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Abstract. A method for determining impurity elements Cr, Cu, Fe, Mn, Ni, Sn and Si micro-
additives in titanium ortho-alloys using inductively coupled plasma atomic emission spectrome-
try is proposed. Analytical lines of elements free from significant spectral overlaps are selected.
The limits of detection and determination of elements are assessed. The metrological character-
istics of the technique are assessed using model solutions. The correctness of the developed
methodology with the use of model solutions are assessed using certified reference materials.
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Beenenune

JlaHHasi cTaThsl SIBISETCS IMPOJOJDKCHHUEM MyOJIMKAMU IO Pa3pabOTKE METOIUKU
OIIPEJICTICHUS] MACCOBBIX JIOJICH 3JIEMEHTOB, BXOISIIMX B COCTaB MHTEPMETAIUIUIHBIX OpPTO-
CIUIAaBOB C THUTAHO-aJTFOMHHUEBO-HUOOMEBOH MATPUICH METOJOM aTOMHO-DMHCCHOHHOW
CIIEKTPOMETPUM C UHAYKTUBHO cBsizanHOM 1uazmoit (ADC UCII) [1]. B nocnennee Bpems
B aBUAKOCMHYECKON WHAYCTPHUH TEPBOCTECIICHHBIMH SIBJISIFOTCS 33J]a4M, CBSI3aHHBIC C dHEP-
ro3pEKTUBHOCTHIO ¥ JHEPrOCOXPAHCHUEM, YCTOWYMBOCTHIO M JIOJITOBEYHOCTHIO KOH-
CTPYKIUH, CO CHUKCHHEM MAacChl U TOBBIIICHHEM PECYPCHOTO 3aliaca JICTaTeJIbHBIX armnapa-
TOB [2, 3]. OTcrona upe3BbluaiiHas BOCTPEOOBAHHOCTh B JIETKUX, IPOYHBIX M IKOJIOTUYHBIX
HCXOJHBIX MaTepuanax [4, 5].

[epcrieKTUBHBIH KJIacC TAKMX MaTePHAaJIOB — CIUIABBI U3 AIIOMUHKA TUTaHa HA OCHO-
Be HHTepMEeTAUIMAHBIX coenuHeHmii cuctem Ti-Al (TiAl, TizAl), a Taxxke Ti—Al-Nb
(TiAIND) [6, 7]. dedbopmupyemble HHTEPMETAIUTH/IHBIC TUTAHOBBIC CIUIABbI HA OCHOBE OPTO-
POMOHMYECKOT0 MHTEPMETAIUIUIHOTO coequHeHus: TipAINb dacTo Ha3bIBarOT OpTO-CILIaBaMU
[8]. Ha puc. 1 moka3ana ogHOpOIHAS CTPYKTYpa opTo-ciutaBa BTU-4.

O ——
15.0kV 15.0mm x1.00k SE(UL) '50.0um

Puc. 1. CtpyxTypa opro-ciiasa BTH-4

YHUKaTBbHOCTh JAaHHBIX MaTepUANOB OOYCJIOBJIEHA COYETAaHHEM WX (PH3UIECKHUX
Y DKCIUTYaTallMOHHBIX CBOMCTB, KOTOPOE MPHUHIUIUAIBHO HEJOCTHKUMO B TPAJAUIIMOHHBIX
YKAPOTPOYHBIX TUTAHOBBIX CIUIABAX WJIM B aBHAIMOHHBIX JKAPOIPOUYHBIX HHUKEIIEBBIX CITIaBaX
[9, 10].

K maTpuyHBIM 37€MEeHTaM, O0pa3yomuM HHTEPMETAJUIHIHOEC COCIUHEHHE — OpPTO-
poMOudeckuii amomMunu Tutana TipAIND, ans nmpunanus AOMOJHUTENBHBIX CBOHCTB MOTYT
OBITH BBEJICHBI KaK JIETUPYIOIINE dJIEMEHTHI, Takue kak Mo, V, Zr, W, Ta u 1p., B KOJIMUeCTBE
npubnu3utensHo 6onee 1 % (mo macce), a Takke u HeOonbIIMe T00AaBKH MPUOIU3UTENHHO
menee 1 % (mo macce), Harmpumep, Si u nap. [11, 12]. Kpome Toro, npu BBEJICHUU JICTUPYIO-
[IMX 3JIEMEHTOB M J00aBOK B BUJE PA3IMUHBIX JIUTATyp M YUCTHIX METAIIOB, B OPTO-CILIaBHI
MOTYT TIOTaJaTh MpUMECHBIC dJieMeHThl, B yacTHocTu Cr, Cu, Fe, Mn, Ni, Sn u T. 1., coB-
MECTHOE MPHUCYTCTBUE KOTOPHIX B CIUIaBE Jake B HEOOJIBIIIOM KOJHMYECTBE MOXKET OKA3bIBATh
pa3HOe BIUSHUE Ha CBOMCTBA criasa [13].

