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IIpencrasinena MeTOIUKA aHATH3A HOBBIX KOPPO3UOHHO-CTOMKNX TUTAHOBBIX CILIABOB, JIETH-
POBAHHBIX PyTEHHEM, METOIOM ATOMHO-3MUCCHOHHOM CITEKTPOMETPHH C UHIYKTUBHO-CBI3aH-
Hoit wasmon (AIC HCII), Brimrouaronias MEKPOBOJIHOBYIO IOATOTOBKY po0bl. O60CHOBAHBI
COCTaB KUCJIOTHOM CMECH U TeMIIepaTyPHO-BPEMEHHbIe IapaMeTphbl MPOOOIOTOTOBKY THTA-
HOBBIX CILIABOB B YCIOBHAX MUKPOBOJIHOBOTO HATPEBA B ABTOKJIABE, 00ECIIEUNBAIOIIME KOJIH-
YecTBEHHOE IepeBefieHre HpoObl B yA0OHY aHAIHUTHYECKY0 ¢opMy 6e3 [MoTepb JIETY4HX
roMmmoHeHTOB s nocnenyiomero AJC-UCII amanmza. Haiimensr onrumanbHbie yCIoBHA
BO30Y:KIEHUS AHAJIUTUYECKOTO CUTHAJIA, BHIOPAHbI AHATUTHYIECKUE JUHUM JJIEMEHTOB, CBO-
GOHBIE OT CIEKTPATBHBIX TIoMeX. VicenenoBanu 06pasibl ONBITHBIX IUTABOK IPOMBIITLIEHHBIX
TUTAHOBBIX CILUIABOB PA3JIMYHBIX KJIACCOB, 00BEMHO JIETHPOBAHHbIE PyTEHHUEM, KOTOPhIE HAXO0-
IATCA B CcTauy paspaboTkd U B PO mpoMbBIIIUIEHHO ITOKA He BBIMTYCKAIOTC (MAPKH CILIABOB
IIT-7M+Ru, IIT-3B+Ru, 5B+Ru, 37+Ru, BT-22+Ru). O6pasiip! CIIIaBOB COMEP:KAIN CIIe-
Iytolue Jerupyrorrue sneMeHTsl (% mace.): Al (1,8-6,3); V (1,0 -5,5); Mo (0,7 -5,5); Zr
(0,2 -3,0); Cr (0,5-1,5); Fe (0,5-1,5); Ru (0,05 - 0,15). [IpaBunbHOCTD OIIPeIeIeHuUs JIETH-
PYIOILINX 9JIEMEHTOB ITOATBEPKIAIH IIyTeM aHAIN3A CTAHAAPTHHIX 06PA3I0B METOOM BAPHH-
POBaHUS HABECKH, 4 B CIydae PYyTEHHs — METOIIOM «BBEIEHO — HaljieHo». Paspaboranuas
METOIUKA TI03BOJISIET CYIIECTBEHHO COKPATUTH MPOJOKATEILHOCTD aHAIK3A 38 CUET CoYeTa-
Hua MHOTo31eMeHTHOro Meroxa AJC-HCII ¢ MuKpOBOIHOBOM TPOOOIIOATOTOBKOM, PACIIIH-
PHUTH MIEPEYEHDb OMPEeAesieMbIX DIIEMEHTOB B THTAHOBBIX CILIABAX U MOBBICHUTH IIPEIM3HOH-
HOCTH Pe3yJIbTaToOB AHAIU3A.

KaroueBble cjioBa: TUTAHOBBIE CIUIABBI, PYTEHWH; MHKPOBOIHOBAS IIPOOOIIOATOTOBKA;
ASC-UCIIL
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We present a technique of multi-element analysis of new corrosion-resistant titanium alloys doped
with ruthenium using Optima 7300 DV ICP-AES spectrometer (Perkin Elmer Corporation, USA) and
microwave system Speedwave FOUR (Berghof Products, Germany). Compositions of the acid mixture
as well as the temperature and time parameters of the sample preparation of titanium alloys under mi-
crowave heating in an autoclave which ensure a complete quantitative transfer of the sample into a
convenient analytical form for subsequent ICP-AES analysis without loss of volatile components are
substantiated. Optimal conditions of excitation of the analytical signal of analytes for ICP-spectrome-
ter are specified and analytical lines of the elements free of spectral interference are chosen for deter-
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mination of all critical components in corrosion-resistant titanium alloys. The studies were carried out
using samples of experimental melting of industrial titanium alloys of different classes, which, due to
volumetric doping with ruthenium, are under development and are not yet commercially available in
Russia (grades of alloys PT-TM+Ru, PT-3B+Ru, 5B+Ru, 374+Ru, BT-22+Ru). The samples contained
the following alloying elements (% wt.): Al (1.8-6.3); V (1.0-5.5); Mo (0.7-5.5); Zr (0.2 -3.0);
Cr (0.5 -1.5); Fe (0.5 - 1.5); Ru (0.05 - 0.15). The correctness of the alloying element determination is
confirmed by analysis of standard samples using the method of sample variation and spike test for ru-
thenium determination. The developed technique significantly shortens the duration of the analysis
due to combination of the multi-element method of ICP-AES with microwave sample preparation, ex-
pands the list of detectable elements in titanium alloys, and increases the accuracy of Al, Si, V, Cr, Fe,
Ni, Cu, Zr, Nb, Mo and Ru determination in titanium alloys in critical(rated) ranges of concentrations.

Keywords: titanium alloys; ruthenium; microwave sample preparation; ICP-AES.

