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OBIIASA XAPAKTEPUCTUKA PABOTbBI

AKTYaJbHOCTH TEMbI

Pa3zBuTne aBUMALIMOHHOTO  JIBUTATEJIIECTPOCHUSI  HEPA3PBIBHO  CBSI3aHO €
pa3paboTKON U BHEAPEHUEM B MPOU3BOACTBO HOBBIX >KAPOMPOYHBIX MATEPUATIOB JJIS
JeTaneil ropsauero tpakra razoTypounHeix asurateneit (I'T/1). B nepByro ouepeas 310
OTHOCHUTCSI K >KapolpOYHBIM MaTepuaigaM, NpPEeIHa3HAYCHHBIM [JIS1 W3TOTOBJIEHUS
pabouunx u coroBbix Jomatok ['TJ], Tak Kak uUX *KapoIrpoyHble CBOMCTBA BO MHOTOM
OTIPEICISIIOT TEMITepaTypy ra3a Ha BXOJIe B Ta3oBYIO TYpOWHY W, COOTBETCTBEHHO,
OCHOBHBIC  XapaKTEPUCTHUKKA TYpOUHBI: MOIIHOCTb, PECypcC, pacxojl TOIUIMBA,
AKOJOTUYHOCTh U Jip. JKapornpounsie cruiaBel Ha ocHOBe Hukens (JKHC) B Hacrosiee
BpEMsI UMEIOT CaMblii BHICOKHI YPOBEHb >KapOMPOUYHOCTH U 3aHUMAIOT 0C000€ MECTO B
aBUAIIMOHHOUN M a3pOKOCMHUYECKON MTPOMBIILICHHOCTH.

Pabouas Temneparypa coBpemennsix JKHC gocturna ~1100°C u cocraBnser 80—
85% OoT TeMmeparypsl IJIABJICHUSI HUKEIEBOM MaTpHIlbl (TBEPABIA pacTBOP HA OCHOBE
Hukensa) ~1350°C. D10 6bUT0 AOCTUTHYTO OnaroAapst HOBbIM TEXHOJIOTHSIM BBITIJIABKU U
ycioxkHeHuto cuctem JierupoBanus JKHC — ucnonb30BaHUIO OOJIBIIOTO KOJIUYECTBA
AJIEMEHTOB, TIIATEIFHO COATAHCHUPOBAHHBIX IS TOJYYCHHS] HEOOXOJMMBIX CBOWCTB:
Al, Ti, Cr, Fe, Co, tyromiaBkux MetauioB Nb, Mo, Ta, W, Re, moporocrosiiero
MeTasuia MIaTHHOBOM rpymnmbl Ru, Moauduimpyromux mukpoaobasok B, C, V, Zr, Hf u
penko3emenbHbix MetammoB (P3M) Y, La, Ce m T.4.,, a Takke NOHMKCHHOMY
conepkanuto npumeceit P, Mn, Zn, Se, Te, Pb, Bi u np. u razoodpa3zyronux npumeceit
N, O, S, C, H. Konkpernas mapka KHC Moxer coaepxkaTb ogHoBpeMeHHO 10 10-15
XUMHUYECKUX DJIEMEHTOB.

PazpaboTunku MatepuasioB MPOJ0JDKAIOT yIEIATh MHOTO BHUMAaHUS pa3padoOTKe
HOBBIX KapornpouHbiX ciiaBoB. JKHC mnocneaHux TOKOJIEHUH BBIIUIABJISIOTCS Ha
OCHOBE  TIOCTOSIHHO  COBEPIICHCTBYIOIIUXCS ~ XUMHUYECKHUX  KOMIIO3WIUH U
W3MCHSIOIIMXCSA ~ TEXHOJIOTMW:  HANpPaBIICHHOM  KPUCTAJUIM3alWH, MOPOLIKOBOU
METAJLTYPTrUU, MOHOKPHUCTAIUIMYECKOTO JIUThS, U JIp. TEeXHOIOTHS U3rOTOBJICHUS MAPTUH

onpeneneHHor Mapku JKHC MokeT BKITIl0OUaTh HECKOJIBKO CTAUi BBITUIABKU, HAITPUMED



4

U1 paMHUPOBAHUS paciliaBa OT NPUMECEH, TOMNXTOBKH KaKUX-JINOO KOMIIOHEHTOB,
MOJIYYEHHS 3aJJaHHON CTPYKTYpbl METalIa U T.I.

