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MeTozOoM aTOMHO-3MUCCHOHHOHN CIIEKTPOMETPHUU C MHAYKTUBHO-CBA3aHHOU miasmon (AIC-MCII)
pa3paboTaHbl METOAMKY KOJIUUECTBEHHOTO ONIPeesieHns KOHIleHTpanuu sieMmeHToB (Ag, Nb, Ta, Ti, Zr)
B IITIPOKOM [UaIa3oHe KoHmeHTpanuii (ot n-:1073 1o n-10 MI/J1) B CIOMHBIX COJIEBEIX PACTBOPAX, HOJY-
YEeHHBIX IPU IPOBEJEHUN UMMEPCHOHHBIX KOPPO3MOHHBIX MCHBITAHUN KOMIOBUIMOHHBIX MaTepUasioB
OuomMeqUIIMHCKOTO HasdHaueHus. Ilogobpan cocrtas KucaoTuoro pacreopa (1M HCl) gisa monyuenus yc-
TOMYMBBIX BO BPEMEHU DACTBOPOB JIETKO T'HPOJUIYIOIIUXCA aHAIUTOB. ONTHMU3UPOBAHBI YCJIOBUS
ompejesieHUsA KOHIEHTPAIINY 9JIeMeHTOB. M3y4yeHO BAMSAHVE KOMIOHEHTOB PACTBOPOB HA aHAJIUTHUUYEC-
KVe CUTHAJIBl 93JIEMEHTOB U CIOCOOBI UX yuera. IIpaBUIBHOCTD Pe3yJbTaTOB OIpeieeHUs KOHIIEHTpA-
III/Iﬁ 9JIEMEHTOB KOHTPOJIMPOBAJIN COIIOCTaBJIEHHEM C JaHHBIMU, IIOJIYYeHHBIMU APYI'UMHU MeTOAaMU aHa-
Ju3a: Macc- CIeKTPOMeTpuel ¢ MHAYKTUBHO-cBA3anHO# miaasmoi (MC-MCII) u niaMeHHBIM BapuaH-
TOM aTOMHO-abcopOrmonHoit ciekTpomerpuu (AAC). IIpensaraeMble METOOTUKY aHAJIATHUECKOTO KOH-
TPOJIA MO3BOJAT 00EeCIeYnTh HCCIENOBAHUA IO CO3JAHUI0O HOBBIX MaTepPUAaJIOB HA OCHOBE TUTAHOBOTO
cmiaBa cucteMbl Ti-Nb-Zr ¢ HOBEpXHOCTHBIMY CJIOAMU U3 THUTAHA, TAHTAJIA U cepedpa, YTo 0COOEHHO BarK-
HO B YCJIOBUAX MMIIOPTO3aMeIlleHUA KOMIIO3UIIMOHHBIX MaTepruajioB OMOMEIUIIMHCKOI0 Ha3HAUCHUA.

Kaniouesble caoa: Komnosumul; KoOHuenmpayus aiemenmos — Ag, Nb, Ta, Ti, Zr; amomno-

AMUCCUOHHAA cnekmpomempus ¢ uH@meuGHO-CBﬂS(ZHHOﬁ naa3moi; aHaius.

Br160p OrOMEIUITMHCKOTO MaTepuajia nMeeT
pelramplnee 3HaUEHNE JJIA ero QyHKIIMOHMPOBa-
HuA. CILtaBbl TYrOMJIAaBKUX METAJIJIOB, MCIOJb-
3yeMble B KaUeCTBe MMILJIAHTATOB, JOJMKHBI 00-
JagaTh PAIOM HEOOXOAMMBIX KOMOWHHPOBaH-
HBIX MEeXaHUUECKUX CBOMCTB: HU3KUM MOIYyJIeM
YIPYTOCTU, BLICOKOM ITPOYHOCTHIO, CBEPXAIACTIY-
HOCTBIO, a(ppeKToM mamMATH (GOPMBI, YTOOHI OT-
BeUaTh BLICOKMM TPeOOBAHUAM CTAaHIAPTOB HA
CBOIiCTBa MaTePUAJIOB [JIS MUMILJIAHTOJIOTUU, BhI-
IEePKUBATD AJUTEJIbHBIN CPOK 9KCILIyaTallu! BO
n3be)KaHre MOBTOPHBIX omeparnuii [1, 2].

B HacrodIee BpemMsa cpeu BCeX TUTAHOBBIX
CILJIaBOB KoMMepuecku uncThiil Tutan (CP-Ti),

lpagora BEImONHEHA npu (PUHAHCOBON MOAIEpPIKKe
PH® Ne 21-79-10256.

