 0.005 0.00023
Nb 2 0.003--2.0 0.01 0.00022
0.05 0.00082
0.1 0.0016
0.5 0.0076
1.0 0.015
2.0 0.03
Ni 4.5 0.003 --40.0 0.01 0.0002
0.05 0.00038
0.5 0.0024
1.0 0.004
5.0 0.016
10.0 0.03
20.0 0.06
30.0 0.09
P 0.9 0.0015--01 0.005 0.00008
0.01 0.00012
Pb 2 0.002 -- 0.05 0.01 0.00042
0.05 0.0018
S 0.6 0.0006 -- 0.06 0.005 0.00014
0.01 0.00026
0.05 0.0012
Si 4 0.003--1.5 0.01 0.00018
0.05 0.00036
0.5 0.0024
1.0 0.0046
Sn 2 0.0015--0.1 0.01 0.00014
0.05 0.00042
0.1 0.00077
Ti 0.9 0.0005 -- 2.0 0.01 0.0003
0.1 0.002
0.5 0.006
\% 1.8 0.001--4.5 0.01 0.00012
0.05 0.00036
0.5 0.003
1.0 0.006
5.0 0.03
W 9 0.005--22.0 0.05 0.0006
0.1 0.0009
0.5 0.0033
1.0 0.0063
5.0 0.03
10.0 0.06
20.0 0.12
Zr 3 0.003 -- 0.1 0.01 0.0003
0.05 0.001
0.1 0.002
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MNMpepenbl o6HapyxeHUA

Mpenen obHapyXeHUst onpeaerneH Kak yTPOEHHOe 3HavyeHne CTaHOapTHOro OTKIMOHeHUs (o),
paccyntTaHHoe 13 oHa, BbIpaXXEHHOE B YaCTSAX HA MUMNIMUOH (ppm). 3Ha4YeHUs cnpaBeanvebl
ANs BbICOKONErMpoBaHHbIX CTaneu.

TouHOCTb

ToyHOCTb onpefeneHa Kak cTaHgapTHOe OTKMNOHeHue no pesdynbtataMm 10 napannenbHbiX
n3MepeHu. TOYHOCTb UMEET OTHOLLEHME K pacnpeaerneHunto anemMeHToB B obpasuax.

KannbpoBka

MoryT ObiTb npoBedeHbl 3aBoAckMe KanumbpoBkum  cnektpomeTpa Shimadzu Ha
BbICOKONErmMpoBaHHble ctanu. 3aBoackne kannbpoBKku NPOBOAATCS Ha CepTUDULMPOBAHHBIX
obpasuax cpaBHeHuss (ISO 9000) m obecneunBaloT BbICOKYHO TOYHOCTb. 3aBoackasi
KannbpoBka obecneunBaeT Gonee ObLICTpoe BpeMs MHCTannAuMM npubopa, B pesynbraTte
4yero CMEeKTPOMETP roTOB ANs KOHTPOSMsS MpoAyKuMu cpasy e nocrne uHcTannsauuu. Ons
bonee petanbHOW WHOpPMaumn npocbba KoHTakTMpoBaTb C odmcom Shimadzu unu
ONNepoMm.
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