TutaHoBbIe HHTEPMETAUIU/IBI OPTO-TUIIA C TOYKH 3PEHHUS OCBOSHUSI M BHEJPEHUS SIB-
JISTIOTCS OTHOCHUTEIIBHO HOBBIM KJIACCOM MaTE€pPHANIOB, KOTOPBHIC HAXOMATCS HA CTAJHH IPAKTH-
YeCKOro MPUMEHEHUS HEe TaK JIaBHO. B CBsI3u ¢ 3TUM OMyOIMKOBaHHBIX pabOT MO M3YUEHUIO
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KaK KOMIUIEKCHOTO JIETMpPOBaHUs amoMuHuAa TutaHa TipAIND, Tak v BiAMsHHSA OTAEIBHBIX
3JIEMEHTOB Ha CTPYKTYPHO-(a30BbIe MpeBpalieHus 1 GU3NKO-MEXaHUIECKHUE CBOIICTBA OPTO-
CIUIABOB 3HAYUTEJILHO MEHBIIIE, YeM JUIsl TPAJAULIMOHHBIX TUTAHOBBIX CIIIaBoB. [loaTomy Biu-
suue Cr, Cu, Fe, Mn, Ni, Sn, Si Ha CBOHCTBa MOXHO paccCMaTpUBaTh TOJbKO Ha MPHUMEPE
JBOMHBIX CHCTEM ¢ THTaHOM [ 14, 15]:

— XpoM 0o0ecrieurBaeT B CIUIaBaX C TUTAHOM BBICOKYIO IPOYHOCTD MPH XOPOIICH IIacTH4-
HOCTH, OJJHAKO IIPH JAJbHEHIINX MCCIIeI0OBAHUAX BBIBUIICS CEPhE3HBIH HEAOCTATOK, a UMEH-
HO — TIPH TOBBIIICHHBIX TEMIIEpaTypax BblAeIeHHE XuMudyeckoro coeaunenust TiCrp compo-
BOKJAETCS MOTepeil MIaCTUYHOCTH;

— TUTAHOBBIE CIUIABBI C MApPTaHIEM (TaK ke KaK U ¢ XpOMOM) MOTYT OBITh TEPMHUECKHU He-
CTa0WIIbHBI B HEKOTOPBIX YCIOBHAX M3-3a 3BTEKTOMJIHOIO pacnajaa B-TBEpIoro pacrBopa
C BBIICTICHUEM XUMHUYECKOTO COeTMHEHHS YKBUATOMHOTO COCTaBa,

— B HEJIETMPOBAHHOM THTaHE HEOOJIbIIOE KOJUYECTBO JKEJI€3a MOXKET BbI3BaTh JIOKAIbHbIE
BbIJICNIEHUS [-(a3bl, UTO B psijie CIIy4yaeB CHMKAET KOPPO3HOHHYIO CTOMKOCTB, a TaKXke CIO-
COOCTBYET BOZHUKHOBEHHUIO XJIQJHOJIOMKOCTH IPH KPUOTEHHBIX TEMIIEpATypax;

— pacTBOPHMOCTb HUKENS B (.-TUTAHE HE3HAUMTENbHA, A JISTHPOBAHHBIC HUKEJIEM THTAHO-
BbI€ CIUIABHI C B-CTPYKTYpOH A0BOJIBHO HecTaOmiIbHbI — B-(ha3a pacnagaercs yxe npu Temiie-
patype 250 °C, no3ToMy B TUTAHOBBIX CILJIaBaX HUKEJIb B KaUECTBE JIETHPYIOIIErO AJIEMEHTA
HE Hallesl IIMPOKOro NMPUMEHEHHsI, KpOME CIIeLUalIbHBIX CILIaBOB, 00Jataromux 3¢hdexkTom
namsati Gopmbl (54-58 % (o macce) Ni);

— OJIOBO OKa3bIBaeT cjaboe BIMSHUE Ha TEMIEpaTypy NOJUMOP(PHOro MpeBpamieHust TUTa-
Ha ¥ OTHOCHTCSl K KaTeTOPUH «HEHTPAIBHBIX YIIPOYHHUTEJCH», TIPU STOM CYIIECTBEHHO I10-
BBILIAETCS )KAPOIPOYHOCTb;

— MeJIb OTpaHUYEHHO pacTBopsieTcs B B-tutane (17 % (mo Macce)) U 3HAYUTEITHLHO MEHB-
e — B o-tutane (2,1 % (mo macce)), mo3TOMy MpH 3aKaliKe U3 0-001acTu oOpasyercs mepe-
CBIIIICHHBIA MEBIO O-TBEPABIH PacTBOP, U3 KOTOPOTO TPH MOCIEAYIOIIEM CTApEHUH BbIJEI -
eTca xumuyeckoe coennHenue TipCu B aucnepcHoi ¢opme, YTO CONPOBOXKAACTCS yIPOUYHE-
HUEM;

— B TEeXHUUYECKOM TUTaHE U KOHCTPYKLIMOHHBIX TUTAHOBBIX CIUIaBax, I7ie TpeOyeTcs BbICOKast
yIapHast BSI3KOCTh, KDEMHHI CUUTACTCS BPEITHON MPUMECHIO, TaK KaK, IPUCYTCTBYS Take B He-
OO0JIBIIIOM KOJIMUYECTBE (HECKOJIBKO COTBIX JOJIeH MpOLIEHTa), pe3KO CHIDKAeT 3Ty XapaKTepH-
ctuky. OIHAKO B KAapOMPOUYHBIX THTAHOBBIX CIUIABAX KPEMHHUH SIBISAETCS OJHON W3 BaXKHBIX
MUKpoJerupyonmx 106aBok (0,15-0,35 % (1o macce)) Ui MOBBIIIEHUS XKapPOIPOUHOCTH.