TiNi, Ti-6Al1-4V, Ti-6Al-7Nb mupoko uCIO0Ib-
3YIOTCA B UMILJIAHTUPYEMBIX MEIUIITMHCKUX yC-
TPOMCTBaX B KauecTBe OMOCOBMECTUMBIX MaTe-
puaJioB, HO OHU 00JIaJAI0T PALOM HEIOCTATKOB.
Hampumep, Huskasa npourocts CP-Ti cunbHO or-
panuumBaeT ero npumenenue [3]. Hecoorsert-
CTBUME MEXXKIY MOAYJAMM YIPYTOCTH METAJIJIU-
YeCKUX WMMILJIAHTATOB WM HATYpPaJbHOH KOCTU
BBISLIBAET CEPHE3HYI0 03a00UEeHHOCTD, TTOCKOIb-
Ky IIPOUCXOAUT dKPAaHUPOBaHUE OKPY Kalomieit
KOCTHY OT HANIPAMKEHUI, YTO BIIOCJEACTBUU OC-
JaabysgerT HAXOAANIYIOCA B KOHTaKTe ¢ UMILJIaH-
TATOM KOCTHYIO TKaHb M IPUBOIUT K pPe3opo-
IIUY KOCTU U IPEKJIeBPEMEHHOMY PaspyIIeHUIO
uMmmiaanrtatoB [4, 5]. Kpome Toro, BasKHBIMU
CBOMCTBAMU JJIA OMOMEIUITMHCKUX MaTEPUATIOB
ABJISIOTCS YKasaHHbBIE BBINIE CBEPXJJIACTHUU-
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HOCTBb U 3()(PeKT namMmaTu (GopMbI, II03BOJIAIOIIE
OPUMEHATHh WX B KauecTBe MaTepPUaJiOB CTEH-
TOB U KaBa-(pWJIbTPOB B MaJIOMHBA3WBHOMN XWU-
pypruu [6, 7]. HecmoTpsa Ha mpeBoCXOAHBIE Me-
XaHnuecKue cBoiicTBa HuKeauzaa turaua (TiNi),
HaJIUYKWEe B COCTaBe CIJaBa OOJBIIIOTO KOJIH-
YecTBa HUKEJSA OIPUBOAUT K BBIXOJY €TI0 MOHOB
B JKHUJIKYIO Cpely OpraHm3ma, YTO BBI3LIBAET
BOCIIQJIEHNE, T.€. 9TO (DAKTOP, OTPAHUYNBAIO-
U NpUMeHeHVe U3AeJuil M3 JAaHHOTO Ma-
Tepuaia [8].

TuTaHOBBIE CILIABHI 3-THUIIA XapPaKTEPUIYIOT-
ca O0ojsee HUBKUM MOIyJeM YIPYTOCTH U He-
KOTOphIe M3 HUX 00Ja7aloT CBEPXdJIACTUUHOC-
TbI0 U 3(pderTom mamsaTu popmsr [9, 10]. Cie-
JIOBaTEJIbLHO, N3yUYEeHNE TUTAHOBBIX CILJIABOB [3-
THUIIa B KAYECTBE MATEPUAIOB OMOMEIUITUHCKUX
u3nejanuil nMeeT OOJIBLINION moTeHnuaa. Ilo gamH-
HbIM [11] nepcrIeKTUBHBIMY 3aMEHUTEIAMU Ma-
TEPUAJIOB IIEPBOT0 MOKOJEHNA ABJIAIOTCA CILIA-
BbI Ti-Nb-Zr, MoCKOJbKY 5T MaTepUaabl 00Ja-
TaOT HUBKUM MOJAYJIEM YIPYTOCTHU U COCTOAT
M3 HETOKCUYHBIX 3JIEMEHTOB.

OxHuM M3 KJIOUYEBLIX CBOICTB OJis OmoMe-
IUIIMHCKUX MaTepuaJjoB ABJAETCA UX KOPPO-
3MOHHAA CTOUKOCTH. KCaM B KMBOU OpraHmsM
UMIJIAaHTUPYIOTCSA MaTepuaJibl, o0Jsamaroriue
HUBKON KOPPO3MOHHON CTOMKOCTHIO, BEPOSITHEI
WX paHHee pas3pyllleHWe W HeOJIaronpuAaTHBIE
nocaencTBuA Ajia 3mopoBba [12]. Ilo aurepa-
TYPHBIM JAHHBIM HEKOTOPBIE CILJIABBI CUCTEMBI
Ti-Nb-Zr OTHOCAT K KOPPO3MOHHO-CTOHKUM
MarepuaJsaM, OJHAKO CAeJaTh OJHO3HAYHBINA
BBIBOJ, O KOPPO3MOHHOM CTOMKOCTU BCEH cucTe-
MBI He IIPEJCTaBJSAETCA BO3MOYKHBIM, TaK KaK
BBISIBJISETCS €€ 3aBUCUMOCTH OT COOTHOIIIEHUSA
COJIepyKaHUH JIETUPYIOIUX 3JIEMEHTOB IIPU ITPO-
BeIeHUU MCCJAEeTOBAHUUA METOOM ITOTEHITMOIN-
HaMUUecKoi moaspusanuu [13—16]. Yeemuue-
HUe colep:;KaHusa HUOOWSA MIPUBOAUT CHAUAa K
CHUKEHUI0O KOPPOBMOHHOM CTONKOCTH, a 3aTeM
K ee yBenumueHuto. OfHAKO crejlaTh OQHO3HAY-
HBIZ BBIBOJ O KOPPO3MOHHOM CTOMKOCTM CILJa-
Ba Ha OCHOBE TUTaHAa ¢ KOHKPETHBIM COJEpIKa-
HueM Jerupyiomux saemenTtoB (Nb u Zr) He
IpeICTaBISAETCA BO3MOKHBIM, MIJIS 9TOr0 TPedy-
IOTCA JOTOJHUTEJbHBIE MCCJIEJOBAHNUA.

Kpowme Toro, Bce 00JblIlle uCCIeA0BAHMII Ha-
IpaBJeHO HA MOJIlyUYeHre aHTHOaKTepUaTbHBIX
CBOWCTB MMIIJIAHTATA, TAK KaK BO3POCJIO UYMC-
JIO cJyuaeB pa3pacTaHWsA MaTOTeHHBIX MYJIb-
TUPE3NCTEHTHBIX OaKTePUil ¢ MHOKECTBEHHOH
JIEKapPCTBEHHOM yCTOMUYMBOCTHIO HA TTIOBEPXHO-
CTH MMILJIAHTATOB, UTO TPebyeT B CBOIO Ooue-
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peib IOBTOPHBIX XUPYPTUUYECKUX BMeIla-
TeabcTB [17, 18].

