BECTH. MOCK. VH-TA. CEP. 2. XUMU. 2020. T. 61. Ne 1

27

YK 543.51; 669.1

ONPEJAEJIEHUME Si, B, Ca, Mg, Ba U Zr
B CJIOKHOJIET'TPOBAHHBIX HUKEJIEBBIX
CIVTABAX METOJIOM UCII-MC

A.B. AJIeKCCCBl*, I1.B. HKI/IMOBI/I‘II, E.B. l'[poclcypm»ma2

1 o o o
( BCB%?OCCMMCKMU Hayuﬂo-ucme()oeameﬂbCKuu uHcmumym aeuadyuoOHHblX mamepu-

anos;
*e-mail: kvark-87@mail.ru)

OBI'HY «Meouxo-eenemuueckuti yeump umenu axkademuxa H.I1. Bouxosay;

IMokazaHa BO3MOMKHOCTH UCHOJb30BAHUS PEAKIUOHHO-CTOJKHOBUTEIbHOH siYelKH U
nogo0paHbl ONTHMAJIbLHBIE MIapaMeTPhl ee HACTPOliku s onpeneienus Si, B, Ca, Mg,
Ba u Zr B cJ10:KHO0JIETHPOBAHHOM HUKeJEBOM CILIAaBE METOJ0M MACC-CIIEKTPOMETPHUH €
MHAYKTUBHO cBsi3aHHoi miasmoii (MCII-MC). IIpuBegeHa MeToAUKA PACTBOPEHUsI NPO-
ObI U MOATOTOBKM ee K aHaau3y. [IpaBuiIbHOCTH MOJy4YeHHBIX Pe3y/IbTaTOB MOATBEP KAeHA
AHAJIN30M CepTU(UIMPOBAHHOTO CTAHIAPTHOIO0 00pa3ua HUKeJIeBOro CIiaBa.

KuioueBble ¢Jji0Ba: Macc-CIIEKTPOMETPHSI ¢ MHAYKTHBHO-CBsI3aHHOM mazmoit, UCTI-MC,
HUKEJICBBIC CIUIABbI, MUKPOBOJIHOBASI ITPOOOIIOATOTOBKA.

B HacTosimiee BpeMst )KaponpovHble HUKEJIEBbIC
CIJIaBhl HAIJIM HIMPOKOE MPUMEHEHHE B MPOU3-
BOJICTBE COBPEMEHHBIX aBHALMOHHBIX U Ta30Typ-
OWMHHBIX JBUTaTeleld. MaTepuailbl Ha UX OCHOBE
UCIIONIB3YIOT MPU M3TOTOBICGHUH Y3JIOB M JAeTajieit
[1], moxBepraromuxcsi BO3JAEHCTBUIO BBICOKHX
TEMIIepaTypHBIX U MEXaHMYECKHUX Harpys3ok, Io-
3TOMY KadeCTBO 3THUX MaTEpPHUaNIOB JIOJKHO OBITH
oueHb BeIcOKUM [2]. HeoOxoaumele cBolicTBa coO-
BPEMEHHBIX HUKEJIEBBIX CIIJIABOB JJOCTUTAIOTCS ITy-
TEM BBEJICHHUS MHOXKECTBA JITHPYIOIIHUX J00aBOK
(Hf, Re, Al, Ta, Cr, Ti, W, Mo, Nb, Co) [3]. Hdus
MOBBIIICHHUSI KauyecTBa MaTepualioB HEOOXOIHUMO
OCYHIECTBIISITh KOHTPOJb COJICPKAHUSI DIIEMECH-
TOB, B YaCTHOCTH KPEMHUS, IPUCYTCTBUE KOTOPBIX
YXyAIIaeT MEXaHWMYEeCKHUE M YKapOoNpOYHbIE CBOM-
cTBa crmiaaBoB. HeoOXonmMmo Takke ONMpenessTh
Mukpokosndectso (<0,01 mac.%) menouHose-
MenbHBIX dnemMenToB (Mg, Ca u Ba), ucnomnssye-
MBIX KaK PAaCKHCIHUTENH, a TAKKE€ MUKPOJIETHPYIO-
mux gob6asok (B u Zr) [4, 5].