TuraHoBbIE CILIABBI, XapPAKTEPHU3YIOIIHUECT BhICOKOMH
IIPOYHOCTHIO U KOPPO3UOHHOU CTOMKOCTHIO, HAXOAAT
[IpUMeHEeHHe B aBUAIIUN, PAKETHOM TeXHUKE, XUMH-
YEeCKOM MAIIMHOCTPOEHUH, HE(PTEXUMUH, CYAOCTPO-
€HHU, DHEPrOMAIINHOCTPOEHUH U BO MHOTHUX JPYTHX
orpaciax [1]. HecmoTpa Ha 3HAYUTENBHYIO YCTOM-
YHBOCTH THTAHOBBIX CILJIABOB B IPHUPOAHBIX U 6OJIb-
IIWHCTBE IIPOMBIIIEHHBIX Cpell, HOBble 00JIacTh
MIPUMEHEeHUsI, B YaCTHOCTH, U3TOTOBJIEHIE 000pyI0-
BaHWA 1)1 J0ObIMH HE(PTH U ra3a Ha MOPCKOM IIIeIb-
e, Temro06MeHHOr0 O0OPYIOBAHHA JHEPreTHIe-
CKHX yCTAHOBOK, B TOM YHCJIE aTOMHBIX, [JIA XUMH-
YeCKOTr0 MAIIIMHOCTPOEHHUS IIPEeIbIBIIAIOT elrle 6oiee
BBICOKHE TPeOOBaHUI K KOPPO3HOHHOM CTOHKOCTH.

Hawu6onee sdpderruBHBIM C0CO60M IIOBBIIIIE-
HHSI YCTOMYHMBOCTHA K KOPPO3UM THUTAHA M €r0 CILIA-
BOB SIBJISIETCH TIEPEBO METAJJIa B YCTOMYHUBOE IIac-
CHUBHOE COCTOAHUE 34 CUET CIEIUAIBHOTO JIETUPOBa-
Hus. Bo3aMOKHBI JBa THIA JETHPOBAHUA, KOTOPHIE
YIY4IIaoT MacCUBAI[MOHHbBIE CIIOCOOHOCTH CILIABOB
THTAHA: METAJIAMH, BIUAIOIAMY IIPEUMYII[€CTBEH-
HO HA aHomHyio ycroumBocthb (Ni, Mo, Nb, Cu, Ta
¥ Ip.), ¥ MeTajjiaMu, 00JIerdaloliuMyi IPOTeKaHue
KATOAHBIX IIPOILIECCOB — MajbIMH gobaBkamu (10
0,05 — 0,15 % macc.) ¢ BBICOKMM TIepeHAIPIIKeHNEeM
BBIZIeJIeHUs Bogopoa (mauraguii, pyTeHuH, ILIaTh-
Ha u ap.) [2]. K coxanenuro, mpu mpousBOACTBE TH-
TaHOBBIX cIIaBoB B PP Gosbiee pacrpocrpanenue
TIOJIyYIHJI TOJIBKO IIEPBIM THII JIeTHPOoBaHusd. B To ke
BpeMs IPAKTHKyeMoe 3a py0OeskoM JIeTHPOBAHKE TH-
TAHOBBIX CILUIABOB PYTEHWEM CIIOCOOCTBYET 3HAYH-
TEJIbHOMY ITOBBIIIEHHUI0 KOPPO3MOHHON CTOMKOCTH,
9T0 0becreYnBaeT IPUMEHEHHe TAKUX MaTepPHAaJIOB
B arpPecCHUBHBIX CPeIax C BHICOKHM COJIEBBIM (POHOM
npu temmeparype ceeiire 200 °C. OreuyecTBeHHas
MPOMBIIIIJIEHHOCTh HE MPOH3BOAUT TAKHE CILIABHI,
OJTHAKO HCCJIEOBAHUA II0 CO3JaHHUI0 JIETHPOBAHHBIX
PyTE€HHEM TUTAHOBBIX CILUIABOB MPOBOAATCH, O YeM
CBUIETENLCTBYIOT maTeHThl PO [3].

B macrosdimee Bpema Ajid aHATUTHIECKOTO KOH-
TPOJIT TIPOMBIIIIIEHHO BbIIMYCKAEMbBIX THTAHOBBIX
CIIJIABOB PEKOMEHIOBAHBI TPYAOEMKHE U IUTENh-
HbIE OJJHOJIEMEHTHBIE METOALI TUTPUMETPHH, CIIEK-
TpochoTOMEPHH, MTOTEHIITHOMETPHN KU ATOMHO-a0-

copOumonnoi coekrpomerpuu (I'OCT 19863.1 -
I'OCT 19863.15-91), a Taxsxe dororpaduueckuii u
(hOTOSTEKTPUYECKHH SMHUCCHOHHBIE CIIEKTPAIbHbBIE
meronsl anamusa ('OCT 23902) kak TBepabIx 006-
pasIoB, TAK W PaCTBOPOB IMPO6 IIOC/e KUCIOTHOTO
pacrBopenusa. Oguaro yrasauasiii 'OCT opuentu-
pOBaH Ha HCIIOIb30BaHKE yCTapeBIIero 000pymaoBa-
uusa (kBantomerpo [PC-36, [PC-51, MPC-8 u
T.7l.) ¥ OIIHCHIBAET OIIpe/iesIeHre OrPaHNIEHHOTO I1e-
PeYHsd 3JIeMEeHTOB B KOHIIEHTPAIIMOHHOM [HAaIla30He,
KOTOPBIHN B IIOJTHOM Mepe He 0XBaThIBAaeT HOBBIE Ma-
tepuasbl. Kpome Toro, mpsmMoii anaiaus Tpebyer Ha-
nuumna Habopa crarmapTHbIx 00pasios (CO) cocraBa
IUUTST KAMKIOTO THUIIA aHAIM3UPYEMOro MaTepHaa.