Mopudpukanus TOBePXHOCTH HMMILJIaHTATAa
nyTeM (pOpMUPOBAHUA TOHKUX IIJIEHOK U (PYH-
KIIMOHAJIBHBIX MTOBEPXHOCTHBIX CJIOEB IIO3BOJIA-
eT MoJyYaTh 00'beKThl KOMILJIEKCHOTO Ha3Haue-
HUA C HAUJYUYIINMU CBOMCTBAMU U IIPU ITOM
Heo0XOAMMOT0 KOMIIAKTHOT'O pasMepa WJIn
CJIOKHON TeoMeTPUUYECKOH KOoHUrypamuu.
Bri6pamHble B JaHHOM HCCJIEIOBAHUU paboune
KOMIIOHEHTHI TAHTAJ ¥ TUTAH 00JaJal0T PAIOM
MHTEPEeCHBIX KCIIyaTalliOHHBIX CBOIMCTB, Ha-
TpuMep, KpailHe BHICOKOU KOPPO3WMOHHOU M 13-
HOCOCTOHMKOCTHIO, 6MIOCOBMECTHUMOCTBIO, PEHTTE-
HOKOHTPACTHOCTBHIO, TEIJIO0- U 3JIEKTPOIIPOBOJ-
HOCTBIO M MHOTUMHU ApPyruMu. KoMmOHEHT ce-
pebpo ABIsETCA M3BECTHHIM HEOPTaHUUYECKUM
MIPOTUBOMUKPOOHBIM CPEICTBOM, KOTOPOE MMe-
eT HeCKOJIbKO TaKUX IMPENMYIIEeCTB IO CpaBHe-
HUIO C TPAAUIIMOHHLIMUA OPTaHUYECKUMHU areH-
TaM#, KaK XUMHUYecKas CTabuJIbHOCTh, TePMO-
CTOMKOCTD U IJIuUTeNbHOe aeiictBue [19, 20].

PacopocTpaHeHHBIM METOIOM WCCJeIOBa-
HUSA KOPPOSMOHHOU CTOMKOCTHU CIYKUT IIPIMOE
oIpefiesieHNe CTEIeHW PACTBOPEHUS MaTepua-
Jia, TPU KOTOPOM O0pasIlhbl MOMEITaloT B OIpe-
IeJIeHHbIe PacTBOPHI M Uepe3 HeKOTOphIe IIPo-
MEXYTKU BpeMeH!U JI00 OTOMPAIOT IPOOhI K-
KOCTH [JI M3MepPeHUs KOHIeHTPAIuU PacTBO-
PEHHBIX 9JIeMeHTOB («BBIXOJ» HMOHOB M3 MAaTe-
puasa), 1160 pacCUMTHIBAIOT IIOTEPU MACCHI ca-
MOr0 MeTaJlLInuecKoro oopasma [21, 22].

i mpoBeeHUA UCCAeJOBAHNM KOPPO3UOH-
HO# CTOMKOCTU NIPU CO3JAHUM HOBBIX MaTepH-
aJloB Ha OCHOBE THTAHOBOTO CILJIaBa CHUCTEMBbI
Ti-Nb-Zr ¢ mOBepXHOCTHLIMU CJIOAMU U3 TUTA-
Ha, TaHTajla 1 cepedpa HeOOXOOMMO aHAJIUTHU-
yecKoe obecrieueHue.

Krnaccuueckne XxuMuuecKkre METOABI aHAJIM-
3a W METOJ aTOMHO-a0COpPOI[MOHHOM CIEeKTPO-
merpunu (AAC) aBiIAOTCA OOHO3JIEMEHTHBIMU
TPYAOEMKUMHU 1 He MO3BOJIAIOT aHAJIN3UPOBATH
orpaHMYeHHbIe 00'b€MbI UCIBITYEMOr'0 MaTepH-
ana [23].

Hawu6oJsiee mepcrieKTUBHBIM METOOM, IIO3BO-
JIAIONUM OIpPeNeNATh OJHOBPEMEHHO OOJIBIIION
HabOp 5JIEMEHTOB B IIIMPOKOM KOHIIEHTPAI[MOH-
HOM JMalia3oHe M3 OTPaHWYEeHHOTO o0beMa pa-
CTBOpA, SBJSETCA METOJ aTOMHO-dMUCCUOHHOM
CTIIEKTPOMETPUY C MHIYKTUBHO-CBA3AHHON TIIa3-
moii (A9C-UCII). Takue mocToOMHCTBA MeETOj4,
KaK HINPOKUNU JUHEHWHLI TUHAMHYECKUU oua-
Ma30H, BHICOKAsA CTAOMJIBLHOCTH MCTOYHUKA BO3-
Oy KIeHUs CIIeKTpa, HU3KHUe Ipeaesibl O0HapyIKe-




Tabruua 1

Cocras PaCcTBOPOB, MCIIOJB30BAHHBIX MJIA MMMEPCUHOHHBIX MCIBITAHUH

PacTBOp CocTas pacTBOpa Kouuenrpamus couu, r/m
H,0 H,0 0
1M HCI HCI 0
pH 1,68 | Terpaokcanar ramua KH;C,042H,0, 0,05 M 11r KH4C,O4
pH 7,34 Pactsop Punrepa 6,5r NaCl,0,42r KClu 0,25 CaCl,
pH 9,18 | Terpa6opat Harpua Na,B,0,10H,0, 0,05 M 11,1r Na,B,0;

HUS, TPOCTOTA TPASYUPOBKYU, TO3BOJISIOT SKCI-
PECCHO M C BBICOKOII TOYHOCTHIO OJHOBPEMEHHO
OIIPeeNIATh MAaKpO- U MUKPOKOMIIOHEHTHI [24].