KpeMumii B HUKEJIEBBIX CIIJIaBaX MOXKHO OIpe/ie-
JATh METOJAMHU TPaBUMETPUU U CHEKTpodoTOoMe-
Tpuu [6]. bop 1 Maruumii Takke MOXHO OTIPEEIIATh
criekrpodoromerpudecku [7, 8]. st onpenenenus
KaJIbIHsI MOXKHO UCITOJIB30BaTh aTOMHO-a0copOin-
oHHBIN MeTof [9]. JlaHHBIE METOIMKH BKIIOUAIOT B
ce0s1 TPYAOEMKYIO U JJIUTENbHYIO0 POOOMIOATOTOBR-
Ky, @ KpOM€ TOT0, C X MOMOIIBIO MOXHO OIlpese-
JATH TOJIBKO OJMH 3JEMEHT. ATOMHO-3MHUCCHOHHAS
CHEKTPOMETPUS C HHIYKTHBHO-CBSI3aHHOM MIa3Moil
(ADC-UCIT) mpencrasisier co00if MHOTOAIIEMEHT-
HBIH METOJI, MO3BOJISIIOIINI ONIPeeNATh IPUMECH B

pa3IUYHBIX Marepuajiax, OJHAKO HCIIOJIb30BAHHE
JAHHOTO METO/a JUIsl aHalln3a HUKEJeBhIX CTIaBOB
CJIO’)KHOT'O COCTaBa HE BCETAa BO3MOXKHO M3-3a UH-
TEHCUBHBIX CIIEKTPaIbHBIX HajoxkeHuit [10, 11].

Hus ompepnenieHuss mpumeceil B MaTepualiax
pa3sHOro cocTaBa MIMPOKO HCIOIB3YETCs Macc-
CIIEKTPOMETpHUsl C MHAYKTHBHO CBS3aHHOHN ILIa3-
moit (MCIT-MC) [12, 13]. MeToz 1mo3BOJISIET OAHO-
BPEMEHHO ONpPeesiTh OOJBIIOE YUCIO IIEMEHTOB
U OTIINYAETCSI HU3KUMH TIpeJeaMu 00HapyKeHUs,
OJIHAKO MPSAMOE ONpeeieHUe KPEeMHUS U KalbIus
JaHHBIM METOJOM OTPAaHWYEHO BBICOKMM (POHO-
BBIM CUTHAJIOM. PemnTh maHHyIo mpodnemMy MOX-
HO C TIOMOIIBIO PEaKIMOHHO-CTOJKHOBUTEIbHOM
sYefKM (COCTaBHOW YacTH COBPEMEHHBIX Macc-
CIEKTPOMETPOB) B peKUME PabOThl AUCKPUMHUHA-
unu no kuaetndeckoit sHeprun (KED), npomyckas
yepe3 sueiiky mHepTHBIN ra3 [14]. BaxHoi 3ana-
yeil mpu 3TOM CTAHOBUTCSA MOAOOp HmapamMeTpoB
HAaCTPOUKH pabOTHI sTUCHKN ¢ yueToM (POHOBOTO U
AHAJIUTUYECKOro curHanaos [15].

lens nmanHOW pabOTHI — WCCIEAOBAHUE BO3-
MOXHOCTH OINpEAeICHUS KPEMHUS, KallbI[Usl, Mar-
Husi, Oapus, 6opa U IMUPKOHUS B CIIOXKHOJIETHPO-
BaHHBIX HHUKeJNeBbIX criaBax metogom UCII-MC
C UCTIOJIb30BAHUEM PEAKIIMOHHO-CTOJIKHOBUTEb-
HOU S4YEUKH.