MeskayHapoaubie CTaHAAPTHI AJS AHAIW3A TH-
TAHOBBIX CILJIABOB PEKOMEHYIOT 00jiee COBpEMEH-
Hble WHCTPYMEHTAJIbHbIE METOIbI ATOMHO-3MUCCH-
OHHOTO [4] nnu PeHTTeHO(IYOPECIIEHTHOTO aHAIH-
3a [5], B ToM umciie, METOJ aATOMHO-dMHCCHOHHOI
CIIEKTPOMETPUH C MHAYKTUBHO-CBI3aHHOU IIJIa3MOM
(A9C-HCII), Brmouaoui IPagyUPOBKY CIIEKTPO-
MeTpa II0 BOJHBIM CTAHAAPTHHIM PACTBOPaM, COOT-
BETCTBYIOII[UM COCTABy aHAIHU3UPYEMbIX IPOO.
Takoii moaxox OBLT YCIENIHO MPOAEMOHCTPUPOBAH
P aHAIW3€e JKAPONPOYHBIX HUKEJIEBBIX CIIJIABOB
aBUAIMOHHOTO HA3HAYEHUd, JEeTUPOBAHHBIX pyTe-
HHeM [6, 7], a Takke NpU OIpENENIEeHUN pAAa dIe-
MEHTOB B TUTAHOBBIX crjiaBax [8]. B omucanubIx Me-
TOAUKAX TUTAHOBBIE CILIABHI PEKOMEHyeTCS Iepe-
BOJIUTH B PACTBOP NPH HATPEBAHWH B OTKPBITHIX
cucremax ¢ mnpumenenrem cmecu kwciaor (HCI,
H,SO,, HF, HNO;, HC10, [9]; HF + HNO; unu
HCI + HF + HNO; B pas3iu4HbIX 00bEMHBIX OTHO-
meHusx [4]), 4To 3aHMMAaeT MPOIOJLKUTEIILHOE Bpe-
MA M MOXKeT ObITb NMPUYUHOW TOTEPHU PYTEHHST B
BU/IE JIETYIUX COTUHEHUH.

Hawubosmee mepcmekTuBHBIM CII0COO0M TIPOOO-
MTOJITOTOBKY ABJAETCA JECTPYKIHI Ipod B aBTOKJIA-
Bax C HCIIOJIb30BAHHEM CMECH KHUCJIOT B YCIOBHAX
MUKPOBOJIHOBOTO Harpesa [10].

Hens macrosmei paboTsl — paszpaboTka MeTo-
mukn AJC-MCII-ananusza HOBBIX KOPPO3HOHHOCTOL-
KHX TUTAHOBBIX CILJIABOB, BKJIIOYAIOIIAT MHUKPOBOJI-
HOBYIO IIPOOOIIOJTOTOBKY.
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B rauecrBe 00BEKTOB HCCIENOBAHHS BHIOPAHBI
00pasIibl ONBITHBIX IJIABOK IITUPOKO M3BECTHBIX IPO-
MBIILIEHHBIX TUTAHOBBIX CILJIABOB PA3JIMYHBIX KJIAC-
coB (a, P, mceBmo-a u 1ceBa0-P), 00BEMHO JIETHPO-
BaHHbIe pyTeHumeM [3, 11], KOTOphIe HAXOAITCI B
craguu paspaboTKH U IPOMBIILIEHHO B PP moka me
Beimyckaorcas  (mMapkm  cmmaBoB  IIT-7TM+Ru,
IIT-3B+Ru, 5B+Ru, 37+Ru, BT-22+Ru). [lanubie
CILJIABBI COMEP:KaT CAEAYMOIIHe JIETUPYIOIHe dJie-
meHTbl (% mace.): Al (1,8 -6,3); V (1,0 -5,5); Mo
(0,7- 5,5); Zr (0,2-3,0); Cr (0,5-1,5); Fe (0,5 -
1,5); Ru (0,05 - 0,15).

B pabore ucrionb3oBanu ciienymolyue peareHTo:
XJIOPOBOJIOPO/IHYI0, (PTOPOBOJOPOIHYIO, A30THYIO
KucIoThl (0c4) 0e3 MOIIONHUTENbHOM OYMCTKH, IIe-
POKcHI HATPHUA (X4), PyTEHHH MeTaJINIeCKUi Map-
ku Py A-1 (I'OCT 12343), pacTBOp MOHOB KPEMHU
(I'CO 9729-2010), TuTaH, aXIOMHHHI, BaHAIWMH,
XpOM, KeJIe30, HHUKEeIb, MeIb, IIUPKOHUH, HHOOUI,
Monubmen Meramindeckne (>99,95 % macc.).

YuuThiBasg XWMHYECKHI COCTAB WCCIIELyEeMbIX
MaTepHaJIOB, [IJi PACTBOPEHHMSI OCHOBBI IIPOOKI U JIe-
rupyiomux merawioB (Al, Ti, V, Cr, Fe, Mo u Zr)
B KA4YeCTBE OCHOBHOTO KOMITOHEHTA PEAKIMOHHOMH
cmecu [9] ucnonszoBanu koHuneHTpuposanuyo HCL
Hob6asmenne xounentpupoBanuoii HNO; mo okon-
YAHWM HAarpeBa CIOCOOCTBYeT OKHMCIEHHIO KOMIIO-
HEHTOB W II03BOJISET BU3YAJIBHO KOHTPOJIHUPOBATH
MTOJTHOTY PACTBOPEHUS MPOOBI, TAK KAK TUTAH pac-
tBOpsierca B ropsaueit HCI ¢ o6pasoBanuem coenrue-
uuii Ti (III), koTopbie uMeroT PHOIETOBYIO OKPACKY,
a ipu BBegennu HNOj; wiut 1pyroro oxkucauTesNs me-
pexomar B coegunenus Ti (IV), umerorue xeaTyro
okpacky. [Ipu manmumumu B mpobax HUOOHS B peaKIIH-
oHuy10 cmech pobasisairua HE. Ocoboe BHrManue yie-
JIANMM COCTABYy M IIOCJTENOBATENBHOCTH BBEIEHU
KOMIIOHEHTOB KHCJIOTHOM CMECH, a TaKiKe TeMIepa-
TYPHO-BPEMEHHOMY PERUMY IIPOGOIOATOTOBKH, IIO-
CKOJIBKY IIPW MHOTOSJIEMEHTHOM aHAIu3e HeO00XOIu-
MO IIepeBefieHre B ya00Hy0 aHAIUTHIECKYI0 (DOPMY
BCEX OIIpeeIieMbIXx KOMIIOHEHTOB IIPOOHI.