JlaHuble O OmpemesieHWI0 KOHIeHTpaIui
KommoHeHToB (Ag, Nb, Ta, Ti, Zr) meromom AIC-
HCII B pasHoOOpasHbIX MaTepuaiax IpeacTaB-
JIeHbI B MHOTOUMCJIEHHBIX NMyOaumKanuax [25—
29]. OgHako B HUX OTCYTCTBYIOT CBEIEHUSA O
CUCTEMATUYECKOM KCCJIEJOBAHUY aHAJIUTUUEC-
KUX U METPOJIOTMYECKHUX XapaKTEePUCTUK IIPHU
ompezaenennu KommnoHeHnTos (Ag, Nb, Ta, Ti, Zr)
YKa3aHHBIM METOIOM B CJOMKHBIX CHUCTEMAax,
MOIeJIUPYIONINX pealbHbIe (U3UOJOTHUECKUe.

Tak KaK B OTAEJLHBIX CpeJax OPraHOB ue-
JoBeKa Bo3MOsKHbBI 3Hauenusa pH ot ~1 go 9 (ua-
mpumep, pH1,05 B A3Be nBeHaIITaTUIIEPCTHO
Kumiku, 1,53—1,67 B KeaymouHoii KuCJIOTE,
3,8—4 BOJM3N CTEHKHN KHUIIEYHOIO KaHaJja,
7,34— 7,43 B KpoBu u 8,5—9 B TOJICTOU KHUIII-
Ke), KOPPO3UOHHBIE UCIILITAHUSA 11eJIecO00pPasHo
MIPOBOAUTHL IIPU HECKOJbKUX 3HaueHusax pH.
Ilogmep:xanue 3uHaueHus pH Ha 3agaHHOM
YPOBHE B TeUeHME LOJIIOCPOYHBIX MMMEPCHUOH-
HBIX KCIBITAHUH BO3MOJYKHO IIPU MCIIOJIb30Ba-
HUM B KauecTBe HCIBLITATEILHON Cpeabl COOT-
BETCTBYIOIINUX OY(epHBIX CUCTEM.

ITens HacTosIieit paboTel — paspaboTkKa
MEeTOMUKHU OIpefieSIeHNsT KOHIIEHTPAIUN OTAE b-
HBIX KomMmoueHToB (Ag, Nb, Ta, Ti, Zr) B mupo-
KOM JmalasoHe ee 3HaueHui (oT n:1072 1o n-10
Mr/na, 31ech n — J060e HeM3BEeCTHOe KOJIrve-
CTBO BelecTBa) B OYy(epHBIX CHUCTEMAaX CJIOMK-
HOTO COJIEBOT'O COCTaBa, MOJYUYEeHHBIX IIPU IPO-
BeZleHNY UMMEPCUOHHBIX KOPPO3UOHHBIX NCIIHI-
TaHUI KOMIIO3UITMOHHBIX MaTepHajoB OmoMme-
OUIIMHCKOTO Ha3HAYeHUsd.

Martepuajbl ¥ METOAMKA JKCIIEPUMEHTA.
WccnemoBaHusa IPOBOAUIN: Ha aTOMHO-9MUCCH-
OHHOM CIHEKTPOMEeTpe ¢ MHAYKTUBHO-CBA3AHHOM
mirasmoit PlasmaQuant 9100 ¢pupmbr Analytik
Jena (I'epmaHMs); Macc-CIeKTPOMeETpe ¢ MHIAYK-
TUBHO cBAsaHHOM maasmoit SUPEC 7000

(Focused Photonics Inc., PRC) u Ha aTomHO-
abcopbiimonHOM cHeKTpomeTpe (pupmbl Varian
(USA), momens SpectrAA 220FS.

AnanusupoBanu mpPoOBI PAaCTBOPOB TOCJeE
IOJITOCPOUYHBIX UMMEPCUOHHBIX KOPPO3MOHHBIX
WCOBITAHUH ITPOBOJOYHBIX 00Pa3Il0B KOMIIO3HU-
IMOHHBLIX MaTepuajaoB u3 cmiaasa Ti-Nb-Zr c
MIOBEPXHOCTHBIMHU CJIOSMHU M3 THUTAHA, TAHTAJIA
u cepebpa, MOJYyYeHHBIMH METOJOM MarHeTPOH-
HOTO pAacHbLIeHWs, M 00pas3IOB CPaBHEHUS B
cpefax, MOAEJUPYIONINX (GU3UOJOTHUUECKUE.
Wcnonn3oBanu crangapTHble 0ydepHble PacTBO-
psl (pH 1,68 u 9,18) u pacrBop Punrepa (pH
7,34, Ttabs. 1). Bce ucmonbayemMble peaKTUBBI
UMeJu KiaccuuKanuio oc.u. B paboTe nCIob-
30BaJI BOAY ABOIiHOI auctuiasinun. CraHgap-
THBI€ PACTBODHI 2JIEMEHTOB TOTOBUJIN 13 MeTaJ-
JIOB BBICOKO# cremeHu uucToThl (99,9%) [30]
UM U3 aTTeCTOBAHHBIX CTAHAAPTHBIX PACTBO-
poB ¢upmer Merk.