Takum 00pazom, MO aHAJOTHH C TPAJAWIUOHHBIMH THUTAHOBBIMHU CIUIaBaMH, MOXHO
KOHCTaTHUPOBaTh, YTO B MHTEPMETAUIUAHBIX OPTO-CILJIaBaX COAEp)KaHUE JIETUPYIOIIMX dJe-
MEHTOB (M UX MpHUMeEcei), BbI3bIBAIOIIMX 3BTEKTOUIHBIA pacnaj B-¢asbl U, Kak CIeACTBUE,
CHIDKEHHME KapONPOYHBIX CBOMCTB M IOJI3YYECTH, IOJKHO CTPOro peryiaupoBarbes. [lpu
ATOM HEOOXOJMMO OTMETHUTH, YTO BIHMSHUE DTHUX JJIEMEHTOB HAa WHTEPMETAJUTUIHBIE OpPTO-
CIUIaBbl MOXET CYIIECTBEHHO OTJIMYATHCS, IOITOMY JIaHHOE Hay4yHOE HAaIlpaBlIEHUE SBIISIETCS
aKTyaJIbHBIM JIJIsl UCCIIeIoBaHmil [16].

OMHOPOAHOCTH CTPYKTYPHI U PAaBHOMEPHOE pacIipe/ie]IeHNe XUMUYECKUX 3JIEMEHTOB
10 00beMY CIUTKOB IIPH NMPOU3BOJICTBE TUTAHOBBIX CIUIABOB HA OCHOBE WHTEPMETAJUINTHBIX
COETMHEHHUI 00ecrneunBaloT HECKOJIbKUMHU CTaJUSIMU BaKyyMHO-IyroBOro neperiasa [17—
20]. IIpu 3ToM A TOrO, YTOOBI MOJYYUTh MH(YOPMALIMIO O XUMUYECKOM COCTaBE CIUTKOB,
HE00X0/IMMO TPOBOJUTH AHAJUTHUYECKUI KOHTPOJb COCTaBAa HA KaXJOW CTaJuu MPOU3BOJI-
ctBa [21, 22].

OnHO37IeMEHTHBIE METOJUKU (TUTpUMETpHs, (HOTOMETpHs, aToMHas abcopOIMs U
T. A.) onpeaenenust maccoBoit goau Cr, Cu, Fe, Mn, Ni, Si, Sn u ap. 21€eMEHTOB B TUTAaHOBBIX
cruaBax moJipo6Ho onucansl B cepun ['OCT 19863.1-16.
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W3 nanHbIX Taba. 1 BUJHO, YTO MCIOJIb3yeMas B MOCJIEAHEE BPEMsI HOpPMaTUBHAsI J10-
KyMEHTALMsI HE MOJIHOCTBIO YUUTHIBAET PACIIMPEHHBIE aKTyaJIbHbIE HHTEPBAJIbI COACPKAHUS

IMPUMECHBIX DJIEMCHTOB B COBPEMCHHBIX TUTAHOBBIX CIIJIaBaX.

IIpumepHbIii (paclIMpeHHBbI) YPOBEHDb COIeP:KaAHUS NPUMeceH

Tabnuya 1

B HEKOTOPBIX MHTEPMETAVIUAHBIX TATAHOBBIX OPTO-CIJIABAX M IHAINA30HbI OIpe/ie/eHUs
npuMecei 1o AeiicTBYIOIIMM HOPMATHBHBIM JokyMeHTaM (H/) Ha aHA/IM3 THTAHOBBIX CILJIABOB

MaccoBas 1075 25eMeHToB, %, B crutaBe U HJJ
uement B§TT fljz'lp. o TOCT 23902 | no TOCT 19863 | mo ASTM E539 | mo ASTM E2371
Fe 0,01-2,0 0,01-5,0 0,023-2,00 0,004-3,0
Si 0,002-0,5 0,04-0,5 0,014-0,15 0,02-0,4
Mn 0,0005-2,0 0,01-2,5 0,003-9,50 0,003-0,01
Cr 0,001-1,0 0,004-3,0 0,1-12,0 0,013-4,00 0,005-4,0
Cu 0,0009-0,25 0,01-5,0 0,015-0,60 0,004-0,5
Ni 0,01-0,25 40-60 0,005-0,80 0,001-1,0
Sn 0,003-5,0 0,5-6,0 0,017-3,00 0,02-3,0

B Hacrosiiiee BpemMsi B aHAIUTUYECKOM KOHTPOJIE TUTAHOBBIX CIUIABOB OT€UECTBEHHBIX
MapoK, B TOM YHCJIE HHTEPMETALIHIHBIX OPTO-CILIaBOB, aKTYAIBHON 3a7adell sSBISETCS pa3-
paboTKa COBpEMEHHBIX METOAMK aHallM3a XMMHYECKoro cocrasa. [Ipu sToMm mpu pazpaboTke u
MIPOU3BOJICTBE TAKUX MHOTOXIEMEHTHBIX OOBEKTOB, KAK MHTEPMETAUINIHBIC TUTAHOBBIE Op-
TO-CIIJIaBbl, TPEOYIOTCS U MHOT'O3JIEMEHTHBIE METO/Ibl aHAIN3a, HE CIUIIKOM UIUTEIbHBIE IO
BpeMEHH, WH(GOPMATUBHBIC, OXBATBHIBAIOIINE OONIMPHBIC KOHIICHTPAIMOHHBIC TUATa30HBI,
o0Jaiaroniye BbICOKOM TOYHOCTBHIO M YYyBCTBUTEIBHOCTHIO, KOTOPBIE JIETKO MOANAI0TCS (-
poBH3aIKK ¥ aBToMatu3aiuu [23-25].

