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NCITIOJIb3OBAHUE BAKYYMHOI'O ATOMHO-ODMUNCCHUOHHOTI'O
CIIEKTPOMETPA «I'PAHA-DKCIIEPT»
JIJI1 ONIPEJIEJIEHUSA COCTABA CTAJIEN

© WM. H. Kyponsaruuk'

Cmamos nocmynuna 26 cenmsops 2014 2.

N3ydena cTaOMIIBHOCTD TPAJYyMPOBOYHBIX XapAKTEPUCTHK BAKYyMHOTO aTOMHO-3MHCCHOHHOTO CIICK-
TpomeTpa «I paHa-DKcrepT», C TOMOIIBIO KOTOPBIX ONPEAEISIIOT OCHOBHBIE HJIEMEHTHI, BXOJISIIE B CO-
craB cranu: Al, C, Co, Cr, Cu, Mn, Mo, Nb, Ni, P, S, Si, Ti, V, W. YcTaHOBICHO, YTO I TAKUX 3JICMEH-
TOB, KaK MeJIb U MapraHel], CliefyeT AeaTh NeperpaayrupoBKy ¢ MepUoANIHOCTHIO okoso 30 quelt. B o
JKe BpeMsi JUTsl yIvieposa, KPEMHHsI, BaHAAUsI HEOOXOAUMOCTD B TIEPErPaTyupOBKE B TEUEHUE BPEMEHH
HaOJIIO/IEHUS! HE BBISIBIICHA.

Ki1roueBble ci10Ba: aTOMHO-OMUCCHOHHBIIN CIIEKTPANBHBIN aHAIN3; CTallb; MHOTOKaHABHBIN aHaIN3a-
TOP 3MUCCHOHHBIX criekTpoB; MADC.

TouHoe 3HaHWE XMMHUYECKOTO COCTaBa METAJUIOB U CIljla- YCTPOﬁCTB, HCO6XOZ[I/IMO IJIA IPaABUJIBHOTO BEACHUSA TCX-
BOB, M3 KOTOPBIX H3TOTABJIMBAIOT JICTAJIN PA3ITIAYHBIX HOJIOTUYECKHUX ITPOUECCOB C LEJIBI0 JOCTHIKECHUA BBICOKO-

! KOHCTPYKTOPCKO-TEXHONOTHUECKHH MHCTHTYT HAy4HOTO MpHOO-
poctpoeruss CO PAH, . HoBocubupck, Poccns;

e-mail: ikuropyatnik@mail.ru

ro KadecTBa NMPOU3BOAUMON MPOAYKIMH. ATOMHO-3MHC-
CHOHHYIO CIEKTPOMETPHIO IMIMPOKO IPUMEHSIOT AJIs aHa-
JIM3a METAJUUIOB U CIUIABOB B CUJIY BBICOKON 4yBCTBUTEIb-
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HOCTU WU DKCIIPECCHOCTH MeToja. BaxkyyMmHbI arom-
HO-?MMCCUOHHBIN criekTpoMeTp «I'pang-Oxcnepr» [1] Ha
OCHOBE MHOI'OKAHAJbHOI'O aHAJIM3aTopa SMHUCCHOHHBIX
criekTpoB MADC [2] mo3BOISIET ONEPATUBHO U C BHICOKOM
TOYHOCTBIO OIIPEIEIIATh B CTASX TaKUE IEMEHTBI, KaK
YIIEPOd U KPEMHHH, NCTIONB3YS JINHAN B YABTpadHOIeTO-
BOI1 oOnactu criektpa [3, 4].

