Application Note

AHanu3 4YyryHoB ¢ UCNONb30BaHNEM
ONTUYECKOro 3IMUCCMOHHOIO CNEKTPOMETpa
Shimadzu mogenu PDA-7000

MpeactaBneH aHanmM3 HU3KO- W BbICOKOSIErMPOBAHHbBIX YYryHOB METOAOM  ONTUYECKOM
9MUCCUOHHOW CNEKTpPOMETpUN. UYyryHbl KnaccuuULMPYOTCA COMMacHO WX  MeXaHW4eCKUM
cBoMcTBaM. Takne CBOMCTBA YYryHOB, Kak XopoLlas KOBKOCTb, TBEPAOCTb, MBHOCOCTONKOCTb U T.4.,
OODBACHSAIT WX LWMPOKOE npuMeHeHne. Bo MHOrMx cnyydasx cneuuanbHble MeXaHW4yeckue
CBOWNCTBA HE MOryT OblTb JOCTUTHYTHI 6€3 TWwaTeNbHOro KOHTPOMNSA XMMUYECKOro cCocTaBa YyryHa.
Hob6aBneHne ogHoro unu Gomnee nernpyroWmMx dNeMeHToB mMoaudumumpyetr u onTuMmnsmpyet
CBOWNCTBA YyryHa Ansi KOHKPETHOro NpUMEHEHMS.
YyryHbl copepxat 6onee 2% yrnepoga M Ha3blBalOTCA B COOTBETCTBUM C WX CTPYKTYpoOW
cnegyowmm obpasom:

- Benble YyryHbl — YyryHbl C LIEMEHTUTHOW CTPYKTYPOMN.

- Cepble YyryHbl — YyryHbl CO ClIOUCTON CTPYKTYPOW.

- llapoBuAaHble YyryHbl — YyryHbl C LLAPOBUOHON CTPYKTYPON.

- BbicokonermpoBaHHbI€ YYTryHbl — YyryHbl C aYCTEHUTHOW CTPYKTYPOMN.

[1Ba OCHOBHbIX hakTOpa OKa3bIBalOT NPSIMOE BANAHUE Ha CTPYKTYPY:
1. CKOpOCTb oxnaxdeHunsa pacninaBa MeTanna bbicTpaa ckopocTb cnocobcTByeT 0bpasoBaHUI0
©enown CTPYKTYpbl, MeasIeHHas CKOPOCTb - OCaXaeHuto rpadumTa.
2. XuMundeckumi coctaB Yrnepoa, KpeMHuin, mapraHew, docdop n cepa — Hambornee BaxHble B
3TOM CMbICIe NernpyroLmne anemMeHThbI.
¢ KpeMHui cnocobceTByeT ocaxaeHuto rpacuta
e MapraHey, npensaTCcTByeT ocaxaeHuto rpaduTa
e Cepa yxyowaeTt mexaHn4eckue CBOMCTBA U CNOCOBCTBYET TPELLMHOOOPa30BaHUIO
o docdop yBennumBaeT Teky4yecTb pacnnaBa. Pochop — HexenaTenbHblA 3NEMEHT Mpu
NPOn3BOACTBE YyryHa c LapoBugHbIM rpacutom. CopepxaHune docgopa Bbiwe 0.15%
yxXyAwaeT MNpPOYHOCTb Ha paspblB M HEKOTOpble Apyrne XapakTepucTUKW, NOITOMY
KoHUeHTpaums occopa yaepxmsaeTcsa Ha ypoBHe Huxke 0.08 %, a B cnyyae matepuana
C NOBbILUEHHON YAapHOWN BA3KOCTbIO — Hke 0.05%.

YyryHbl KnaccuuuMpyoT Kak HenerMpoBaHHble, Korga cofepXXaHue Takmx anemeHToB, Kak Ni,
Mo, Si, Cr, Mn n V Hmxe KOHUEHTpauun, NpuBeaeHHbIX B Tabnumue:

Hukenb 0.80 % MonubaeH 0.12 % Kpemuuin 2.0 %
Xpom 0.60 % MapraHey, 1.50 % Banagun 0.2 %

,D,pyrme nermpywuwime 3rnemMeHTbl, Kak MarHuin, meab, TUTaH, antoOMWUHWIA, OFl0BO, HMOOWIA, 6op,
BMecTe C conytctByownmMmn 3snemMeHtamm ycunmBaroT KOPPO3NOHHYH yCTOIZLIVIBOCTb nnn
ynyyqwaroT MexXxaHn4eckne CBOWNCTBA.