Bonbiioe pacnpocTpaHeHrne B aHAIUTUYECKOW MPAKTUKE MOIYYUI METOJ aTOMHO-
OMHUCCHOHHOMW CHEKTPOCKONMUU (MM CHEKTPOMETPHH) C TUIA3MEHHBIM HCTOYHHKOM BO30YXK-
JEHUSI B MATHUTHOM TIoJie [26], KOTOPBIN 001a/1aeT BO3MOXXHOCTHIO COBMECTHOTO OTpesere-
HUS OOJIBIIIOTO KOJUYECTBa 3JIeMEeHTOB [27]. JIJist OONBIIMHCTBA METAIIOB HUYKHUN YPOBEHb
OTIpeeNsIeMbIX KOHIIEHTpaIHii coctaBisier 10" % (o Macce), TOITOMY CHIIBHBIMH CTOPOHA-
MH 3TOTO METOJA SIBIISTIOTCS BBICOKHE METPOJIOTHUSCKHE XAPaKTEPUCTUKH. AHAIHM3UpyeMast
npoba mist ADC UCII roToBUTHCS B BHJIE pacTBOpa Ha 3Tare MpoOOMOATOTOBKHA — 3TO Bak-
HBII OTAll aHallM3a, KOTOPBIA HE0OXOAMMO MOApPoOHO mccienaoBath [28, 29]. Pabora ¢ pac-
TBOPAMHU TO3BOJSIET CMOJIEIUPOBATh COCTaB JOOOTO CIJIaBa C MOMOIIBI0 MOHOAJIEMEHTHBIX
PacTBOPOB HMOHOB 3JICMCHTOB, a TaK)K€ HCIIOJIB30BATh TAaKWE PACTBOPHI JUIS TPATyHPOBKU
¥ KOHTPOJIS MTPABIJILHOCTH KOJMUYECTBEHHOTO aHaIH3a.

Lenp maHHOM pabOTHI — pa3paboTKa METOAMYECKOTO TMOIX0a IS OTPEACIICHUS Mac-
cosoii nonu Cr, Cu, Fe, Mn, Ni, Si, Sn B TutanoBsix opro-criaBax merogoM ADC UCII, ko-
TOPBIN BKJIFOYAET:

— HCCIeI0OBaHKE CIIOCOOOB MPOOOMOTOTOBKH CIUIABOB (B TOM YHCIIE BHIOOP MAacChl HABECKH,
KHCJIOT, 00beMa PeareHTOB, MPOI0JDKUTEILHOCTH PACTBOPEHUSI B MUKPOBOJTHOBOM CHCTEME);

— UCCIIeZIOBaHUE CIIEKTPAIBbHBIX MHTePPEPEHIIMH U BHIOOP HanOolee MPHUTOIHBIX IS Jie-
TEKTHPOBAHMSI AaHATUTHYSCKOTO CUTHAIA JIMHHH;,

— OILIGHKY METPOJIOTHUECKHUX XapaKTEePUCTUK (TIpeien oOHapyKeHUsl, Ipees ONpeIecHHs,
MOKA3aTeNb MOBTOPSEMOCTH) C HCITOJIb30BAaHHEM MOJICITBLHBIX COCTABOB;

— UCTIONIB30BAaHUE CTAaHAAPTHBIX 00pa3IOB U/ WU 00pa3loB CpaBHEHUS ISl KOHTPOJIS TIpa-
BHJILHOCTH aHAJIN3a.
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PabGora mpoBenena B pamkax peanm3aliid KOMIUIEKCHOM Hay4dyHOW mpoOmemsl 2.1.
«DyHIaMEeHTaTbHO-OpPUEHTUPOBAHHBIC HccaenoBaHusD» («CTparernyeckie HampaBIeHUS pas3-
BUTHsI MAaTEPUAJIOB ¥ TEXHOJIOTUH uX nepepadboTku Ha nmepuon 1o 2030 romay) [30].

Marepuajibl 1 MeTOABI

OmnpeneneHnre MaccoBOM J0NM 3JEMEHTOB BBINOJHSUIA HAa aTOMHO-3MHUCCHOHHOM
CHEKTPOMETPE C MHAYKTUBHO CBA3aHHOM IJIa3MOM B PEKHMME aKCHAJIBLHOTO 0030pa IJIa3MBbI.
Hcnonb30Banu cieayronme pabouyne mapamerpsl: MOIIHOCTh mia3mel 1,2 kBT pacxox mas-
MOO0Opa3yoIero moToka rasza 12 j/MuH; pacxoj rasa, 1mojaBaeMoro Ha pacmeuiutess, 0,7
n/muH. [Ipumensiu ra3 apron Mmapku BY uncrotoit 99,998 % (00bemH.).

Jlia uccnenoBaHus CIEKTPaIbHBIX UHTEPPEPEHUIUN U OMpeleleHUs] METPOJIoruye-
CKUX IOKa3aTeJel MpeIoKeHHOW METOAMKH HCIOIb30BaIM PAaCTBOPHI, MOJIEIUPYIOLIHE CO-
CTaBbl pealbHBIX OPTO-CIUIABOB. {151 MPUrOTOBIEHHS MOJIeei UCTOIb30BAIA TOCYAAPCTBEH-
HBIE CTaHJAapTHBIE 00Pa3Ibl PACTBOPOB-MOHOIIEMEHTOB.