JKCHEePUMEHTAJILHAS YACTh

Annapamypa. B pabore wHCNONB30BAIIM Macc-
CIIEKTPOMETP C MHAYKTHUBHO-CBSI3aHHOM IUIa3MOM
«CAP Q» («Thermo Fisher Scientificy, ['epmanus).
st 1oCTHKEHHSI MAKCUMabHBIX aHATUTHYECKUX
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Tabnuua 1
IapaMeTpbl HACTPOKHU NpUdOpa
[Tapametp npubopa 3HavyeHue napaMmerpa
[Ta3moo0pasyroruii ra3s, 1/MuH 14,0
BcrnomoratenbHbI# ra3, JI/MUH 0,8
PacnbutiTenbHBIN Ta3, J1/MUH 0,99
CKOpOCTbh HEPHCTAIBTHYECKOTO Hacoca, 00./MUH 40
['my6una mrazmoor6opa, MM 5
Mounocts RF reneparopa, Bt 1400
Uucno kaHalloB Ha Maccy 1
Hucio CKaHOB B PEIUIMKE 50
UYwucno perumk st oopasma 3
Bpewms unterpuposanms (Dwell time), ¢ 0,01
Hanpsoxernne va sxcrpakrope (Extraction Lens 2), B 164
Hanpsoxenune Ha dpokycnoit muaze (CCT Focus Lens), B 3,6
Paspemienue, a.e.m. 0,7
S MHUKPOMOTOYHBIN, KoHIeHTpu4deckuii PFA-ST
(400 Mki1/MUH)
PacTbiTHTeNbHAS KaMepa KBapleBasi, HUKJIOHHAS C TEPMOIIEKTPUUECKUM
OXJIaXKICHUEM
Temneparypa pacnbuUINTeNIbHON Kamepsl, °C 2,7
Cammuiep CTaHAAPTHBINA HUKEJIEBBIN
Cxummep CTaHJIapTHBIN HUKEJIEBBIM CO BCTABKOH 3,5 MM

CHUTHAJIOB OMNpPEJeIsIeMbIX 3JIEMEHTOB BBIMOIHSIN
ABTOMAaTHUYECKYI0 HACTPONKY mapaMeTpoB paboThl
npubopa B COOTBETCTBHUH CO CTaHJIapTHOU MpoO-
nenypoil MOATOTOBKH HpUOOpa, 3aJaHHOU MpO-
u3BoautesneM (tabn. 1). Ilpu stom ans HacTpo-
e4HoOro pacTtBOopa, conepxkamero Li, In, Ba, Ce
u U ¢ koHuentpauueit 1 MKF/I[M3, YYBCTBUTENb-
HOCTB (I/IMH/C/(MKF/Z[Ma)) COCTaBlIsila HE MEHee
60 000 nys 'Li, 250 000 st In, 400 000 ms
8. YpoBEeHb OKCHUIHBIX HOHOB (156CeO/140Ce)
coctapisa 2,0%, ypoBeHb JIBYX3apsAHbIX MOHOB
(""Ba’"/"""Ba) - 2,5%.

Pabora peaknMmoOHHO-CTOJIKHOBHUTEIBHOMN sTUeii-
KM C TeJIHeM B pEeXUME TUCKPUMHUHALIHMH 1O KH-
Hetuueckoit sneprun (KED) no3Bonsier nzbexath
BO3HHKHOBEHHUS HOBBIX MHTEPPEPEHIINI, KOTOPHIE
UMEIOT MECTO TPH HMCIOJIb30BAHUHM PEaKIIMOHHO-

CIIOCOOHBIX Ta30B, YTO MO3BOJIAET AHAJIU3UPOBATH
00pa3sIlbl CO CIOKHOW MAaTPHIIEH U TIEPEMEHHBIM CO-
ctaBoM [14]. Beuta nmpoBexeHa HacTpolika pabOTHI
PEaKIMOHHO-CTOJIKHOBUTEIBLHON STUYCHKHU B PEKUME
KED c renuem, npu 3TOM HaIlpsKEHUE HA BXOZE
B kBaJpynois Pole Bias coctaBuno —18 B, nanps-
xeHue Ha Boixozne u3 sueiiku CCT Bias Bias Obu1o
paBHo —21 B. Pacxon renus uepes siueiiky ObLI 11O-
n00paH BPYYHYIO M COCTaBUI 6 MJI/MUH, TIPH 3TOM
OBLT TOCTUTHYT MUHUMAJIBHBIN YPOBEHB OKCUIHBIX
nonos ' °Ce0/'*Ce, paBubiid 0,5%. JlanpHeiimme
HACTPOWKU SUYCHKH TPeOOBAIN UCIOIL30BAHUS HO-
HOB ONpeAesieMbIX 3JIEMEHTOB B PAacTBOpE C Ma-
TpUIEl HUKEJIEBOTo CIIJIaBa.