LapoBuAaHbIN YyryH
Ho6aeneHne marHms ot 0.1 % go 0.15 % cnocobeTByeT ob6pas3oBaHuMio YyryHa C LIapoBUAHOM
cTpyktypon. Okono 50% 3Toro konuyecTsa BbIropaeT BO BpeMs npouecca MoanuumpoBaHus.
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Takum ob6pasom, BO BpeEMS MIaBKM KOHLEHTpaUMsa MarHus B pacrnnaBe NpoaoikaeT CHMXKaTbCS.
HacTtoatenbHo pekomeHgyeTcs m3beratb BO BpeMsi 9TOr0 MpOLLEeCCa CHUXKEHUS KOHLEHTpauum
mMarHua o yposHsa 0.03 %. CopepxaHue marHus B 0.03% u MeHee B Xugkom MeTanne
npenaTcTByeT o6pas3oBaHMiO rpaduTa LWapoBUOHOW CTPYKTypbl. Takmm obGpasom, Ans
NPOM3BOACTBA LLIAPOBUOHOMO YyryHa Heo6xoaum KOHTPOSb COAepXKaHUst MarHus.

BbicokonermpoBaHHbIN YyryH

Bonblune konuyecTBa xpoma Unu HUKenst obecneymBaloT CTabuUIbHYIO ayCTEHUTHYIO CTPYKTYPY.
Yrnepopn B BbICOKONENMPOBAHHOM YyryHe MOXeT MMETb B 3aBUCMMOCTM OT XMMUYECKOro CoCTaBa
CMOVCTYI0 WM LIApOBUOHYK CTPYKTYpY. XapakTepHOe NPUMEHEHWE IerMpoBaHHOIO XPOMOM
6enoro 4yyryHa — MPOW3BOACTBO LLIAPOB, MCMOMb3yeMbIX ANA M3MenbvYeHus npu obblye pya.
“Hukene-ctorkune cnnasbl” MOryT cogepxaTb A0 36% Hukensa. OTOT TUM YyryHa TemnepaTypHo- u
KOPPO3NOHHOYCTOMUMBBLIN M UCMOMb3yeTCs, HanpuMep, Kak HeMarHWTHbI MmaTepuan B
CyOO0CTPOEHUMN.

HecmoTps Ha TO, YTO YyryHbl MCMOMb3YTCA 3a UX PU3NYECKMe CBOMCTBA, HEOOBXOAMMO Takxke
OueHMBaTb WX XUMUYECKMW cocTaB. Hapsgy C pesynbTataMyv MexaHUYeCcKUX WCMbITaHWu
XUMUYECKUIN COCTaB 4acTo SBMSETCA BaXHbIM (AKTOPOM [Ans onpeaeneHns npurogHocTu
mMaTepuana Ans KOHKpeTHoM obrnactu npuMmeHeHus. ckpoBasi SMUCCUOHHAs CNeKTpoMeTpus —
Havbonee MONynspHbIA MeTod oOnpefdeneHus XMMUYECKOro CcocTaBa MeTanmnoB, MeTof,
obecneymBaroLNn Kak ObICTPbIV, TaK U HAAEXHbIA aHanms.