[Tpu BBIOOpE HEOOXOIUMOI Macchl HABECKU M pa30aBlICHHsS YYUTHIBAIH COICP)KAHHE
OTIpeNIeNIEMbIX JIEMEHTOB, JIMHEHHBIN AUANa30H CIIEKTPOMETPA U MHTEHCUBHOCTH BBRIOPAHHBIX
AHATUTUYCCKUX JTMHUI. B3BemmBanue mpob mpoBoArIv Ha nperu3noHHbIx Becax HR-200.

PacTBOpeHre HaBeCOK MPOBOIMIIM B TEPMETUYHO 3aKPBITHIX aBTOKJIABaX B MHUKPOBOJI-
HOBOH CHCTEME DPa3JIOKEHHsI B CMECH Pa30aBICHHBIX OWIMCTUILTMPOBAHHOW BOAON KHCIIOT
HCI, HNO3; u HF.

Jlist TpOBEpKH MPABMIIBHOCTH Pa3padOTaHHON METOAMKH MCIIOJIb30BANIA CTAaHIAP THHIC
o6pasitel npeanpustus (COIT) TuTaHOBBIX cIIaBOB, pazpaboTannbic B BUAM.

PaGora BeimonHena ¢ ucnonb3oBanueM obopynoBanusi LIKII «Knumatuueckue ucmsi-
tanusi» HULL «Kypuarosckuii uncturyr» — BUAM.

Pe3yabTarsl U 00CyKICHTE

B yacTtu 1 nanHo# cTaThy UCCIEA0OBAIM 3aBUCUMOCTD CTETICHU U3BJICYCHUS DJIEMEHTOB
u3 npoOsl opro-crutaBa BTU-4 oT cocraBa KHCIOTHON CMECH NPU PACTBOPEHHH B CHUCTEME
MHUKPOBOJHOBOT'O pa3yiokeHus. MIcxoas U3 mony4yeHHbIX JaHHBIX, JJI PACTBOPEHHS HABECKU
0,2 r ucnons3oBanu cMech cocrtaBa 5 mut H,O + 5 M HCI + 1 mn HNO3 + 1 M HF nipu
OTIpeIeIeHHH OCHOBHBIX 3ieMeHTOB. s onpenenenus npumeceit Cr, Cu, Fe, Mn, Ni, Si, Sn
B IIpo0ax OT IKCIEPUMEHTAIBHBIX CIUTKOB OPTO-CIUIABOB U CTAHAAPTHBIX 00pa3I[OB TUTAHO-
BBIX CIIJIAaBOB HCIIOJNB30BAIM TaKOE ke pacTBopeHue s HaBecku 0,2 T nubo B ciaydae mpe-
JIEIbHO HU3KHX CoJiep:KaHui mpuMeceit Opanu HaBecKy 0,4 I' M OCYILIECTBIISUIM paCTBOPEHUE B
cmecu coctasa 10 mx HCI + 1,5 mx HNO3 + 1,5 mi HF.

N3-3a unTEepdEpEHIINOHHBIX HAIOKEHUHN CIIEKTPATbHBIX JIMHUN, HAXOASAIINXCS OJIU3KO
IpyT OT JIpyra, MHTEHCUBHOCTh (DOHA MU XapaKTEPUCTUYECKOTO U3IYUYECHUS JIEMEHTOB MO-
JKET 3aBBIIMIATHCS WM 3aHMKATHCS, BHOCS CYIIECTBEHHYIO MOTPEITHOCTh B PE3YyJIbTaThl aHa-
nu3a. [Tostomy nns nannoit cucremsl Ti—Al-Nb npu onpenenenun npumeceii Cr, Cu, Fe, Mn,
Ni, Si, Sn HeoOX0MMO HCCIIETOBATh CIIEKTPAILHOE BIMSHHUE 3JICMEHTOB OCHOBBI U JIETUPY-
IOIIMX 3JIEMEHTOB Ha MMPUMECHBIEC JIEMEHTHI.

Jlna uccnenoBanusi UHTEpEpeHIIUi Ha TTPEIBAPUTENHFHO BEIOPAHHBIX JJITHMHAX BOJH A
(OTCestHBI OYEBHIHBIE CIIyYad CIEKTPaIbHBIX HAIOKEHHI) UCCIEyeMbIX DJIEMEHTOB TOCTe-
JIOBATEIHHO MPOBOAMIIA U3MEPEHHSI HHTEHCUBHOCTH TIO CIISIYIOIINM PacTBOpaM:

— pactBop xoJyoctoro ombita (X), comepxkammuii Ha 100 M OUIUCTHIIMPOBAHHOW BOJIBI
5 ma HCI + 1 ma HNO;z + 1 M HF;

— pacTBOpHI aHATUTOB (A), cozepKalire TOILKO OJIUH OMPEAeIIeMbIi dJIEMEHT C COOTBET-
ctBytomei konnenrpanueit: Cr, Cu, Fe, Mn, Ni, Si, Sn — mo 1 Mxr/mu;

78 TPYAbl BUAM / TRUDY VIAM 1 (143) 2025



McnbiTAHUS MQTEPUAAOB

— pactBopbl uaTepdepentor (M), comeprkanirie OCHOBHBIE U JICTUPYIOIINE SJIEMEHTHI ¢ MaK-
CHUMaJIbHBIMHU KOHIIeHTparusiMu, Mkr/mia: 1000 Ti; 1000 Nb; 200 Al; Mo, V, Zr, Ta, W — o 50.
Takum 00pazom, B JaHHOM SKCIIEPUMEHTE JJISl TPAIyMPOBKH HCIIOJIB30BAIM PACTBO-

pBL A, ISl OIICHKU CHIEKTPaIbHBIX HAOXKEHUU — pacTBOpHl M. Pe3ynmpTaThl mpencTaBiIcHbBI

B Ta01. 2.