IIpo6oIoAroTOBKY OCYIIIECTRIISIIINA C IPUMEHEHH-
eM MHUKPOBOJHOBOM cucrembl Speedwave FOUR
(Berghof Products, 'epmanus) ¢ apTokaaBaMu THIIA

Ta6auma 1. YcinoBus MUKPOBOIHOBOH IOATOTOBKH IPOGKI

Jrar pacTBOPEeHUI

ITapamer

P P 1 2 3
Temneparypa, °C 140 170 220
[aBnenue, atm 50 50 50
Morttaocts, % 80 80 920
Bpewms marpesa mo sagan-
HOU TeMIepaTyphl, MHH 3 3 3
Bpewms repmocraTupo-
BaHMA, MUH 3 3 15

DAP-60 uz ¢gropomnacra TFM ¢ BHyTpeHHHUM 00B-
emom 100 Mmn u pabouum maBnenuvem 10 60 aTwm.
Temneparypy pacrBopenus (B auamazone 50—
220 °C) KOHTPOJHPOBAIN C IIOMOIIBI0 OGECKOHTAKT-
voro UK-nartunka.

CooTHollIeHEe KOMIIOHEHTOB PEAKIMOHHON cMe-
cu, obecreunBaoIed MOTHOe PACTBOPEHNE BCEX HC-
cleyeMbIX P00 KOPPO3UOHHO-CTOMKHUX TUTAHOBBIX
CILJIABOB, BHIOMPAIIH DKCIIEPUMEHTAILHO IIPH Helpe-
ppiBHOM Harpese f0 Temmepatyp 140, 170 u 220 °C,
MIOJTHOTY Pa3JI0:KeHUA KOHTPOIUPOBAIN BU3YATHHO.
KoanuecTtBennoe nepeseneHne B pacTBop 06pasiios
CIIJIABOB BCEX TUIIOB HAOIIONATIOCH IIPU YBETUIEHUHN
oowema HCI mo 10 max u HF nmo 0,1 mur mpu Harpese
mo 220 °C.

Hagecky mpo6sr (0,1000 r) momemanu BO ¢ro-
POILIACTOBBIM aBTOKJIAB, Kobasasanu 10 M KOHIIEH-
tpupoBauHoi HCI (p = 1,19 r/miu), opu HaIuduu B
npo6be Nb nobasmsaau 0,1 mix HF (p = 1,15 r/mn), 3a-
TeM TepMETH3UPOBAIU aBTOKJIAB IPENOXPaHUTE]b-
HOM KPBIITKOM, TOMEIIaJI B MUKPOBOJTHOBYIO CUCTe-
My u mojaBepranu HarpeBy. llocne oxmammenus mo
KOMHATHOH TeMmIiepaTyphl 100aBadiaun 1 M pacTBo-
pa HNO; (p = 1,41 r/mi) ¥ TIaTeasHO TepeMeru-
anu. [lonyueHHbBIH pacTBOP MEPEHOCHIH B MEPHYIO
K00y BMecTuMoOcThI0 100 MT ¥ HOBOOWIH OO0BEM
pactBopa /0 METKM IHUCTHJLIMPOBAHHOM BOJOH.
Ilomy4yeHHBIH pacTBOp YCTOMYWB B TeUeHUE HE Me-
Hee 3 MecCAIeB.

Hcnonbsosaune HCl npu pasnoxennu mpob 6e3
PUMEHEeHUs OKHUCIAUTENs M03BOJIMI0 u30exaTh
OypHOrO ra3o00pasoBaHWS B AaBTOKJIABAaX, BCIE-
CTBHE Yero CTaji0 BO3MOKHBIM IIOJIHOE BCKPBITHE 00-
pasIoB BCEX THUIIOB HCCIETOBAHHBIX THTAHOBBIX
CIIaBOB mpu Harpese 1o Temmepatypsl 220 °C co
cxkopoctbio 11 °C/MUH ¥ TEpPMOCTATHPOBAHUU B Te-
yenne 15 muu. I cokpaleHus BpeMeHH po6o-
MIOTOTOBKY TPEIJIOKEHO KCIIONB30BATh TPEXCTY-
TeHYaThIi HArpeB pearknuonHoi cmecu mo 220 °C
C IPOMEKYTOYHBIMU CTATUAMH CTAOUIU3AIINH TEM-
mepatypsl B Tedenue 3 MmuH (taba. 1). Obiee Bpems
pasnosxenus mpob cocrasiasaer 30 MUH.

Ilepeuensb ompenensembix amemenToB (Al, Si, V,
Cr, Fe, Ni, Cu, Zr, Nb, Mo u Ru) obyciosiex Tpe6o-
BaHHUSAMH HOPMATUBHOH JOKYMEHTAIlUW HA TUTAHO-
BbIe criaBsl [12]. J[1d aHanmn3a THTAHOBBIX CILIABOB
ucnoab3oBamu M CII-cmekrpomerp «Optima 7300
DV>» (PerkinElmer, CIIIA) ¢ akcuanbHbIM HaOIIOIE-
HueM mnasmbl. Kputepusamm BbIGOpa aHamuTHIe-
CKUX JIMHUH CIY:KUTH WHTEHCUBHOCTH AHAIUTUYE-
CKOTO CHTHAJIa M OTCYTCTBUE CHEKTPATBHBIX ITOMEX,
KOTOpPBIE BBIABISAIN B PE3yabTare aHAIN3a MOAENh-
HBIX BOZHBIX PACTBOPOB, COIEPIKAIINUX aHATUT B MH-
HUMAaJIBHOH KOHIIEHTPAIlUU, & MATPUYIHbIE U JIETH-
pyIoIie KOMIIOHEHThI — B MaKCUMaJIbHOH. AHau-
THYECKHe JIMHUY BBIOMPATM HA OCHOBE JIUTEPATYP-
HBIX HAaHHBIX [4, 13 u 14] u 6a3bl AAaHHBIX IIPO-
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Ta6mauua 2. Ycnosus onpenenenuns Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo u Ru meTomom A9C-HUCII