Annapartypa

AHanuzatop metanno PDA-7000 — BbicOk0a(hEKTUBHBIA ONTUKO-3MUCCUOHHBIA CMEKTPOMETP C
ABHbIM MPEMMYLLECTBOM OLHOBPEMEHHOIO MHOrO3MIEMEHTHOrO onpeaeneHunsd. CnekTpomeTp
PDA-7000 cO  BCTPOEHHbIM npoayBaeMblM  aproHoOMm NCKPOBbIM LWTaTMBOM n
BbICOKOMPOM3BOOMTENbHBIM ~ UCKPOBBIM ~ UCTOYHMKOM  Obin paspabotaH and  TOYHOro
KONMUYECTBEHHOrO aHanuaa HU3Ko- 1 BbICOKONEernpoBaHHbIX YyryHoB. OQHOBPEMEHHbIV aHanua ao
32 anemMeHTOB, BKIOYass MUKponpuMMecu K rasbl BbinonHsaeTcs 3a 11 cekyHa. O6opyaoBaHHbIN
CMEeKTPOMETPOM C GPOKyCHbIM paccTodaHnem 600 mm, PDA-7000 nmeet fo 64 kaHanoB. AHanus
pacnpegeneHna umnynscoB (PDA) n cnekTpockonua ¢ BpeMeHHbIM pacnpegeneHuem (TRS)
o6beanHeHbl B Lukne namepenns. CoyetaHme AaHHbIX ABYX METOAO0B Yyry4llaeT aHannTUYEeCKyo
TOYHOCTb NPWU onpeaeneHnn MUKPOCIEOOoB arieMeHToB, Takmux kak Al, S, Pb, B, Ca, cnoco6HbIx
obpasoBbiBaTb OCagkMm B MaTepuanax. YnyylweHue TOYHOCTH, npenenoB OOHapyXeHus,
BOCMNPON3BOANMOCTM, BO3MOXHOCTb BBOAA OonbliMX 0OpasuoB JOMMYHO MPUBOOMT K elle
Gonbluen NpoayKTUBHOCTU MeToaa.

O6pasubl 1 npobonoaroToBKa

Onsa ananusa nnaekn Heob6xoaumo, 4Tobbl Manoe KonNMyecTso pacnnasa 6bio B3ATO U3 BaHHbI C
pacnnaBneHHbIM MeTannoM U BbIMUTO B MEAHYK U3NoxHuUy. MeaHas usnoxHuua rapaHtupyet
BbICOKYIO CKOPOCTb OXMaxgeHusi, HeobXxoauMmyto AN MofyYeHUs TFOMOreHHbix o06pasLuoB.
"omoreHHOCTb 06pa3sLoB — OCHOBHOEe TpeboBaHme Onst n3bexaHms ownbok BO BpEMS aHanmaa ¢
MOMOLLIbIO OMNTUKO-IMUCCUOHHOIO 0bopyaoBaHus. BeicTpoe oxnaxgeHwe B cneumanbHon dopme
npensiTcTByeT ob6pa3oBaHNio 0cadkoB M pasgeneHuto das. Obpasel, ¢ 6enon KpucTananvyeckomn
MUKPOCTPYKTYPOIN M XOPOLLEN rOMOreHHOCTbIO (MENKO3epHUCTas U rOMOreHHasi Kpuctannmyeckas
CTpyKTypa) obecneynBaeT XOPOLLY BOCNPOU3BOAMMOCTb M TOYHOCTb aHanusa.
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AproH

YucToTa aproHa: 99.999 % (pekomeHayeTcs)
Kucnopoa: <2 ppm

H,O: < 3 ppm (To4ka pochbl < -70°C)
A3oT: <10 ppm

[na onpeneneHus asoTta, aproH AOSMKEH coaepxaTb MeHee 3 ppm a3oTa.
Mo »xenaHuto 3akas4ymka Shimadzu MoXxeT NOCTaBUTbL OUNCTUTENM aproHa.
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AHanntnyeckue gaHHble / ToyHOCTb
B cnegywowen tabnuue npuBegeHbl faHHble MO TOYHOCTU NPW aHanu3e 4YyryHoB. [aHHble