Tabauya 2

Pe3yabTarsl Hcciie0BaHUA NHTEPQePEeHIIUOHHBIX HAJTOKEeHU BOJIN3H HEKOTOPbIX
CIIEKTPAJbHBIX JINHUI onpee/sieMbIX 3JIeMEeHTOB

Bvkaiiii NHTEHCHBHOCTD aHATUTHYECKOTO Tpenen «Muumasi»
AHaIHT uHTepdepent | CHTHAIA HA JUIMHAX BOIH AHAIHTOB, | ofpapykerns, | o o Pl
(mmHA BOMHBI (A BoMHEL WMII/C, B PacTBOpe Coo aHaInTa
Aa, HM) Do, M) X N " MKT/ML B pacTtBope U,
MKI/MJI
Cr (267,716) W (267,715) 127 7736 2241 0,003 <0,001
Cr (276,653) V (276,646) 159 9512 1671 0,004 <0,001
Cr (313,205) OH (313,218) 326 7905 40 089 0,008 5
Cu(219,227) | Ni (219,234) 21 1284 177 0,017 <0,001
Cu (223,009) | Ti(223,022) 17 1201 162 0,017 <0,001
Cu (324,754) | Nb (324,747) 249 24241 | 86367 0,001 4
Fe (238,204) Cr (238,219) 703 9048 1917 0,008 <0,001
Fe (240,489) | Ta (240,480) 440 5538 1115 0,011 <0,001
Fe (258,588) Mo (258,589) 174 2198 2767 0,013 1
Mn (257,610) | Nb (257,597) 106 77 881 2 040 0,001 <0,001
Mn (293,931) Ta (293,925) 39 14 096 392 0,003 <0,001
Mn (261,815) Fe (261,802) 13 887 2564 0,024 3
Ni (216,555) | W (216,555) 34 1 660 234 0,017 <0,001
Ni (231,096) Fe (231,129) 20 674 116 0,040 <0,001
Ni (227,021) | Nb (227,018) 54 1876 15 353 0,017 8
Si (221,667) Ni (221,648) 19 99 23 0,12 <0,001
Si (252,411) V (252,396) 58 690 21 0,046 <0,001
Si (251,432) Nb (251,435) 40 430 7752 0,075 20
Sn (189,925) Ti (189,939) 13 85 29 0,11 <0,001
Sn (283,998) | Cr(284,001) 30 1220 289 0,021 <0,001
Sn (226,893) | Ti (226,908) 11 113 7111 0,26 78

Ecnu B pacTBOpax ¢ mHTEepdepeHTaMu (UKCHPOBAIM KOHIIEHTPALMIO aHAIWTA, Mpe-

BBITIAIONTYIO OoJiee ueM B 2 pasa mpejesl 00HapyKEHHUS 3JIEMEHTa, TO JeJIalid BBIBOJI, YTO HH-
Tep(epeHIIMOHHBIC HAIOXKEHUSI MOTYT BHOCHUTH CYIIECTBCHHBIH BKJIAJ B MOTPEIIHOCTH pe-
3ynbTaToB aHanau3a. [Ipemen ooHapykeHust Cpin PACCUNTBHIBAIM KaK TPH CTAHJAPTHBIX KBa-
paTUYECKUX OTKJIOHEHHS JCCATH MapaUIeIbHBIX H3MEPEHUH paCTBOPA XOJIOCTOTO OIBITA.

JIist WILTFOCTpAIMK MTOJYYSHHBIX JaHHBIX M3 Ta0JI. 2 Ha pHC. 2 PEACTaBICH BH/I HEKO-
TOPBIX CIIEKTPOB BONMU3M mccienyeMbix nunuii Cr (a), Cu (6), Fe (6), Mn (2), Ni (0), Si (e),
Sn (orc).
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Puc. 2. CriexTpbl pacTBOPOB It aHATUTOB A (—) u 1j1s uHTepdepenToB U (- - -) (A — mirHA BOJIHBI)

Hcxons w3 momydeHHBIX WHTEHCHBHOCTEH (TaOy. 2) W BHJA CIEKTPOB BOJIM3H CIICK-
TPaAJIbHBIX JIMHUW aHATUTOB (pUC. 2), BBIOPAHBI CBOOOIHBIC OT CYIECTBEHHBIX HHTEP(EPEHITNN
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AHATUTUYECKUE JTMHUH, TPUTOHBIC 1715 KonudecTBeHHOro onpexaenenus Cr, Cu, Fe, Mn, Ni,
Si, Sn B TMTaHOBBIX OpTO-cruaBax (tabm. 3). Ilpenen ompeneneHust Cliy PaCCUUTHIBAIN Kak
TPY CTAHJAPTHBIX KBAJIPATUYECKUX OTKIOHECHUS JIECSITH MapaJljIeIbHbIX U3MEPEHHUI pacTBOpa
unreppepentoB (M), comepxkamiero TOJLKO OCHOBHBIE M JICTHPYIOIIUE JJIEMEHTBI OPTO-
CILJIAaBOB C KOHIIEHTPAIUSIMHU, OJIM3KUMH K MAaKCHMAJIbHBIM.