Pe3ynbraroM KOJIMUECTBEHHOI'O aHajIM3a B KOHEYHOM
UTOTI'€ SIBJIIETCS 3HAUE€HUE KOHIIEHTPAaLUU OIPEAEICHHOIO
XIMHYECKOTO JIEMEHTA B H3y4aeMOM 00pasIie u MOorper-
HOCTb WJIM pacllUpeHHas HEONPEAeIeHHOCTb, C KOTOPOH
OHO I0JIy4yeHO. B aTOMHO-3MUCCHOHHOM METOZIE oIpelie-
JICHHE 3JIEMEHTa OCHOBAaHO Ha I'PaJyUpPOBOYHBIX 3aBHUCH-
MOCTSIX, TIOJIy4€HHBIX C UCIIOJIb30BAaHUEM aTTeCTOBAaHHBIX
crannaptHeix 00pasnoB (CO). IIpu 3ToM CTaOWIBHOCTH
rPagyupOBKU SIBJIAETCS BaKHBIM MOMEHTOM, ONpEAeIsio-
[IMM NEPUOJUYHOCTD €€ IIOBTOPHOTO MIPOBEICHUSI.

B nanHnoii paboTe npoBeneHO U3y4YeHHE CTAOUIIBLHO-
CTH T'PaJyHPOBOYHBIX XapaKTEPUCTHK BaKyyMHOI'O aTOM-
HO-3MHUCCHUOHHOrO crnekrpomerpa «[pana-Okcnepr», ¢
MOMOIIBIO KOTOPBIX ONPEJEISAIOT Pa3IUdHbIEe JIEMEHTHI B
CTaJAX.

B aToMHO-3MHCCHOHHOM aHaJIN3€ U3MEPSIeMOH BeIH-
YHHOM SBIIETCS MHTEHCUBHOCTb W3JIyYEHHS, UCITyCKae-
MOTO UCKPOBBIM Pa3psIoM, Ha OIPEIeIeHHO JUINHE BOJI-
HBI, XapaKTEepHU3yIOUIeH TaHHBI XUMHUYECKUH 3JICMEHT.
I'pagynpoBovHas 3aBUCUMOCTb UMEET BHJ

lg@=a+blgC, 1)
I,

rie / (A) — MHTEHCHUBHOCTh aHAJTMTUYECKOH JIMHUU C JJTH-
HOH BOJHBI A; I, — WHTEHCHBHOCTb JIMHUH CPABHEHMS,
KaK TPaBWJIO, JIMHUM OCHOBHOTO 3JIEMEHTa CIuiaBa (It
CTaJI — JIMHUY jKene3a). JIMHuS cpaBHEHUS BEIOUpaeTCs
TakK, YTOOBI ee JJIMHA BOIHBI ObITa MAKCUMAJIBHO OJIH3Ka K
JUTMHE BOJIHBI aHAIUTHYECKOH JMuHUHU. KospduunenTsr a
U b HaxomAT TMpH MPOBEICHUHU TpaaynpoBku. Ha pmc. 1
IpUBECeHA TPayHPOBOYHAS 3aBICUMOCTh JUIS OTIpeerie-
HIUSI yIJIEpO/ia B CTaIIH.

[Ipu ompeneneHUN MPUMECHBIX JIEMEHTOB B H3ydae-
MoM o0pasme criekTpoMeTp «I'paHa-OKCrepT» MO3BOISET
MPOBOIUTH IIPOU3BOIHHOE KOIMIECTBO TAPAUICIBHBIX M3~
mepenuil. Ilpu stom cormmacno I'OCT P 54153 [5] mna
CTaJiell JOJKHBI OBITh BBHITOJHEHBI JOIOIHUTEIBHBIE YC-
J0BUs. AHAJOTUYHBIE TPEOOBAHUS UMEIOTCS U IS APY-
rux MeTasioB U ciiaBoB. Conmacuo I'OCT P 54153, ecin
a0COJIIOTHOE PACXOKACHUE MEXKITY Pe3yJIbTaTaMH JBYyX U3-
MEpPEHUH He MPEBbIIIAET MpeJiena 7, T.¢.