Jus pacTBOpeHHs MpoO HCHOIB30BalU CHUCTE-
My MHUKPOBOJIHOBOW mpoOomnoaroroBku « MARS 6»
(«CEM», CHIA) c¢ Te(hI0HOBBIMU aBTOKJIABAMU
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«MARS Xpress Plus» («CEMy, CIIA) o6bemoMm
100 e’

Peazenmul u 00vexmul uccnedosanus. J{ns pac-
TBOPEHUS MPOO UCIIOIB30BAIH A30THYIO U COJISHYIO
KHCJIOTBI MapKH «OC.4.», OUHIEHHBIE C MIOMOUIBIO
cuctembl neperonku 0e3 kurnenusi «BSB-939-1R»
(«Berghofy», I'epmanus). B xauectBe pacTBopuTes
MPUMEHSUIN JI€MOHU30BAHHYIO BOAY (COMpPOTHBIIE-
Hue He MeHee 18,2 MOwm). B kauecTBe BHYTpeHHETO
CTaHJapTa, BBEJIEHHOIO BPYYHYIO, HCIIOJIb30BAJIH
pactBops! In n Eu ¢ xoHnentpauueit 2 Mxr/mn, npu-
TOTOBJICHHBIE U3 CTAHAAPTHBIX PAaCTBOPOB C KOH-
neHTpanuei atux snemeHToB 1 r/m («High-Purity
Standards», CIIA). [Ipu nmocTpoeHUH TpajgyupoB-
KU JIJIs1 aHAJTUTUYECKOTO OTIpeIeICHUs UCTTOJIh30Ba-
JIi cTa”AapTHeIe pacTBopsl Si, B, Ca, Mg, Ba u Zr
c konuentpauueit 1 r/n («High-Purity Standards»,
CIIIA). Jns npuroToBiI€HUsI MOJENIBHBIX PaCTBO-
POB HHUKEJEBBIX CIJIABOB HCIIOIB30BAJM TaKKe
crangaptHeie pactBopel Co, Ti, Cr, Al, W, Mo,
Ta u Nb ¢ xonmentpamueir 10 r/n («High-Purity
Standardsy», CILIA).

HccnenoBansl aBa oOpasia KaponpoyHOro HH-
KelieBoro cruiasa, jJerupoBanHoro Co, Ti, Cr, Al,
W, Mo, Ta u Nb, a takxke cepTudUIHPOBAHHBIN
ctannaptHeii oOpazen (CO) HUKENEBOTO cIjiaBa
BXXMII (OI'VIT «BUAM», Poccus).

B kauecTtBe mIa3M000pa3yroMIeTro, PaclbUIH-
TEJIBHOTO M BCIIOMOTAaTEIbHOIO ra3a MCIOJIb30Ba-
J1 aproH ¢ yuctotroil 99,998%, a B kauecTBe rasa
PEAKLIMOHHO-CTOJKHOBUTEIbHON SIYEUKHU — Fesiuil ¢
qyucToToi 99,999%.

IIpobonoozomoska obpaszuos. OOpa3ipl HUKE-
JIeBBIX cTUIaBoB Maccoil mo 0,5 r (4 mapainenbHbie
npo06sl) pactBopsiin B 20 mut Boabl, 8 M HCl u 2 mn
HNO,. Bona 0Ob1a He0OXoauMa sl JIy4IIEro pac-
TBOPEHHS MOJIYyYaeMbIX B IPOLECCE PaA3IOKCHUS
CoJIel, a TakXe JJisi paBHOMEPHOI'0 pacmpezese-
HHSI MUKPOBOJHOBOUW MolIHOCTH. BHauane x 00-
pasiy n100aBIsIM BOAY, Jajiee CONSIHYIO KHCIOTY,
a 3aTeM a30THYIO KUCJIOTY. ABTOKJIAB HArPEBAJIM B MU-
KpoBoHOBOM cucteme 10 120 °C B Teuenue 20 MuH,
3ateM temmnepatypy 120 °C mopaepx uBaiu elle
20 MuH. MakcuMalibHasi MOIHOCTh HarpeBa Oblia
3ajmana u3 pacuera 150 Bt Ha aBTOKIAB, TMpeneb-
Hoe napieHue He Oosee 20 at. [lomy4yenHsiit pac-
TBOP noBoaAMIHN a0 o0bema 100 ma u pazbaBnsin
1o koHneHTpamuu 0,5 r/11 Mo MaTpuiie, a 3aTeM Uc-
MOJI30BAJIH JJIS IPOBEACHUS U3MEPEHUM.