ITo mcreuenuu BBIOPAHHOTO CPOKAa BBIAEP-
JKKHM 00pasIioB B cpejlie U3 KOJIO OTOMpaJIu IIpo-
Obl Oy aHaausa (00beM 2 MJI, MATHKPATHOE
passenenne 1M HCl — cpemoii, oGecrieunBalo-
Imei yCTOMYMBOCTh aHAJIUTOB B pacTBope [31],
WM OMOMCTUJLINPOBAHHON Bomoil). Mcxomunie
Oy(epHbIe PACTBOPHI UCIIOJIb30BAJIN B KauecTBe
PacTBOPOB CpPaBHEHUA.

PesyabpTaThl HCCIETOBAHMN M MX OOCYIK-
nenne. Onmumusayus ycarosut anaausa. Vic-
ciaemoBaHbl Bo3dMokHocTu MeToza AIC-MCII
IS omrpenesenus saemenToB (Ag, Nb, Ta, Ti, Zr)
B Oy(epHBIX cMecsax 0e3 OTAeIeHNA MaTPUUHBIX
KoMmoHeHTOB. HaiifeHbl onTuMasbHbIE IIapa-
meTpbl MeToga AIC-UCII onpeneieHus sjieMeH-
ToB. IIpu BhIGOpE aHAIUTUUYECKUX JUHUI, 006-
JIafaloux HanboJIbIled YyBCTBUTEIbHOCTHIO U
CBOOOJHBIX OT CHEKTPAJLHBIX HAJTOMKEHU, TPU-
HUMAaJW BO BHUMaHUe Haauuue poHa CO CTOPO-
HBI MaTPUIBI, BO3MOKHBIE CIEeKTpaJbHbIe Ha-
JIOKEHUSA JTUHUHN COMYTCTBYIOINX 9JI€MEHTOB U
BINSAHNE KOMIIOHEHTOB Oy(epHBIX PacTBOPOB.
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Tabauuya 2

XapakTepuCTHKHN aHAJUTHYECKUX JMHUM IPU ONpeNeIleHUuN KOHIeHTpauu 3jaeMeHToB merogom AIC-UCIT

IIpenen obHapy:xeHuUA, MK /1 (30)
3 IinHa BOJHBI Ha QoHe Ha QoHe Ha QoHe Ha QoHe Ha (oHe Ha (oHe
JIEMEHT A, HM B1M | Oydepa 1/5 6ycdepa | Oydepa 1/5 6ydepa | Oydepa 1/5 6ydepa
HCl |pH1,688| pH1,688 |pH 7,458 | pH 7,458 | pH 9,188 | pH 9,18 B
1M HCl 1M HC1 1M HCI 1M HC1 1M HCI 1M HCI
Ag 328,068 1,0 3,5 1,5 4,0 1,0 4,0 1,5
Nb 295,088 5,6 10,1 5,2 10,2 5,0 9,1 5,0
Ta 263,558 5,2 10,4 4,2 9,7 4,0 9,1 3,9
Ti 334,941 0,5 2,1 0,8 2,2 0,9 2,9 0,8
Zr 343,823 0,5 2,1 0,9 2,0 0,9 2,1 0,6

W3mepsann MHTEHCUBHOCTY CIEKTPAIbHBIX JIU-
HUHM SMUCCUM AHAJIUTOB B OJHODJIEMEHTHBIX U
MHOTOKOMIIOHEHTHBIX pactBopax B 1M HCI, a
Takyke pacTBOpax, ComepKaiiux 0ydepsl u uc-
ciaenyeMble dJIeMeHThl. XapaKTepUCTUKU Hau-
0oJiee UYBCTBUTEIbHBIX AHAJIUTUYECKUX JIMHUHA
Ag, Nb, Ta, Ti u Zr, cBOOOAHBIX OT HAJOKEHUI,
mpencTaBjaeHbl B Tabu. 2. ONTUMH3UPOBAHBI
omeparuoHHbIe YCIOBUSA CIeKTPOMeTpa. JKCIIe-
PUMEHTaJbLHO YCTAHOBJIEHBI CIeAYIOINe KOMII-
POMUCCHBIE PEKUMBbI IIJIA3MEHHOI'0 CIIEKTPOMET-
pa OJs OMHOBPEMEHHOTO OIIpeIeIeHus HCCJIIe-
IyeMBbIX 5JIEMEHTOB B PACTBOPE: MOII[HOCTEL Pas-
pama — 1,2 kBT; oxaakgamomiuii IIOTOK apro-
Ha — 14 n/MuH, TpaHcuoptupyomuin — 0,50
JI/MUH, m1asMmoobpasymornuii — 0,5 j1/MUH; BbI-
cora HaOJdOgeHuA — 14 MM HaJ BEePXHUM BUT-
KOM WMHIYKIIMOHHOM KaTYIIKM; CKOPOCTH IIO-
maum obpasioB — 1,0 ma/mMuu. [[jid moBBITIIe-
HUSA YyBCTBUTEJIBHOCTHU OIPEIe/IeHUA dJIeMeH-
TOB MCHOJIL30BAN aKCcHalIbHOE MMOJOoKeHUe To-
peaku [32]. OnTuMusanus mapamMeTpoB IIJIas-
MBI ofecIleunJia ee CTa0MIBLHOCTL W BOCIIPOM3-
BOAUMOCTE IIOJIYYA€MbIX Pe3yJILTATOB.
Wsyueno usMeHeHNEe BeJIUYNH aHAJTUTUUEC-
KHUX CHUTHAJIOB 5JI€MEHTOB, IOJYyUYeHHBIX METO-
mom AIDC-HCII, B 3aBUCUMOCTH OT M3MEHEHUS
NPUPOALI ¥ KOHIEHTpAIuu Oy(pepHBIX pPacTBO-
pos. KanubGpoBouHble rpauKU IJsS OIpPeesie-
Husda saemenToB (Ag, Nb, Ta, Ti, Zr) oquHaKoBbI
nist pactBopos: uucThix (1M HCIl) u comep:ka-
mux 0ydepHbIe paCTBOPhI, pa3BeeHHbIe B IIATh
pas 1M HC1. B ta6s. 2 mpeacTaBeHbl PaCCUU-
TaHHBIE KOHIEHTPAI[MOHHbIE IpeIe bl O0HapPY-
JKeHUs 5JIeMeHTOB. BuaHo, uTo mpemessbl oOHAa-
pPyXeHUs aHAJIUTOB Ha (oHe OydepoB 3HAUU-
TeJBHO OTJanuYaioTcsa oT TakoBbix B 1M HCI u
He B JYUIIYIo CTOPOHY. IIpemesnsr oOHAPYKEeHUS
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2JIeMeHTOB Ha (hoHe OydepHBIX PaCTBOPOB, pas-
O0aBienHbIX B ATk pad 1M HCI, comazaior c
JaHHBIMU IJid ynrcToro pactsopa 1M HCI.