OmnpenenseMblii  AHaIUTHYECKAT BosmosxHbIe criek- YrioBoi koadunreHT ypas- Koaddunuenr [Juanasox rpagyupos-
HIIEMEHT JIMHUS, HM TpaJIbHBIE IOMEXH, HM uenws perpeccun I = bC + a KOPPeJsud, I Ku, % Macc.
®axrop paséasaerus 1:10 000
Al 394,401 — 2599 0,999 1,0-10,0
\% 359,202 — 3298 0,999 0,5-6,0
Mo 202,030 — 6289 0,999 0,3-6,0
Zr 343,823 — 40050 0,999 0,1-5,0
®PaxTop paséasaenus 1:1000
Cr 284,325 Zr 284,351 37820 0,999 0,05 -2,0
Si 288,158 — 20400 0,993 0,01-0,5
Fe 259,939 — 66570 0,999 0,01-2,0
Cu 327,393 — 108 000 0,999 0,01-1,0
Ni 231,604 — 24 390 0,999 0,01-1,0
Nb 269,706 — 11970 0,999 0,1-5,0

Ru 240,272 Fe 240,260 2223 0,999 0,01 -0,50

Ta6muna 3. Pesynsrars: ananusza CO cmaBoB Ha ocHoBe TuTana (n = 5; P = 0,95, ¢, = 2,78)
Ompepemsembtit e o Conepmanwe, X + A, % Macc. N -
9JIeMEHT ArrecToBaHHOE Haiinennoe

Al IIT-T™ 783 1,81 + 0,03 1,78 = 0,06 0,01 1,18
IIT-3B 36 4,32 + 0,08 4,45 = 0,06 0,01 2,75
5B 55 5,12 = 0,07 5,12 = 0,12 0,01 0,07
Cm. 37 957 4,90 = 0,06 4,99 = 0,05 0,01 2,47
BT-22 BT-22 4,79 = 0,03 4,80 = 0,05 0,01 0,48
\% IIT-T™M 783 0,93 = 0,02 0,95 * 0,02 0,01 1,56
IIT-3B 36 1,68 = 0,02 1,71 = 0,02 0,01 1,89
5B 55 1,42 + 0,02 1,42 = 0,07 0,04 0,07
BT-22 BT-22 4,77 = 0,02 4,79 = 0,18 0,03 0,37
Mo 5B 55 1,01 = 0,03 0,98 = 0,04 0,04 0,48
Cm. 37 957 1,69 += 0,03 1,67 = 0,03 0,02 0,15
BT-22 BT-22 4,76 = 0,02 4,77 = 0,03 0,01 0,73
Zr IIT-7M 783 3,41 = 0,04 3,42 = 0,06 0,01 0,48
Cr IIT-T™ 783 0,062 = 0,003 0,061 = 0,002 0,03 0,62
IIT-3B 36 0,091 = 0,004 0,089 = 0,003 0,02 0,96
BT-22 BT-22 0,98 = 0,01 0,96 + 0,04 0,03 1,12
Si IIT-7M 783 0,095 = 0,006 0,098 = 0,002 0,02 0,84
IIT-3B 36 0,062 = 0,004 0,064 = 0,001 0,01 0,69
5B 55 0,042 = 0,002 0,041 = 0,002 0,04 1,02
Cm. 37 957 0,23 = 0,01 0,22 = 0,01 0,05 1,72
BT-22 BT-22 0,074 = 0,003 0,074 = 0,002 0,02 0,21
Fe IIT-T™ 783 0,169 = 0,006 0,160 = 0,004 0,02 1,64
IIT-3B 36 0,222 = 0,007 0,212 = 0,006 0,02 2,06
5B 55 0,193 = 0,009 0,184 = 0,005 0,02 1,60
Cm. 37 957 0,25 = 0,01 0,25 = 0,01 0,04 0,52
BT-22 BT-22 1,06 += 0,02 1,09 = 0,03 0,02 1,98
Cu IIT-T™M 783 0,076 = 0,003 0,078 = 0,002 0,02 0,87
IIT-3B 36 0,075 = 0,004 0,075 = 0,002 0,03 0,16
Ni IIT-3B 36 0,083 = 0,004 0,077 = 0,003 0,03 2,46
Nb Cm. 37 957 0,81 = 0,03 0,75 = 0,05 0,05 2,52
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rpaMMHOrO obecriedeHus crekrpomerpa (Tabi. 2).
O6paboTKy CIIEKTPOB, TPAAYHUPOBKY H ydeT ()oHA
OCYILIECTBIIAIN C IPUMEHEHHeM IIPOrpPaMMHOIO Iia-
rera WinLab32.