Jns mocTpoeHus TpaJlyHpOBOYHOU 3aBHCHUMO-
CTH MHTEHCHBHOCTH CHTHAJOB OT KOHIICHTPAaIMU
(B muamazone ot 2 go 200 MKI/T) HCIOJb30BaIU
MeToa A00aBOK, MPHU KOTOPOM H3BECTHOE KOJIHMYE-

CTBO OIpe/eIIeMbIX JIEMEHTOB BBOJAT Kak 100aB-
KM HEMOCPEJCTBEHHO B aHAIM3UPYEMBIH oOpaszell.
BuyTpeHHue cTaHmapThl NPUMEHSIN sl KOPPEK-
U apeiida curHaza ¥ MaTPUYHOTO BIUSHUS KOM-
MOHEHTOB OCHOBBHI CIIJIaBa HA WHTEHCHUBHOCTH CHT-
HAJIOB OMpe/eIIeMbIX IEMEHTOB. bbun momydeHs
pe3yNbTaThl KaK ¢ MCIOIb30BAaHUEM JIByX BHYTPEH-
Hux cranaaproB (In, Eu), Tak u 6e3 HuX.

Jlnst coopa W 00pabOTKH JAHHBIX TPUMEHSIIH
MporpaMMHOE oOO0ecleueHrne Macc-CIeKTPOMeTpa
«Qtegra». 3a OKOHYATEIBHBIM PE3yJbTAT H3MEpE-
HAW TpPUHUMAaIM cpefgHee apuMeTHUYecKoe pe-
3yJbTAaTOB HM3MEPEHUN 4YeThIpex NapajeiabHbIX
nmpo0 (BKIOYas BCE CTaaWU TPOOOTIOATOTOBKH).
[Ipu 5TOM AOMKHO OBIJIO BBIMOIHITHCA YCIOBHE
MPUEMIIEMOCTH TTOBTOPSIEMOCTH:

Al o — X100
sr
(X, +X,+X,+X,)

B

rae X, X,, X5, X, — pe3ynbTaThl mapajieabHbIX
oTIpeqIeIeHnii MacCOBOW IONW KOMMIOHEHTa, %;
7 — TpejeN MOBTOPAESMOCTH, % (3HAYSHUW IS
KaXXJ0T0 3JEMEHTa B3SITO M3 METOJHUK OIHCaH-
HBIX B pabore [12]).

Pe3yabTaTel 1 00CyxICHUE

JUis 1OCTH)KEHUS MaKCHUMAaJbHOTO aHaJUTH4e-
CKOTO CHT'Hajla U MHUHUMAJIBHOTO YHCJA BO3MOX-
HBIX HHTeppEepeHIU TMepe] HadyaloM aHajIu3a
OBLIIO HEOOXOAMMO BBIOPATH M30TOIBI OMpeJelsie-
MBIX 3JIEMEHTOB C y4€TOM MX MaKCHMallbHOW pac-
npoctpaneHHoctu (tabmn. 2) [16].

Jnst xanpuust ObLT BHIOpaH HE caMblid pacrpo-
CTPaHEHHBIH U30TOTI *Ca u3-3a HanokeHus At Ha
“Ca (pacnpocTpaneHHocTb 96,9%). Onpenenenuio
Oapus %Ba (pacnpocTpaneHHocTh 71,7%) Memaet
“SLa. Kak BugHO 13 Tabm. 2, TpyJIHEE BCETO OIpe-
NedsiTh KpeMHHH u kanbuuid. Ciegyer 3aMeTuTb,
YTO OCHOBHBIC Mellaroniue uHTepdepeHTsl (yrie-
pPOX M a30T) NPUCYTCTBYIOT B OKpYyXKaloLel cpexe,
YTO TPHUBOAHUT K CHUJIBHBIM (POHOBBIM CHTHaJaM,
YCTPaHUTh KOTOPBIE MOKHO, UCIIOJIB3YS PEAKIIMOH-
HO-CTOJIKHOBHUTEJBHYIO SUCHKY.