ICi -Gyl < @)

TO JaHHBIE NPU3HAIOT MPUEMJIEMBIMM U B KauecTBE pe-
3yJbTaTa IPUHUMAIOT CpeAHee apu(pMeTHIecKoe IByX U3-
MepeHull. B ciaydae Tpex u3MepeHuil UCIOIIb3YyIOT MIpeell
CR 95. 3HAYEHHS TIPENENOB, @ TAKXKE MOTPENIHOCTH, TIPHU-
MMChIBa€Mble HAWJEHHOW KOHIICHTpAUWH, i cTajeil
npusenensl B [OCT P 54153.
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Puc. 1. I'panynpoBodHas 3aBUCUMOCTb ONpeeNeHUs yIepoa 1o
nunun 193,026 HM

C Lesbio KOHTPOJIS CTaOUIBHOCTH IPalyHpPOBOYHBIX
XapakTepUCTHK 11715 BeIOpaHHOro CO mpoBOAAT ABa U3Me-
PEHHS B YCJIOBUAX MOBTOPAEMOCTH, BBIYUCISIOT CpelHee
apumerndeckoe KoHUeHTpauu C U MPOBEPSIIOT BBIIION-
HEHHE yCIIOBUS

AC=1Cy—C[ <8y, 3

rne C, — 3HAa4CHHWE KOHLIEHTPAlUM JAHHOTO 3JIEMEHTa
B CO, nonydeHHOE IpHU MOCTPOEHUU TIPasyHpPOBOUHOH
XapaKTePUCTHKH; O, — JOMyCTHMOE 3HaueHHUe, KOTO-
poe mis craneit npuBeaeHo B 'OCT P 54153. Ecnu 310
YCIIOBHE TP HEOJAHOKPATHOM MPOBEACHUU HW3MEPEHUI
HE BBITIOIHAETCS, TO HEOOXOAUMO MPOU3BECTH MTOBTOPHOE
MOCTPOCHUE TPAJTYHUPOBOYHON XapaKTCPUCTHKH JIJIS JIaH-
HOTO 3JIEMEHTA.

Jns mpoBepkH CTaOMIBHOCTH TPalyHpOBOYHBIX Xa-
pakTepUCTUK crekrpoMerpa «l'paHa-OKciepT» HUCIOJb-
30BaJiM CTaHJApTHBIE 00pasipl Mapok PI-25a m YI'6wm.
M3mepeHus npoBOAMIN B CIENYIOIIEM PEXKUME: IPOAYBKa
apronoM — 5 ¢, obxur — 25 ¢, skcnozunus — 10 ¢;
napameTpsl reseparopa «lllaposas MonHuA»: yacToTa —
150 T'u, murensHOCTh MMIynbca — 100 Mk, Tokm 1 u
2— 100 A.

[Tomyunnu BpeMeHHbIE 3aBUCMMOCTH KOHLIEHTpaLUil
OCHOBHBIX 3JIEMEHTOB, BXOAAIIMX B coctas crann: Al, C,
Co, Cr, Cu, Mn, Mo, Nb, Ni, P, S, Si, Ti, V, W. Kaxnas
IKCIIEPUMEHTANIbHAs TOYKa MPENCTaBIsIeT coOol 3Haue-
HUE, YCPEOHEHHOE IO IBYM IapauleIbHBIM U3MEPEHUSM,
IIPOBE/IEHHBIM B yCIIOBUAX MOBTOpsieMocTH. Ha puc. 2 — 6
IIPUBEJCHBl 3aBHCHMOCTH KOHLEHTpAalMd OT BpPEMEHH
JUIS. HEKOTOPBIX 3JeMEHTOB 00pasiioB YI[6u u PI'-25a.
CIJIOWIHBIME  JIMHUSIMM  [IOKa3aHO 3HAu€HHE KOHILICH-
tpauuu C,, TOJNyYEeHHOE @PU TpagyupoBKe/meperpa-
JyUPOBKE, MyHKTUPHBIMU JTUHUAMHU O00O03HAUEH JUara3oH
JOMYCTUMBIX 3Ha4eHUH +J., 11 JaHHoro 3HadeHus C
[5]. Cxauxoobpasznoe nosenenue C, mpu 860 4 (mpudnu-
3UTEJIBHO 36 JHEW) — pe3ylbTaT MPOBEACHHON neperpa-
JYUPOBKH, TIOCTIE Yero N3MEHHUIIOCh 3HaUeHNE KOHIICHTpa-
uuu C,,.
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ITonydyennsle 3HA4YeHMs] KOHUEHTpALMM YIVIepoja
(cM. puc. 2) XapaKTepHu3yIOTCs HOBBIIICHHBIM Pa30pOCoM.
B oTnenbHbIC JHH W3MEPEHUH HAOIONAJICS aHOMAJIbHBIN

pazbpoc (~68 4, cM. puc. 2, a), IPHIUHA KOTOPOTO HEsIC-
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Puc. 2. 3aBUCHMOCTH KOHIIEHTPALMK YIJepoda OT BPEMEHH JUIst
obpasuoB YI'6u (a) u PI'-25a (6) (amamurmueckass nunus C
193,03 umM, nmunus cpaBHenus Fe 203,94 um)