onpegeneHbl C MOMOLLbO COOTBETCTBYHOLIMX CTaHOAPTHbIX o6pas3uyoB. 3TM  obpasupl
nepekpbiBaloT Ananas3oHbl BCEX KOHLIEHTPALUUA NHTEPECYIOLNX SIEMEHTOB B YyryHax.
Aneme Mpenen Onana3oH CopepxaHue To4yHOCTb
HT obHapyxeHus KOHLleHTpauumn
3aBOACKUX KannbpoBOK
ppm 3 sigma % % +% 1 sigma
Al 2 0.001 --0.5 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 -- 0.1 0.001 0.00002
0.01 0.0001
C 2.4 1.7--45 2.0 0.012
3.5 0.021
4.0 0.024
Ca <1 0.0003 -- 0.01 0.001 0.00006
0.01 0.0005
Ce 4.5 0.003 -- 0.1 0.01 0.00045
0.05 0.0017
Co 2.4 0.001 --0.3 0.01 0.00014
0.05 0.00038
0.1 0.00068
Cr 4.5 0.0015 -- 36.0 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 0.0005 -- 10.0 0.01 0.00009
0.05 0.00033
0.5 0.0027
1.0 0.0052
3.0 0.015
5.0 0.025
Mg 2.4 0.001--0.3 0.005 0.00023
0.01 0.00038
0.1 0.003
Mn 1.5 0.001 --6.0 0.01 0.00009
0.05 0.00025
0.5 0.0021
1.0 0.004
2.0 0.007
5.0 0.016
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Aneme Mpepen OwvanasoH CopepxaHue To4yHOCTb
HT obHapyxeHus KOHLleHTpauumn
3aBOACKNX KannbpoBOK
ppm 3 sigma % % 1% 1 sigma
Mo 3 0.001 --5.0 0.01 0.00017
0.05 0.00045
0.5 0.0025
1.0 0.0045
3.0 0.013
N 3 0.003 -- 0.01 0.003 0.00022
0.005 0.00023
0.01 0.00025
Nb 2 0.0015--0.3 0.01 0.00022
0.05 0.00082
0.1 0.0016
Ni 4.5 0.001 --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 0.001--1.5 0.005 0.00008
0.01 0.00012
0.05 0.00048
0.1 0.00093
Pb 2 0.002 -- 0.1 0.01 0.00042
0.05 0.0018
0.1 0.0036
S 0.6 0.0006 -- 0.2 0.005 0.00014
0.01 0.00026
0.05 00012
0.1 0.024
Sb 9 0.0025 --0.2 0.01 0.0005
0.05 0.0013
0.1 0.0023
Si 4 0.1--5.0 0.01 0.00018
0.05 0.00036
0.5 0.0024
1.0 0.0046
2.0 0.009
3.0 0.014
Sn 2 0.001--0.5 0.01 0.00014
0.05 0.00042
0.1 0.00077
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Aneme Mpepen OwvanasoH CopepxaHue To4yHOCTb
HT obHapyxeHus KOHUEeHTpauumn
3aBOACKNX KannbpoBOK
ppm 3 sigma % % 1% 1 sigma
Ti 0.9 0.0002 -- 0.35 0.01 0.00033
0.05 0.0015
0.1 0.002
\Y 1.8 0.001--0.5 0.01 0.00012
0.05 0.00036
0.1 0.00066
0.5 0.003
w 9 0.003--0.2 0.01 0.00036
0.05 0.0006
0.1 0.0009
Zn 0.6 0.0015 -- 0.1 0.005 0.00007
0.01 0.00012
Zr 3 0.001 -- 0.1 0.01 0.0003
0.05 0.001
0.1 0.002
Mpeapenbl o6HapyxeHus
Mpegen oOHapyxeHus onpenenéH Kak TPexKpaTHOe CTaHgapTHoe OTKIoHeHue (o),

paccunTtaHHoe u3 ¢oHa, B eguHuuax ppm (4actelm Ha MUINuoH). [NpuBenéHHble 3Ha4YeHUus
crnpaBeanmBbl 45151 HU3KO- U BbICOKONErMpoBaHHbIX YyryHOB.

To4HOCTb
To4yHOCTb onpegenieHa Kak cTaHgapTHoe OTknoHeHue no 10 namepeHnam. TOYHOCTbL CBsi3aHa C
pacnpegeneHmemM anemMeHToB B obpasLax.

KanubposBka

MoryT ObITb NpoBeAeHbl 3aBOACKME KaNUOPOBKM Ha HU3KO- U BbICOKONErMpOBaHHbLIE YYTyHbI.
3aBoackue kannbpoBKM BbLIMOMHATCA Ha cepTUMUMPOBAHHLIX CTaHAapTHbIX obpasuax (ISO
9000), n obecneumBaloT BbLICOKYHD TOYHOCTb aHanu3a. 3apaHee YCTaHOBMEHHas 3aBoAckas
KanubpoBKka rapaHTUpyeT MOoNb30BaTENt0 HEMEANEHHbI BBOA B 3KCNiyataumto CrekTpomeTtpa
AN151 KOHTPONSA KavyecTBa NPOoAyKLUUN HEMOCPEACTBEHHO cpa3sy nocre MHcTannsaumm obopyaoBaHus.
Ona ©onee petanbHOM WHMOpMaumm obpalwiantecb, MnoXanymcra, B pernoHanbHbii oduc
Shimadzu unu k gunepy.
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