Hacmpoiika napamempoe pabomut peaxuyu-
OHHO-CMOAKHOGUmMENbHOU AYelku. [ns mpa-
BWJILHOW HAacCTPOWKH pabOTHI SSUCHKU U I y4yeTa
BKJIa/1a BCEX KOMIIOHEHTOB B (DOHOBBIN CHUTHAI UC-
MOJIB30BajiMi MOJEIbHBIE PACTBOPHI CIOXKHOJIETH-
POBAaHHOTO HMKEJIEBOTO CIIJIaBa, IPUTOTOBIICHHBIE
B OTACJIBHBIX KOJOAax C MCIOJIb30BAHUEM CTaH-
naptHbeix pactBopoB Ni, Co, Ti, Cr, Al, W, Mo,
Ta 1 Nb B KOHIIEHTpaIUAX, COOTBETCTBYIOIINX HC-
XOAHOMY CIIJIaBy (3HAYEHUs COJACPKaHHUH JIETHUPY-
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Tabnuma 2
H3oTomBI ONIpeiesisieMbIX 3J1eMEHTOB U X OCHOBHbIE HHTEP(epeHInn
OrnpenensiemMblii PacnpocTtpaneHHoCTh Mematomue | PacnpocTpaHeHHOCTh MOHA
Hzoton
SJIEMEHT nuzorona, % HMOHBI unTepdepenta, %
B B 80,2 - -
Mg *Mg 79 e, 98,9
. . MNMNT 99,6
Si g 922 P 089
12,16~ +
98,9
Ca “ca 2.1 25g;160" 92.0
Zr N7r 51,5 - -
Ba B'Ba 11,2 - -
IOIIUX DJIEMEHTOB MPENOCTABIECHBI HU3TOTOBUTEIEM IlosrydyeHHblE pe3yibTaThl MIPEACTABICHbI Ha

crmnaBa — «OI'YII» BUAM). DkcnepuMeHTHl mpo-
BOJIMJIM C UMEIOIIMMH BBICOKHE (DOHOBBIE CUTHAJIBI
MpoOJIEMHBIMH dJIEMEHTaMU (KPEeMHUH U KallbIIH ),
koTopsie podarisu (100 ppb Ca u 500 ppb Si) B
MOJENBHBII pacTBOp. AHAJIN3 JaHHOTO PAacTBOpA,
a Takke pacTBopa 6e3 g00aBOK MPOBOIUIU B pe-
xkuMme usMmepenuss KED, uameHss noTok rasa uepes
siaeiiky, a Takxke Mensis 3HaueHuss CCT Bias u Pole
Bias. B xadecTBe OIlGHKHM COOTHOIIEHWS CHUTHaI/
¢on ObuTa BEIOpaHa BEMTUYMHA

L=(I,~ DL,

rae Iq) — (hOHOBBIN cHUTHAI, / — CUTHAJ OT aHAJIUTA
[13].

L, oTH. en.

7

puc. 1, 2, rne mokazaHo, 4TO HAWIy4Illee COOTHO-
nIeHUue CUTHAI/(OH ISl KallbIHsl JIOCTUTACTCS TPU
CCT Bias =-21,5 B, Pole Bias =—17,5 B u pacxo-
Jie Ta3a yepe3 ssuehKy 5 MII/MUH, ISl KpeMHUS Hau-
Jyd4ilee COOTHOUICHUE CUTHaI/(DOH JOCTUTACTCS MIPH
CCT Bias =-21 B, Pole Bias =—18 B u pacxone rasa
yepes stueiiky 4 mur/mMuH. Takum o6pazoM, Bce mocre-
JOYIOLUE 3KCIIEPUMEHTHI 110 OIPEACJICHUIO KaJbIIHsl
U KpEMHHUS NPOBOAWIM B pexxnme uzMepenus KED
C COOTBETCTBYIOIIMMM HACTpOMKaMu g KaxJo-
ro siemeHta. s yCKOpeHUsT H3MEPEHHS] MOYKHO
HCIIOJIb30BaTh OJIHO 3HAYEHHWE pacxoja rasa uepes
siueriky — 4,5 mu/mMuH. [[7151 OCTaidbHBIX AIIEMEHTOB,