Tabnuya 3
Pe3yabTaThl BHI00PA CIEKTPATbHBIX JUHUA, CBOOOAHBIX OT 3HAYUMBbIX
HHTep(depeHIIUOHHBIX HAJI0KEHHH, M TPe/ieibl onpeaeeHus 3J1eMeHTOB
Amnanurnueckas [penen onpenencuus, AJIBTepHATUBHAS [penen onpeneneHus,
DneMeHT
JIMHHUS, HM Clim, MKI/MII JIMHUS, HM Clim, MKI/MII

Cr 267,716 0,003 276,653 0,003

Cu 219,227 0,018 223,009 0,023

Fe 238,204 0,004 240,489 0,010

Mn 257,610 0,001 293,931 0,003

Ni 216,555 0,019 231,604 0,020

Si 221,667 0,15 252,411 0,078

Sn 189,925 0,12 283,998 0,022

Jlst Habopa CTaTUCTUKYU U OLIEHKU METPOJIOTMUYECKHUX TOKa3aTeel Mo peKoMeH 1alluu
MeXrocynapcTBeHHo# cranmaptusanuu PMIT 61-2010 «Ilokaszarens TOYHOCTH, MPABUIBHO-
CTH, IPEIM3NOHHOCTH METOJAUK KOJUYECTBEHHOTO XMMHUYECKOTO aHain3a. MeTOo/Ibl OLIEHKN
MCIIOJIH30BaIM 00pasiibl CPaBHEHHUS, CMOJIEIMPOBAHHBIE B BUEC PACTBOPOB, OMOPHBIC 3HAYE-
HUSL KOTOPBIX C HEOOJBIINM IIIarOM HaXOJSATCS B AHAa30HE MACCOBBIX JI0JIEH 3TOI METOAMKHU
C YYETOM paCIIMPEHHBIX MUHTEPBAIOB COJICPKAHUS JIEMEHTOB JJIsi U3yUEHUs XUMUYECKOTO
COCTaBa, B TOM YHCIIE SKCIIEPUMEHTAIbHBIX OPTO-CILIABOB.

Hcxonnast KOHUEHTpaIUsi MOJEIBHBIX PacTBOPOB 2 r/am®. OT KaXIOro HCXOJHOTO
MOJICTIHHOTO PACTBOpAa OTOMpAM TPU CEPHH IO CEMb ATMKBOTHBIX YacTeH, pa30aBIIsIN
B 20 pa3 u mMpoOBOMIIM COBMECTHOE OmpeesieHne MaccoBoid oy snementoB Cr, Cu, Fe, Mn,
Ni, Si, Sn, MOBTOPUB SKCIIEPUMEHT 2 pa3a co CMEHOU omepaTtopa aHanuza. [lo pe3ymbratam
M3MEPEHUI PacCYMTHIBAIM MOKA3aTEeNH: TOBTOPSIEMOCTH, BHYTPHUIa00paTOPHOI MPEeU3HOH-
HOCTH, TOYHOCTH (Tao0m. 4).

Tabnuya 4
MeTpOJ’IOFI/I‘lCCKHe XApPaKTCPUCTUKHU, PACCUYUTAHHBIC 110 MOACJIBbHBIM pacTBOpam
eMeHT [Junana3on conepxa- [Noxkazarens Tounoctr, | Ilokazatens moBTopsi- | Ilokazarens BHYTpHiIabOpaTOpHOI
HUst, % (1o Macce) +3, % otH., (P = 0,95) €MOCTH, Sy, %0 OTH. MPEIM3HOHHOCTH, S|, % OTH.

0,001-0,01 11 4 5

Cr 0,01-0,1 7 3 4
0,1-1 3 1 2

0,001-0,01 10 4 5

Cu 0,01-0,1 6 3 4
0,1-1 3 1 2

0,001-0,01 14 4 5

Fe 0,01-0,1 5 3 4
0,1-1 4 1 2

0,001-0,01 10 4 5

Mn 0,01-0,1 5 3 4
0,1-1 3 1 2

0,001-0,01 12 4 5

Ni 0,01-0,1 7 3 4
0,1-1 2 1 2

0,001-0,01 19 6 7

Si 0,01-0,1 8 3 4
0,1-1 4 1 2

0,001-0,01 16 6 7

Sn 0,01-0,1 7 3 4
0,1-1 4 1 2
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Jl1st TOro 94TOOBI YCTAHOBUTH HIDKHHME TPAHHUIIBI OMIPEICIIIEMBIX COACPKaHUH METOIH-
ku s nerupyromux snementoB Cr, Cu, Fe, Mn, Ni, Si, Sn, npoBeneHa oIleHKa MpeaeoB
omnpeneneHus 3eMeHTOB Clim, KOTOPBIH pACCUUTHIBAIN KaK TPU CTAHIAPTHBIX KBAJIPATUIHBIX
OTKJIOHCHHUS ICCATH U3MepeHuit pacrsopa Ti (2 r/m).

JIsisi COBMECTHOTO OIPEEIICHHS DJIEMEHTOB B 3aBUCHMOCTH OT YPOBHS COJIEpYKaHUN
BEIOpaHbI 00BEM ATMKBOTHBIX YacTel U pazdaBneHue (Tadi. 5).