OnrumanbHble YCIOBHSA ATOMHU3AINN, MOHH3A-
WY ¥ U3MEpPEeHUs aHAIUTHYECKUX CUTHAJIOB OIIpe-
JEATN C YIETOM OLIEHKH YCTONYHMBOCTH COCTOSHUA
IJIa3MBI II0 OTHOIIIEHWIO HHTEHCUBHOCTEN NOHHOU U
aromuou jgunaui maraua Mg IT 280,270 am u Mg I
285,213 um [15] mpm BapbUPOBAHWH MOIIHOCTH,
mogsoguMor K 1rasme, oT 800 mo 1500 Bt u moro-
Ka aproma, pacmbuisiomniero mpody, or 0,25 1o
1,0 i/mMuH. YcTOMYMBOE COCTOSAHUE ILIa3Mbl IIPH OT-
HOIIIEHUH JUHUN Marausg >10 (MUHMMAJIbHO BIIHA-
HHUE HECIEeKTPAIbHBIX II0MeX) OBLIO JIOCTHUTHYTO
B CIEAYIOIINX YCIOBHUAX PabOTHI CIIEKTPOMETpPA:
yacToTa ILrasMeHHoro remeparopa — 40,68 MI'm;
MOIIHOCTh Twias3mMbl — 1250 Br; mrasmoo6pasyro-
WA TOTOK aproHa — 15 ji/MuH; BCOMOraTeaIbHbIH
motok aproHa — 0,2 jI/MHH; PaCIbUISIONIAN ITOTOK
aprona — 0,55 j1/MuH; CKOpPOCTH pacxoga pacTBopa
mpobbr — 1,5 mur/mMuH; HAOIIOAEHNEe Ia3Mbl — aK-
CHaJbHOE; paspelneHne CIeKTPOMETPa — BBICOKOE;
BpeMd MHTerpaiuu curiana — aprope:xum (ot 0,01
10 20 ¢); KOJIMYeCTBO IIOBTOPEHMI CUNTHIBAHUI — 3;
MEeTO[I OIIpeJieJIeHUsI HHTEHCUBHOCTU CIIEKTPAIHHON
JUHUK — IUIOIIAJb ITHKA II0 TpeM TodkaM. Pacmbl-
auTenbHaa Kamepa tuma CKOTTa C MOMepedHoIIoTo-
KoBbIM pacubuiuTenem tuna GemTips™ usrorosie-
Ha W3 IIOJIMMEPHOTO MaTepuasna, yCTOMIUBOTO K BO3-
nevicteuio HE

Il mocTpoeHus TPAIyHPOBOYHBIX XapaKTepH-
CTUK U3MePAIN HHTEHCUBHOCTH aHAIUTUIECKUX JIH-
HUU OIIpeJesiseMbIX 3JIEMEHTOB B 4 — 5 cranmapr-
HBIX pacrBopax, comep:xamux Al, Si, V, Cr, Fe, Ni,

Cu, Zr, Nb, Mo u Ru u npuroroBieHHBIX U3 OTHO-
SJIEMEHTHBIX  PACTBOPOB C  KOHIIEHTpAIIHEH
1000 mEr/mur, s pyrenus — 250 MKr/MiI, KOTOpbIe
IIOJIy4Yajy I[yTeM PACTBOPEHUSI HABECOK YHMCTBHIX Me-
TAJJIOB B KHCJIOTaX U (DTOPOCHINKATA HATPUSA B IE€H-
OHU3UPOBAHHON Bome. Kpome Toro, cranmapruble
pacTBopbl B KadecTBe (pOHA COAEP:KANN THUTAH B
kounenTpanuu 800 MKI/MJI M KHCJIOTBI, HCIIOJIb3ye-
Mble [IJI1 PaCTBOPeHus Ipob.

CrangapTHBIH PacTBOP PYTEHUS C KOHIIEHTpa-
muei 250 MKI/MJI TOTOBUJIM CILIaBJIEHHEM TOYHOU
HaBecku 0,0500 r mopoIrka MeTaTHIecKoro pyTe-
uud ¢ 4 — 5 r NayO, B Kopyumosom turie npu 800 °C
B TeueHme 30 muH. IlosydeHHbIH NI1aB BHIIIETAYH-
Banu 50 M HCI (1:1) mpu crabom HarpeBaHu# C I0-
CIEAYIONIAM KHIITYEHHEM PAacTBOpa IJIS yAAJeHUS
n3beiTka Na,O,. PacreBop mepenocunu B MEpHYIO
K010y BMecTuMOCTEI0 200 MJI ¥ JOBOAHIIN €ro 00beM
mo metru HCI (1:1).

JKCIIePUMEHTAIBHO YCTAHOBICHO, YTO IIPU OII-
penenennu Al, V, Zr u Mo 3aBHCHMOCTD aHAIHTHYE-
CKOTO CHUTHAjJa OT KOHIIEHTPAIIMU CTAHOBHUTCS JIH-
HeiHOU Tipu pasbasmenuu 1:10 000 (r > 0,999), a
s Si, Cr, Fe, Ni, Cu, Nb u Ru — nipu pas6asnenun
1:1000 (r > 0,999) (cm. Tab6m. 2). CraTHCTHYECKNMH
MEeTOJAMHM ITOATBEPIKIeHA He3HAYMMOCTb IapaMmer-
pa a¢ B ypaBHEHHSX I'PAAyHMPOBOYHBLIX XapaKTepH-
CTUK JJI OIpeeeHus BceX YKa3aHHbIX 9JIEMEeHTOB.