2
[MoTok rasa uepes sueiiky, MJI/MUH

3

4 5

Puc. 1. 3aBHCHMOCTh COOTHOIICHHS CUTHAI/(POH KalbLHUsA OT

CKOPOCTH IOTOKA I'eJIHs Yepe3 SUeiKy MpU pa3HbIX 3HAYCHHSIX

CCT Bias u Pole Bias: I — (-21,5; —17,5), 2 — (-20,5; —18,5),

3—(-20;-19), 4—(-21; —18), 5 — (-22; —17) (mepBoEc 3HAUCHUE
B ckoOkax — CCT Bias, Bropoe — Pole Bias)
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L, oTH. ex.
1 1
50 -
40 -
30 .
X
/l
0 1 2 3 4 ot 6 7 8

[NoTok rasa uepes sueiiky, MJI/MUH

Puc. 2. 3aBHCHMOCTb COOTHOUICHHS CUTHAJ/()OH KPEMHHUS OT

CKOPOCTH IOTOKa TeJiusl Yepe3 sUeHKy MpH pasHbIX 3HauCHUSIX

CCT Bias u Pole Bias: 7 —(-22;-17), 2 - (-21; -18), 3 - (-21,5;

-17,5), 4 — (-20,5; —18,5), 5 — (-20; —19) (nepBoe 3HaYCHUC B
ckobkax — CCT Bias, Bropoe — Pole Bias)

UMEIONUX HU3KHE (DOHOBBIC CHUTHAJIBI, HCIIOIB30Ba-
JIU PeKUM paboThl O€3 TUCHKH.

Onpeodenenue Si, B, Ca, Mg, Ba, u Zr ¢ cman-
oapmmnom odpasye HuUKeneeo20 cnaaea. s nposep-
KM TIPaBUJIBHOCTH OBUIO MIPOBEACHO onpeneieHue Si,
B, Ca, Mg, Ba u Zr B crangapTHoM o0Opasiie HUKe-
JIEBOTO CIJIaBa C MOJOOPaHHBIMHU BBIILE HACTPOHKAMHU
npudopa, a TakKe ¢ ucnojbr3oBanueM In u Eu B xaye-
CTBE BHYTpPEHHETo cranaapta. llomydyeHHsle pesyib-
TaThl aHAJIM3a IPUBECHEI B Ta01. 3, 4.

Haunbonee TOUHBIE pe3ynbTaThl —OINpPEICICHUS
KpeMHHUsI (aTTeCTOBaHHOE 3HAueHHE MOoMajacT B JI0-
BEPUTEJIbHBIN MHTEPBAJ MOJIYYEHHOIO 3HaYeHUs) I10-
Jy4yeHbl 0€3 NCIOIB30BaHUsI BHYTPEHHETO CTaHIapTa,
YTO MOKHO OOBSCHUTH OOJNBIIMM pa3jinuueM 3Hade-
HUU TIEPBBIX MOTEHIMAJIOB HOHHU3AIMM KPEMHHS H
BHyTpeHHUX cTanaaptos. g B, Ca u Zr nannyuime
pe3ynbTaThl JOCTUTHYTHI TIPH UCTIONB30BaHUU In nimn
Eu, st Mg Hanstydime pe3ysbTaThbl JOCTUTHYTHI IPH
ncnoib3oBanuu Toibko In. Copepkanue Ba He Obuio

aTTeCTOBAaHO B CTaHIapTHOM oOpasie. Jlanee mposo-
JMIIM aHAJIU3 peabHBIX 00pa3oB HEN3BECTHOIO CO-
CTaBa C UCIOJIB30BaHNEM TOO00OPAHHBIX BHYTPEHHHX
CTaHJIapPTOB.