H3yuenue ycmoiivueocmu anemenmosé &
uccredyemovix 6ydeproix cucmemax. Vccie-
IyeMble MaTepuajbl SABJSIOTCA JOCTATOUYHO
CJIOKHBIMU O0BeKTAMU U3yUeHUA. AHAIUSUDPY-
eMble PACTBOPHI OTPAHUUYEHEI 10 00heMy (2 MJI)
n3-3a 0OJIBIIIOT0 YMCJa OTOOPOB IIPO0 3a IJIu-
TEeJHHBIN TPOMEXXYTOK BPEMEHW WCIIBITaHWM.
Taxoro KoJan4ecTBa pacTBOPa HEIOCTATOUHO IS
MIpOBeJleHUsT aHAIM3a W Tepe] BBIMOJHEHUEeM
3aMepoB MX HeoOxoqumo pasBecTu. Ilpm pas-
0aBJIEHMU PACTBOPOB CHUIKAETCS BBICOKUII CO-
JeBoit (poH MayyaemMbix OydepHBIX cucTeM (CM.
Tabs. 1) 1 cokpalaercsa UxX BJANAHNE Ha aHa-
JUTHUYECKUEe CUTHAJBI ONpeAesieMbIX dJIeMeH-
ToB. I'1aBHOE TpeboBaHMe IIPU Pa30aBJICHIIM:
MOJIy4eHNe YCTOMUYMBBIX PACTBOPOB JIETKO TUJ-
poausyiomiuxcsa anaauTos (Ag, Nb, Ta, Ti, Zr),
obecrieuenre WX CTAOMJIBHOCTH BO BpPEMEHH.
s ynep:xaHus B pacTBope HUOOUS, TaHTasa,
THTaHA U NUPKOHUA MOKHO npuMeHATH H,0,,
JIUMOHHYIO KHUCJOTY, (PTOPUA-UOHBI U APYyTrUe
KoMIIeKCcOHBI [33—35]. CTtabuibHOCTL ceped-
pa mocTuraetrca B pacTBopax C OOJIBIIUM U3-
OBITKOM XJIOPUA-MOHOB [36].

Mayuena ycToHYMBOCTD 2JIEMEHTOB IIPU Pas-
BemeHuu (B MATH pas) oTOupaeMbIX Ipob B 3a-
BHUCUMOCTHU OT COCTaBa MCCIENYeMbIX Oy(hepHBIX
cucreM u npupoxnsl pasbasutensa (H,O, HCI).
Kax ciaemyeT m3 MOJydYeHHBIX pPe3yJbTAaTOB,
IIpeACTaBJIeHHBIX B Ta0J. 3, BCe aHAJIUTHI OKU-
Jaemo He crabmiabHbl B H,0. 3HaunTesnHAA
yacTh cepebpa BHIIAAAeT B 0CaOK BO BCeX U3Y-
yaeMbIX Oy(hepHBIX CUCTEeMaX, Pas3BeJeHHBIX B
IAThL pas3 Bomoii. PacTBopbl HMOOUS, TaHTaja,
THUTaHA U MUPKOHUSA YCTOMUYUBEI BO Bcex Oydep-




Tabauya 3

Banaxue cocraBa pacTBopa Ha yCTOMYUBOCTb 3JI€MEHTOB
(BBemenHas1 KoHIEeHTPau s djeMmeHToB 500 MKr/ir)

OnpeneneHHas KOHIEHTPAI[USA 9JI€MEHTa, MKT /JI

CocTaB pacTBOpa
Ag Ti Nb Ta Zr
H,0 3,2 402 109 68 420
1M HCl 495 506 502 504 508
1/5 6ydepa pH 1,68 5 H,0 245 482 490 485 500
1/5 Gydepa pH 1,68 8 IM HC1 | 490 508 506 501 505
1/5 6ydepa pH 7,45 5 H,0 270 488 492 488 494
1/5 6ydepa pH 7,45 5 IM HC1 | 489 506 502 504 508
1/5 6ydepa pH 9,18 5 H,0 257 491 492 487 501
1/5 6ydepa pH 9,18 5 IM HC1 | 492 506 502 504 508