Konuenrpanus Cr, % macc.
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Puc. 3. 3aBHCHMOCTDh KOHIIEHTpPAIMHA XpOMa OT BPEMEHHU Ui 00-

pasua YI'6u

Ha. B To e BpeMst B CpeJHEM CUCTEMaTHYeCKOTO U3MEeHe-
HUS MTOJTyYE€HHOTO 3Ha4€HUS! KOHIIEHTPallMu He HaOmona-
ercs. BuaHo, 9TO HEOOXOAMMOCTH B IPOBEACHHOMN
neperpagyupoBke He Obuto. [yis BaHaaus (M. puc. 5) u
KpeMHHA (cM. puc. 6) cutyauus: aHajgoruysa. [Ipu stom
JUTSL 3THX DIIEMEHTOB BhINONHsOTCA TpeboBanus [OCT P
54153 B 4acTH KOHTPOJIS CTAOMIBHOCTH IPaTyHPOBOYHBIX
XapakTepucTuk. B ciydae menu (cM. puc. 4) uaMeHeHue
MOJTYYCHHOH KOHIICHTPALUK BO BPEMEHH Hanbolee BhIpa-
’keHo. VI3 MOoTy4YeHHBIX NaHHBIX CIEAYET, 4TO IJIi MEIU
HEOOXOAMMO TIPOBOIUTEH IIEPETPATYHPOBKY C IEPUOIHY-
HOCTBIO OKOJIOo 30 nHE#. AHAJOTWYHBIM O0pa3oM BeJeT
ceOs1 KOHIIEHTpAIMsI Maprafia (JaHHBIC HE IIPUBEICHHI).
KoHnnienTpamnus xpoma (cM. puc. 3) TakKe MEHSETCS BO
BPEMEHH, HO, MO-BHIUMOMY, XapaKTepHOE BpPEMS 3TOTO
nporecca 0oJbIle, YeM IS MEJIH.

IIpoBeneHHbIEe UCCIEN0BaHMS [10Ka3aIl, YTO PE3YIlb-
TaTbl OIPENENICHUs] KOHLIEHTPaLUi BCEX DJJIEMEHTOB, 3a

T T T T T T T

028F  TTTTTmmTTTTmommommmmmeeees .
5 [ ——————————
g
© 0,26 &
=)
U -
=
=
5 0241 .
o
=]
o]
Q L
=
3
= 0,221 e

1 n 1 " 1 " 1 I 1 n 1
0,20 0 400 800 1200 1600 2000
Bpewms, u

Puc. 4. 3aBHCUMOCTb KOHIICHTPALIUKM MEIU OT BPEMEHH JUTs 00pa3-
ma YI'6u
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Puc. 5. 3aBUCHMOCTD KOHIIEHTPALUK BaHA/MS OT BPEMEHH JUIs 00-
pasua YI'6u (anamutudeckas muHus V 292,46 HM, JIUHUA CpaBHE-
nus Fe 302,56 um)
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Pacuernble u npusenennsie B [OCT P 54153 3Hauenus morpemi-
Hoctu A(C) mutst obpasnos PI'-25a u YI'6u

PI'-25a VTI'6u
Bpewms, A(C) A(C)
k. Cav soner  TOCTP Cav soner  TOCTP
pacuer 54153 Pacuer 54153