Onpeoenenue Si, B, Ca, Mg, Ba u Zr 6 oopa3-
ue Cn0NHCHONeZUPOBAHHO020 HUKEEe8020 CHAEA.
B Tabun. 5, 6 npuBeeHbI pe3yNbTaThl ONMpeeICHUS
Si, B, Ca, Mg, Ba u Zr B 1Byx o0pa3siax cloxKHOJIe-
TUPOBAaHHOTO HUKENEBOro crjaBa. HuxHue rpanu-
bl OIIpEENIsIEMbIX 3HAUYCHUH COAEpKAHUA ObLIN
paccuutanbl no 3s-kputeputro mias 10 mapan-
NnenbHBIX Mpo6. B mepecuere Ha TBepayto npoOy
MOJyYEeHBI CIeNyIoIue 3HauYeHus1, MKr/T: 68 (Si),
10 (Ca), 1 (B), 0,08 (Zr), 0,8 (Mg), 0,2 (Ba).

Takum o6pa3zom, MogoOpaHHbie B X01€ pabOTHI
nmapaMeTphsl HaCTPOWKH MpuOOpa W pPeaKIMOHHO-
CTOJIKHOBHUTEJIBHOW STYCHKH, a TAK)KE BHYTPECHHHE
CTaHAAPTHl MO3BOJISIOT MPOBOJAUTH OINpEAEICHHE
npumecei Si, B, Ca, Mg, Ba u Zr B c1oxxHOIEeTH-
POBaHHBIX HHUKEJIEBBIX CIIaBaX.

Tabnuma 3

PesyabraTnl onpenesenus Si, B u Ca B crannapTHom o0pa3ie HHUKe1eBOro cijiaBa
(n=4,P=0,95)

MaccoBas JOJIA 3JICMCHTOB, MI/KT

HaumenoBanwne obpasna BuyTtpennuii crangapt
Si B Ca
Her 380+30 450480 120440
BXMII-3 In 420430 400+40 8545
Eu 430450 410450 8244
ATTecTOBaHHBIE 3HAYCHUS 370+30 410440 83+4
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Tabnuuna 4

Pesyabrarnl onpeneiienust Mg, Ba u Zr B craniapTHOM 00pa3iie HUKeJIeBOro ciiaBa
(n=4, P=0,95)

MaccoBasi ToJIsl 3IIEMEHTOB, MI/KT'
HaumenoBanue obpasia BuyTtpennuii crangapt
Mg Ba Zr
Her 89+8 842 210+30
BXMII-3 In 78+6 6+2 150420
Eu 65+6 5+1 150430
ATTecTOBaHHBIC 3HAYCHUS 74£5 - 160430
Tabnuma 5

Pe3yJ'llzTaTbl onpeaeacHus Si, BucCas 06pa311e CJOKHOJIETUPOBAHHOTO HUKEJIEBOI'0 CILJIaBa
(n=4, P=0,95)

MaccoBas J0JIs 3JICMCHTOB, MI/KT

Howmep obpasma

Si B Ca
1 320430 150+20 35+4
2 780450 140+20 71£5

Tabnuia 6

PesyabTarsl onpenesenust Mg, Ba u Zr B o0pa3sie c/10:KHOJIETHPOBAHHOI0O HUKEJIEBOI0 CIJIaBa
(n=4,P=0,95)

MaccoBast 10J1s1 DJIEMEHTOB, MI/KT

Howmep obpasma

Mg Ba Zr
1 52+4 4+2 520440
2 47+6 742 620+40
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QUANTITATION OF Si, B, Ca, Mg, Ba AND Zr
IN COMPLEX-ALLOYED NICKEL ALLOYS BY ICP-MS

AV. Alekseevl*, P.V. Yakimovichl, E.V. Proskurnina’

(' All-Russian scientific research Institute of aviation materials; * Federal State Bud-
getary Scientific Institution “Research Centre for Medical Genetics” (RCMG); *e-mail:
kvark-87@mail.ru)

The determination of Si, B, Ca, Mg, Ba, and Zr in a complex nickel alloy by inductively
coupled plasma mass spectrometry (ICP-MS) was carried out. The method of sample
dissolution and preparation for analysis is presented. To reduce the background signal,
a reaction-collision cell was used and the optimal parameters for its adjustment were
selected. The correctness of the results obtained is confirmed by an analysis of a certified
standard sample of nickel alloy.

Key words: inductively coupled plasma mass spectrometry, ICP-MS, nickel alloys,
microwave sample preparation.
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