HBIX CUCTEMAaX, Pa3BeJIEHHBIX B IATH Pa3 BOJOMU.
s npegorBpalieHua rugpoJnia cepebpa pa-
ctBop pasbasasau 1—2M HCI. YeroiiuuBocThb
3JIeMEeHTa B COJIAHOM KHMCJoTe II0 HJaHHBIM [36]
o0bscCHAeTCA 00pasoBaHMEM IIPOYHOTO AHMOH-
Horo xomuexkca [AgCl,]”. Bce mcciemyembre
SJIEMEHTHI IIPU COAEPIKaHUU KaKJ0oro He 6ojee
5000 mxr/a yeroiumsel B 1M HCI.

s monydyeHUs YCTOHUYMBBIX PACTBOPOB
BCeX aHAJIUTOB U oOeclieuyeHus UX CTAOMIBLHOC-
T BO BpeMeHU OTOMpaeMble Ha aHAJIU3 AJTUK-
BoTeI passoguau 1—2 M HCI.

WsyueHo BausHUE M3MeHEHUs KOHIIEHTpA-
nuu pasubeix kucior (H;PO,, H,SO,, HCI, HNOy)
Ha aHAJIWUTUYECKUE CUTHAJBI BCEX OIpenessie-
MBIX 3JieMeHTOB. CyIllecTBeHHOE BJIUSHUE HA

Tabruua 4

ITonyuennsie pasusimu merogavu (n = 10, P = 0,95) pe3yabraTsl onpeneeHus KOHIEHTPAIMHA
asxemenToB (Ag, Nb, Ta, Ti, Zr) B npo6ax "MMePCHOHHBIX KOPPO3HOHHBIX MCIBITAHUIA,
IPOBOAMMBIX B Pa3HbIX Oy(depHBIX cucTeMax

Cocran ) ASC-UCII MC-HUCII AAC
6ydepa JIEMEHT KOHIIeHTpaIus, S, KOHIIeHTpaIus, S, Konnenrpanus, s,
MKT/JI MKT/JI MKT/JI

pH 1,68 Ag <1 0,18 0,21 0,10 <2 0,20
Nb <2 0,19 1,5 0,11 — —
Ta <2 0,20 1,6 0,13 — —
Ti 3,3 0,08 3,8 0,06 — —
Zr 3,0 0,08 2,6 0,05 — —

pH 7,34 Ag 3,4 0,09 3,0 0,07 3,6 0,08
Nb 7,4 0,05 7,8 0,04 — —
Ta 8,6 0,07 8,1 0,07 — —
Ti 17,0 0,03 17,8 0,02 — —
Zr 13,9 0,03 13,0 0,02 — —

pH 9,18 Ag 40,8 0,01 40,2 0,008 40,0 0,11
Nb 40,3 0,02 40,8 0,02 — —
Ta 120 0,02 122 0,02 — —
Ti 973 0,006 963 0,007 — —
Zr 252 0,008 246 0,008 — —

Ilpumevanue: S, — oTHOCUTeIbHOEe CTaHAAPTHOE OTKJOHEHHUEe OIpeJeldeMOl BeJIUUYHUHBI;

n — YHUCJIO 3MepeHUil; P — moBepuTesbHAA BEPOATHOCTD.
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aHAJUTUYECKUe CUTHAJLI 3JIeMEeHTOB OKa3hIBa-
I0OT U3MEHeHUSA KOHIIeHTPAIuil cepHOUu m (oc-
dopuoit kucaor [37]. Haumyuriieit anaiutudec-
KOU cpenoli ABJISETCA a30THAA WM XJIOPOBO-
moponHas Kucaora. Ucmonwssosaau 1M HCI gas
MOJIyYEeHUsT YCTONUYNBBIX PACTBOPOB JIETKO THJ-
poJM3yIONIUXCA aHaInTOB. HeobxoamMo cTpo-
ro co0Ji0aTh COOTBETCTBUE TPO6 U Ipagyupo-
BOYHBLIX PACTBOPOB MO TUIY M KOHIEHTPAIUK
KHCJIOTHI.

ITo paspaGoTanHBIM METOAWKAM OBIIM IIPO-
aHAJIM3UPOBAHBI CePUU SKCIEPUMEHTATbHBIX
mpob pasHOo0OPA3HOTO COJIEBOTO cocTaBa. M3me-
peHre aHAJIUTUYECKUX CUTHAJIOB OCYIIECTBJIA-
JIOCh TPW HAUAEHHBIX ONTUMAJILHBIX YCJIOBU-
AX, YKa3aHHBIX BbIe. [[JIg rpafyupoBKU CIEK-
TpoMeTpa TOTOBUJIU CTAHAAPTHBIE PACTBOPBI
2JIEMEHTOB, MOEeJIUPYIOIe MOJHbIe XUMUUEC-
KMH ¥ KOHIEHTPAIIMOHHBIA COCTAaBBI KUCJIOT
aHaJIU3UPYyeMbIX Ipo0. PesyabTaT onpeneneHus
9JIeMEHTOB TpeACTaBJsdAeTCA KaK cpelHee U3
HECKOJbKUX (He MeHee Tpex) M3MepeHuil aHa-
JU3UPyeMoro pactrsopa. B Taba. 4 moxasaHbI
pes3yabTaThl oIpeeeHns KOHIIEHTPAIlU! dJie-
meHTOB (Ag, Nb, Ta, Ti, Zr) B mpobax mMMepcH-
OHHBIX KOPPOBMOHHBIX MCIBITAHUI, ITPOBOIU-
MBIX B pasHbIX O0y(depHBIX cucTeMax. V3-3a oT-
CYTCTBUSA aJleKBAaTHBIX CTAHAAPTHBIX PACTBOPOB
UL TIOATBEPIKAEHUS MPaBUJHLHOCTH ITOJYYeH-
HBIX Pe3yJbTATOB OIpeAeeHNs KOHIeHTPAIIuN
2JIEMEHTOB CpaBHEHUE MTPOBOIUJIM C TAHHBIMH,
MOJIyYeHHBIMU Pa3HBIMU METOZAMU aHaJIu3a
(ASC-UCII, MC-UCII u AAC). BriaBiena Xo-
polas CXOAMMOCThH Pe3yJbTaTOB OIPeeseHU s
pasubIMu MeTomamMu. OTHOCUTEIbHOE CTaHaap-
THOe oTkKJIoOHeHme S, cocrasiager 0,01—0,005
P KOHIIEHTpAIUU 3JieMeHTOB oT 1 mo 20 Mr/a
u ze npesbimaer 0,20 mTpu KOHIEHTPAIIUAX dJIe-
MeHTOB oT 1 10 n-10 MKr/JI.