IIpaBunbHOCTD OmpemereHUs HOPMHUPYEMBIX
ameMeHTOB ycraHaBiauBaiu npu anamusze CO tura-
HOBBIX CIUIABOB (Ta6j. 3), a pPyTeHHA — METOIOM
«BBEJIEHO — HaleHo» (Tabi. 4), a TakKe IyTeM
BapbHUPOBAHUA HABECKU IPU AHAIHN3E CILIABOB, Jie-
THPOBAHHBIX PyTEHHEM. 3a OIOPHOe 3HAYEHHEe Mac-
COBOH [I0/IM PyTEHUs IIPUHUMAIH PaCueTHOe 3Haude-

Ta6muna 4. Pesyaprars! OlleHKH [IPABHIILHOCTH OIIPEAETIeHN PyTeHN B THTAHOBBIX ciaBax (n = 3; P = 0,95, ¢,... = 4,30)
O6nexT ananuza (6{0) Bsegero, X + A, % macc. Haiizero, X + A, % macc. s, tore
IIT-7M 783 0,20 0,19 * 0,02 0,03 2,74
5B 55 0,100 0,099 = 0,008 0,03 0,72
Cm. 37 957 0,150 0,147 = 0,004 0,01 3,00
IIT-3B 36 0,050 0,051 = 0,004 0,03 0,76
BT-22 BT-22 0,100 0,100 = 0,004 0,02 0,38

Ta6auna 5. PesynpraTsr onpeneneHus pyTeHus B CIIaBaX Ha OCHOBe TUTAHA, JETHPOBAHHBIX pyTeHHEeM (OIbITHAS IIJIaBKA)

(n=5;P=0,95, t,6, = 2,78)
O6nexT ananmmsa Muxra, X + A, % macc. Haiizeno, X + A, % macc. s, tore
IIT-3B 0,050 0,057 + 0,002 0,02 1,67
0,100 0,105 = 0,003 0,03 0,92
IIT-™ 0,150 0,151 = 0,005 0,02 0,10
Cm. 37 0,150 0,148 + 0,003 0,01 0,16
5B 0,150 0,146 + 0,004 0,02 0,36
BT-22 0,150 0,164 + 0,003 0,01 1,19
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HHie mpHu BbimiaBke (tadm. 5). ComocraBiieHue pac-
CYNTAHHBIX 3HaYeHnd Kpurepus CThOAEHTA f,..; C
lrasn YKA3BIBAET HA OTCYTCTBHE CHCTEMATHYECKOH
[IOTPEIIHOCTH.

Tarkum ob6pasom, paspaboTaHHAsT METOTHUKA MHO-
roasnemenTHoro AOJC-HMCII amanmsa THTAHOBBIX
CILJIABOB XapaKTEePU3yeTCs BBICOKOHM MPeIM3MOHHO-
CTBIO KaK IIPH OIIpeIeeHNH HOPMHUPYEMbIX JJI€MEH-
TOB B IIPOM3BOJICTBEHHBIX 00pa3Iax, TAK U IIPH OII-
peleleHry PYTEeHHUA B CILIABaX, 00bEMHO JIETHpPO-
BAHHBIX pyTeHHeM (cM. Tabi. 5); 03BOJISIET CYIIEeCT-
BEHHO COKPATUTh MPOIOJIKHUTENIHHOCTh aHAIH3a 3a
CueT coueTaHus MHOTrosjgeMeHTHOro meroma AIC-
HCII ¢ MEKpPOBOIHOBO IIPOGOIOATOTOBKOM, PACIIIH-
PUTH II€peYeHb OIpeNesieMbIX 2JIEMEHTOB II0 CPaB-
HEHUIO0 C U3BECTHBIMH Merommkamu. IlosTomy pas-
paboTaHHAs METOIMKA MOKET ObITh PEKOMEHI0BAHA
s onpenenenusa Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb,
Mo, a Tax:me Ru B THTaHOBBIX CILIaBAX B HOPMHUpPYE-
MBIX IMaNa30HaxX KOHI[eHTpaIiui.

Hcenedosarus e6binoamenbvl ¢ UCNOAb308AHUEM
o6opydosarus Ilenmpa KoanreKkmugH020 n0AL30BA-
HUA HaywHblm 060pydosarnuem «Cocmas, cmpykmy-
pa u ceolicmea KOHCMPYKYUOHHBIX U QYHKYUO-
HanbHbLX Mamepuanos» HUI] «Kypuamosckuii un-
cmumym» — I[THHH KM «IIpomemeii».

JINTEPATYPA

1. Aneuu A. A., Konaues B. A., Iloaskua U. C. Turanossie
cruiaBbl.  Cocras, CTpyKTypa, cBoiicTBa: cmpaB. — M.:
BUJIC - MATH, 2009. C. 17.

2. 'opsraua U. B., Yukos C. C., Xaryaues A. H. u ap. Tura-
HOBbIE CIUIaBbl i Mopckoi Texuuku — CII6.: Ilomurexumka,
2007. C. 93.

3. ITar. 2426808 Poccuiickas ®epepanus, MITK C 22 C14/00. Crinas
Ha ocHoBe turana / Kyapssues A. C., Uymakos E. B., Illep-
ounun B. ®. u gp.; ®I'YII JHUKU KM «Ilpomereii». —
Ne 2010117136/02; sassn. 29.04.2010; omy6a. 20.08.2011. Bro.
No 23.

4. ASTM E2371-13. Standard Test Method for Analysis of Titani-
um and Titanium Alloys by Direct Current Plasma and Inducti-
vely Coupled Plasma Atomic Emission Spectrometry (Perfor-
mance-Based Test Methodology) / ASTM International publ.
2013. P 13. DOI: 10.1520/E2371-13.

5. ASTM E539-11. Standard Test Method for Analysis of Titanium
Alloys by X-Ray Fluorescence Spectrometry / ASTM Internatio-
nal publ. 2011. P. 10. DOI: 10.1520/E539-11.

6. Turos B. U., T'yano6un H. B., Korukos B. H. Onpexenenne
PYTEeHUA B KApOIPOYHBIX HUKEIEBBIX CIIABAX METOJOM aTOM-
HO-dMHCCHOHHOM CIEKTPOMETPUH C HHAYKTHBHO-CBA3aHHOU
mnagmoit / WypH. mpukn. cmexrpockommu. 2013. T 80. No4.
C. 489 — 493.

7. Ka6aos E. H., Kapuos 0. A., Turor B. U. u ap. Oupenene-
HUe PeHUd U PyTeHUs B HAHOCTPYKTYPHUPOBAHHBIX JKAPOIIPOYHBIX
HUKeJIeBBIX CIUIaBaX A/ aBHAIMOHHO-KOCMHYIECKOH TeXHUKH /
3aBojckas naboparopus. [Juaraocruka marepuanos. 2014. T. 80.
Nel.C.6-12.