68 0,178 0,010 0016 0252 0025 0,024
165 0,174 0,012 0016 0266 0014 0,024

HCKITIOUCHHUEM YITIEpOa, YAOBICTBOPSIOT TPeOOBAaHUSIM
I'OCT P 54153, nmosToMy mpu orpeneseHIH STUX IIEMEH-
TOB B CTaJSIX MOXKHO HCIIOJIb30BaTh IPUBEACHHBIE B HEM
3HaueHMs TOTpenrHocTd. B cimyyae yrmepona menecoo0-
Pa3HO HMCHOJB30BaTh CTAHAAPTHBIA CTATUCTUYECKUN Me-
TOJ Kak OoJiee ajiekBaTHBIN [6]. B pamkax sToro merona
BBIYHCIISIFOT CTAHAAPTHOE OTKIIOHEHUE CPEIHEro apupme-
TUYECKOTO

- 1 o 2
Sn(C)—\/n(n_l)Z(C, Ca ) “)

a 3aTeM — CIIy4aiHyl0 COCTaBIISIIOILYIO TOTPEILIHOCTH

A(C) ==, (v)S, (C), (6))
e Ci — 3HAQYCHUEC KOHLCHTpAUWUHN 1A i-rO napaieiib-
HOTO HU3MEPEHUs; n — 06H1ee KOJIMYCCTBO I/ISMCpeHI/Iﬁ;

C,, — cpennee 3Hayenue; f, — Kodpduunent CroioneH-
Ta; v=n— | — KOJNYECTBO CTENEHEH CBOOOIBI.

B xonme uccnenoBanuii B OTAEIBHBIE THU HU3MEPEHUS
MIPOBOIMIIN C TIEPUOANYHOCTHIO OKoJio | 4. JlaHHBIC myIst
BpeMeHHU okoJio 68 1 165 u (cM. puc. 2) ObUTH HCIIONB30-
BaHBI JUJISl pacyeTa MOTPEIIHOCTH OIpeAeNIeHUs] KOHIICH-
TpaIuu yIieposia COMIACHO BBINICONMCAHHON METONIUKE.
Pesynbrarel pacuera MOTPENIHOCTH ISl JOBEPUTEIBHON
BepositHocTd 0,95 mpuBereHbl B Tabiuie. BumHo, yTo
pacyeTHble 3HaYeHUs OO0 MEHbIle, 00 CPaBHUMBI C
npuBogumMbiMu B [OCT P 54153.

Taknum 06pa3om, ITpoBeIcHa IPOBEPKA CTAOMIBHOCTH
FpallyPIpOBO‘{HLIX XapaKTepI/ICTI/IK BaKyyMHOFO CIICK-
TpomeTpa «I parn-OkcnepT» B TeueHue okoso 2200 g (92
JUHS) JUISL OTIPEJICNICHUS DJIEMEHTOB, BXOISIIMX B COCTaB
crajiel. YCTaHOBJIEHO, YTO JJIS TaKUX 3JIEMEHTOB, Kak
MeZb U MapraHel], CJeIyeT MPOBOUTH MEPErpayHpOBKY
¢ meproAnYHOCThI0 okoJio 30 muel. B To ke Bpemst mist
yIIepona, KpeMHUsI, BAaHAIUsI HEOOXOIUMOCTh B Tieperpa-
JIyHPOBKE B TEUCHUE BPEMEHH HAOIIOICHUS HE BBISBIICHA.
ITokazano, uTo pe3ynbTaThl OMpEACIICHUsS YTIIEepoaa Xa-
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Puc. 6. 3aBHCHMOCTD KOHLICHTPALIUY KPEMHUS OT BPEMEHH ISl 00-
pasua PI'-25a (ananutryeckas suaust Si 185,00 HM, JTMHMS CpaBHE-
Hus Fe 187,26 um)

PaKTEepU3yIOTCSl TOBBIICHHBIM pPa30pocoM, HO 3TO HE
HIPUBOAUT K 3HAUUMOMY YBEIHUEHHIO OTPEITHOCTH.

Paboma evinonnena na eaxyymuom cnexkmpomempe
«I pano-Oxcnepmy L{enmpa KoLIeKMUBHO20 NOIb30BAHUS
no cmanoapmuzayuu Ha 6aze KTH HIT CO PAH.
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