Brigoasl. 1. MeTomoM aTOMHO-9MUCCHOHHOMR
CIIEKTPOMETPUH C MHAYKTUBHO-CBA3aHHOM I1JIa3-
moit (A9C-UCII) paspaboTaHbl METOIUKHN KOJIH-
YeCTBEHHOTO OIpeAeeHUs KOHIEHTPAIIUH dJIe-
meHToB (Ag, Nb, Ta, Ti, Zr) B mmupoxkom guaima-
30He ee 3HaueHwuii (or n-1072 go n-10 mMr/mn) B
CJIOJKHBIX COJIEBBIX PACTBOPAX, IMOJYUEHHBIX IIPU
NPOBEIEHUN WMMEPCUOHHBIX KOPPO3MOHHBIX
UCIILITAHU KOMIOSUITMOHHBIX MaTepHuaJioB O1o-
MeIUITMHCKOTO Ha3HAUeHU.

2. ITogo6pau cocra xucaor (1M HCI) mna
TMOJyUeHUS YCTOWUUBBLIX BO BpeMEHU PACTBOPOB
JIETKO THUIPOJUIYIONINXCA anaanuToB. OuTumu-
3UPOBAHbBI YCJIOBUSA OINpeeeHUs KOHIeHTpAa-
muu djaeMeHToB. M3yueHO BAUSHUE KOMIIOHEH-
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TOB PAaCTBOPOB HA aHAJIUTHUUYECKUE CUTHAJILI dJIe-
MEHTOB U CIIOCOOBI UX yuera.

3. IIpaBUIBLHOCTD PE3YJILTATOB OIIPEIEIeHU S
KOHIIEHTPAaIlNX 3JIEMEHTOB KOHTPOJUPOBAIU
COIIOCTaBJEHUEM C AAHHBIMU, ITOJYYEHHBIMU
IPYTMMM METOJaMM aHaJM3a: Macc- CIEeKTPO-
MeTpUel ¢ MHAYKTUBHO-CBA3AHHOU IIJIa3MoOM
(MC-UCII) 1 niaMeHHBIM BapHMaHTOM aTOMHO-
abcopomnonHnoii ciekrpomerpuu (AAC).

4. IlpegiaraeMble METOAUKMN IIO3BOJAIOT
MIPOBOAUTEL aHAJIU3 HA OTPAHMUYEHHOM KOJHUe-
CcTBe pacTBopa 0e3 mpeaBapUTENLHOTO OTHeJe-
HUS 9JIEMEHTOB OT MATPHUIILI WM 0e3 MCII0JIb30-
BaHUSA CePTUPUITMPOBAHHBIX CTAHIAPTHBIX Pa-
CTBOPOB C XOPOIIUMHU METPOJIOTUYECKUMHU Xa-
pakrepuctTukamu. OTHOCUTEIbHOE CTaHAaPTHOE
orxkJgoHeHue cocrasiaser 0,01—0,005 mpu KoH-
IMeHTpauu Kaxaoro aaemenTa ot 1 go 20 mr/xa
u He npeBbimaer 0,20 Ipu KOHIIEHTPAIIUHT dJIe-
menTa ot 1 mo n-10 MKr/I.

5. AHanmuTuyeckoe obeclieueHre IIO3BOJIUT
IIPOBOJAUTH UCCJIEJOBAHUA UMMEDPCUOHHBIX KOP-
PO3MOHHBIX MCILITAHUN KOMIO3UIIMOHHBIX Ma-
TepraJioB OMOMEIUITMHCKOTO HasHAUEHUS.

6. PaspaboTranHble METOSUKMN AHAJIHUTHUYEC-
KOT0 KOHTPOJIA 00ecCIeunan MUCCIeTOBAHUS IIO0
CO3IAaHUIO0 HOBOTO MTOKOJEHUA KOMIIO3UITMOHHBIX
MaTepuaioB Ha OCHOBEe TUTAHOBOTO CILJIaBa CHU-
creMmbl Ti-Nb-Zr ¢ 10BepXHOCTHBIMU CIOSIMU U3
THUTaHAa, TAHTaJa u cepedpa, YTo 0COGEHHO BaK-
HO B YCJOBUAX MMIIOPTO3aMeIlleHns MaTepua-
JIOB OMOMENUITMHCKOTO Ha3HAUEHU .
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