8. Inamoto I. The Progress of Analysis Technologies for Titani-
um / Nippon Steel Technical Report. 2002. N 85. P. 149 - 156.

9. Mocuues B. U., Kamuukun U. I1., Huxonaes I'. . Ananu-
THYECKHH KOHTPOJIb COCTaBa MATEPHAIOB YePHOU U I[BETHOH Me-
ramnypruu: cupas. B 4 ku. Ku. 3. Meramns! u ciuiaBer. AHanus u
uccineposanue / Ors. pen. B. M. Mocuues. — CII6.: HITO «IIpo-
deccuonan», 2007. — 1092 c.

10. Kyopakosa U. B. MukpoBoinHOBOE H3IydYeHVWE B aHAIUTHYE-
CKOH XHMHW: BO3MOMKHOCTH H II€PCIEKTHBBI HCIIONb30BaHHUA /
Yenexu xumun. 2002. T. 71. Ne 4. C. 327 - 340.

11. ITar. 2439183 Poccuiickas Pepeparusa, MIIK C 22 C14/00.
CmaB Ha ocuoBe turana / Jleonos B. I1., Kynpsasnes A. C., Uy-
nakoB E. B. u gp.; ®I'VII JIHUU KM «IIpomereit». —
Ne 2010113612/02; 3assa. 07.04.2010; omy6u. 10.01.2012. Broa.
No 1.

12. TOCT 19807. Turan u criaBbl THUTAHOBBIE eOPMHUPYEMBIE.
Mapxu. — M.: Usn. crangapros, 1992. — 3 c.

13. Sansonetti J. E., Martin W. C. Handbook of Basic Atomic
Spectroscopic Data / J. Phys. Chem. Ref. Data. 2005. Vol. 34.
N 4. P 1559 - 2259.

14. 3aiigeas A. H., IIporkodres B. K., Paiickuii C. M. u ap.
Tabnuup! cuekTpanbHbix JuHui: cupas. — M.: Hayka, 1977.
C. 649 - 656.

15. Mermet J. M. Use of magnesium as a test element for inducti-
vely coupled plasma atomic emission spectrometry diagnostics /
Anal. Chim. Acta. 1991. Vol. 250. P. 85 — 94.

REFERENCES
1. II’in A. A,, Kolachev B. A., Pol’kin I. S. Titanium alloys.
Composition, structure, properties. Directory. — Moscow:

VILS - MATT, 2009. — 520 p. [in Russian].

2. Gorynin I. V,, Ushkov S. S., Khatuntsev A. N,, et al. Tita-
nium alloys for marine engineering. — St. Petersburg:
Politekhnika, 2007. — 387 p. [in Russian].

3. RF Pat. N 2426808, Kudriavtsev A. S., et al. Alloy on the basis
of titanium / Byull. Otryt. Izobret. 2011. N 23 [in Russian].

4. ASTM E2371-13. Standard Test Method for Analysis of Tita-
nium and Titanium Alloys by Direct Current Plasma and In-
ductively Coupled Plasma Atomic Emission Spectrometry (Per-
formance-Based Test Methodology) / ASTM International publ.
2013. P 13. DOI: 10.1520/E2371-13.

5. ASTM E539-11. Standard Test Method for Analysis of Tita-
nium Alloys by X-Ray Fluorescence Spectrometry / ASTM In-
ternational publ. 2011. P. 10. DOI: 10.1520/E539-11.

6. Titov V. 1., Goundobin N. V,, Kotikov V. N. Determination of
Ruthenium in Heat-Resistant Nickel Alloys by Atomic Emis-
sion Spectrometry with Inductively Coupled Plasma / J. Applied
Spectrosc. 2013. Vol. 80. N 4. P 477 — 481.

7. Kablov E. N., Karpov Yu. A., Titov V. L, et al. Rhenium and
Ruthenium Determination in Nanostructured High-Tempera-
ture Alloys for Aerospace Engineering / Inorg. Mater. 2015.
Vol. 51. N 14. P. 1363 - 1369.

8. Inamoto I. The Progress of Analysis Technologies for Tita-
nium / Nippon Steel Technical Report. 2002. N 85. P. 149 - 156.

9. Mosichev V. L., Kalinkin I. P, Nikolaev G. I. Analytical con-
trol of the composition of materials of ferrous and nonferrous
metallurgy. Vol. 3. Metals and alloys. Analysis and research. —
St. Petersburg: NPO “Professional”, 2007. — 1092 p. [in Rus-
sian].

10. Kubrakova I. V. Microwave radiation in analytical chemistry:
the scope and prospects for application / Russ. Chem. Rev. 2002.
Vol. 71. N 4. P 283 - 294.

11. RF Pat. N 2439183, Leonov V. P, et al. Alloy on the basis of tita-
nium / Byull. Otkryt. Izobret. 2012. N 1 [in Russian].

12. RF State Standard GOST 19807-91. Wrought titanium and ti-
tanium alloys. Grades. — Moscow: Standartinform, 1992. —
3 p. [in Russian].

13. Sansonetti J. E., Martin W. C. Handbook of Basic Atomic
Spectroscopic Data / J. Phys. Chem. Ref. Data. 2005. Vol. 34.
N 4. P 1559 - 2259.

14. Zaidel’ A. N., Prokof’ev V. K., Raiskii S. M., et al. Tables
of spectral lines. — Moscow: Nauka, 1977. P. 649 - 656 [in Rus-
sian].

15. Mermet J. M. Use of magnesium as a test element for induc-
tively coupled plasma atomic emission spectrometry diagnos-
tics / Anal. Chim. Acta. 1991. Vol. 250. P. 85 — 94.