Tabnuya 5
Juana3oHbl onpeaesieMbIX COAepPKaHNUIi, 00beM AJUKBOTHBIX YacTeill U KOJI0
OmnpenenseMblii 3eMEHT Jluana3oHsl onpeaenseMbIX coaepxanuii, % (mo mMacce)
Cr, Cu, Fe, Mn, Ni, Si, Sn Ot 0,001 g0 0,1 BKIFOUUTEITHEHO >0,1
AJIMKBOTHAsI 9aCTh PacTBOPA, MJI 20 2,5
BMecTMOCTE KOJIOBI, MII 25 50
Pazbagnenue, pa3 1,25 20

Ha 3aBepmraromem 3tare pa3pabOTKU JIsi TIOATBEPKIACHUS MPABUIHLHOCTH pa3pado-
TaHHON MeToauku mpu onpenenenun Cr, Cu, Fe, Mn, Ni, Si, Sn ucrnonp3oBanu craHgapTHbIE
obpasisl kareropun COII, ucnonszyembie B BUAM, nns cimaBoB BTU-4 u BT6. Atrecro-
BaHHbIE 3HaueHus eMeHToB COII u pesynbTaTsl, nonyderusie merogoM ADC UCII, npen-
CTaBJIEHBI B Ta0II. 6.

Tabnuya 6
ATTEeCTOBAHHbIE 3HAYEHUS] M MOTPELIHOCTH CTAHIAPTHLIX 00pa3uoB npennpusatus (COII)
W3 TUTAHOBBIX CIJIABOB U pe3yJbTaThl onpenenenus Meronom AJC UCII asiemeHTOB
C /I0BepuTeJbHbIM HHTEepBaJIoM (pu N =4 u P = 0,95)*

HaumenoBanue CopeprkaHue dIIEMEeHTOB, % (110 Macce)

coIl Cr Cu Fe Mn Ni Si Sn
0,0089 0,0115 0,370 0,0091 0,0340 0,240 0,0180
BTU-4 0,003 0,005 0,04 0,002 0,008 0,02 0,004
0,0098 0,0117 0,364 0,0089 0,0343 0,230 0,0167
0,001 0,003 0,01 0,001 0,005 0,02 0,003
0,0282 0,0176 0,130 0,0022 0,0247 0,0745 0,0083
BT6 0,003 0,002 0,01 0,0005 0,004 0,007 0,001
0,0291 0,0166 0,137 0,0023 0,0253 0,0732 0,0081
0,002 0,001 0,01 0,0003 0,003 0,005 0,001

* Huxnsist crpoka — pesynbtatel ADC UCII (£A).

Bunno, uto Mexay pe3yibTaTaMH aHaiu3a U artecToBaHHbIMU 3HaueHussMu COII oT-
CYTCTBYIOT 3HAUMMbI€ PacXoXKAeHUs (MPaBHIBHOCTh MOJYYEHHBIX PE3yJIbTAaTOB OLIEHUWBAIU
no kputepuro CterozenTa npu P =0,95 u n = 4).

3akaoueHus

Taxum oOpazom, pazpaboTaHa METOUKA ONpeAeNeHus: MpuMecHbIX dneMeHToB Cr, Cu,

Fe, Mn, Ni, Si, Sn B TutanoBsix opto-cimaBax MmerogoM ADC HCII. DkcnepuMeHTanbHO Mo-

NoOpaHbl aHAMTHYUECKUE TuHUK Ui onpeaencuus Cr, Cu, Fe, Mn, Ni, Si, Sn. [IposeneHsr

WCCJICIOBAHMSI METPOJIOTHYECKUX XAPAKTEPHUCTUK METOAMKH C UCTOJIB30BAHUEM MOJICTHHBIX
pacTBOPOB:

— st conepskanust dneMenToB >0,001 % (o mMacce) mokaszaTesb MOBTOPSEMOCTH M TIOKa-

3aTenb MPOMEXKYTOUHON MPEIM3NOHHOCTH HE MPEBBIIAIOT 5 % OTH., MOKa3aTelb TOYHOCTH:
20 % oTH.;
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— ns conepkanus anemenToB >0,1 % (1Mo macce) mokasarenb MOBTOPSIEMOCTH U MOKa3a-
TEJIb MPOMEXYTOUHON MPEHU3UOHHOCTU HE mpeBblatoT 4 % OTH., OKa3arelb TOYHOCTH:
8 % oTH.

Pa3zpaborannas Metonuka onpeneneHus npumecHsix 3nmemeHToB Cr, Cu, Fe, Mn, Ni,
Si, Sn B TuTaHOBBIX OpTO-ciiaBax MerogoM ADC MCII MoxeT NMpUMEHATHCS TakKe s
ONpeJIeJICHUsI COCTaBa COBPEMEHHBIX TUTaHOBBIX ciuiaBoB Tuna BTU u BUT. Pa3zpaboTanusbrit
METOJAMYECKUI TOAXO0J CIIOCOOCTBYET M3YUCHUIO BIIMSHUS Pa3HBIX COJEPKAHUM MPUMECHBIX
anementoB Cr, Cu, Fe, Mn, Ni, Sn, Si (kak 1o oTJIeIbHOCTH, TaK U B CyMME) Ha KOMIUIEKCHO-
JIETUPOBAHHbBIE OPTO-CILIABBI.
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