Jnsa  mopnepkaHus KOHKYPEHTOCIIOCOOHOCTH —TPOU3BOJIUTENSAM HEOOXOAUM
3¢ (EKTUBHBIN aHATUTUYECKUIM KOHTPOJIb KAUECTBA ChIPbs, N0Iy(PaOpUKaTOB U TOTOBBIX
matepuanos u3 JKHC.

Anamutndeckuii KoHTposib JKHC nMeeT 1Ba OCHOBHBIX HAlpaBIICHUs Pa3BUTHAL:
IIEPBOE - UCCIIE0BAaHUE U pa3pabOTKa METOI0B aHAJIN3a, YCTOMYUBBIX 110 OTHOIIEHUIO K
U3MEHEHUI0 MAaTPUYHOIO COCTaBa M OOJaJarOUIMX BBICOKOM TOYHOCTBIO; BTOpPOE -
UCCIIEJOBAaHUE U pa3pabdOTKa IKCIPECC-METOA0B, MO3BOJISAIOIUX OBICTPO, O€3 CIOKHOM
NOATOTOBKM MPOOBL, C JOCTATOYHOM TOYHOCTBIO OOECHEYUTh AHAIUTUYECKOE
CONIPOBOKJICHHE BCex 3TanoB nmpoussoactsa JKHC.

IIo mepBOMy HampaBJIICHUIO CYIIECTBYET MHOIO CTAHIAPTU30BAHHHBIX METOIUK
anamu3a JKHC ¢ npumeHeHMEM TIpaBUMETPUM, THTPUMETPUHU, (POTOMETPUH,
JIIEKTPOXUMUYECKUX METO/AOB, AaTOMHO-aOCOPOLIMOHHOIO aHajiu3a, OJHAKO JTH
MOHO3JIEMEHTHBIE METO/bl MAJIONPUTOAHBI 111 KOMIUIEKCHOTO MCCIEAOBAHMS COCTaBa
METaJUTyprudecKknXx 0ObEeKTOB CO CIOKHOM MaTpulield, kakoBbIMU siBisitoTcs KHC.

Haubonee yHuBepcanbHbIM METOJOM aHaM3a METALTyPTHYECKUX MaTepHUasioB
SBJIIETCSI aTOMHO-DMHUCCHOHHASI CHEKTPOMETPUS C HMHAYKTUBHO CBSI3aHHOM TIJIa3MOM
(ADC MHCII). K mpeumymiectBaM METOJa MOXHO OTHECTH: OJIHOBPEMEHHOE
OIPEJEIICHNE MAKPO- U MUKPOKOMIIOHEHTOB, BBICOKYIO TOYHOCTh U UyBCTBUTEJIBHOCTD,
UCIIOJIb30BAHUE JUISI aHAM3a MalblX IMPEJICTABUTENIbHBIX HABECOK Marepuaia,
IpagiydMpoOBKy II0 CTaHZApTHBIM pPAcTBOpPAM YHUCTBIX  3JIEMEHTOB, KOHTPOJb
NPaBUJIBHOCTH aHalu3a C HUCIOJIb30BAHUEM MOJIENBHBIX PAacTBOPOB IMPHU OTCYTCTBUU
aJIeKBaTHBIX CTaHAapTHHIX 00pa3ioB (CO).

Ananmu3  BeicokosierupoBaHHbix JKHC wmeromom ADC UCIT  tpebyer
uccienoBanus W pa3paboTku crnocoba mneperoga npod JXHC paznuuHblx Mapok B
pacTBOp, B TOM YHUCJIE C UCIOJIB30BAHUEM MUKPOBOJHOBOW MPOOOMOITOTOBKH, a TAKXKE
VCCJIEIOBAHMSI B3AaUMHOTO BIIMSIHHS AJIEMEHTOB CIUIABOB KaK MPU PacTBOPEHUH, TaK U

HEMOCPEJICTBEHHO TMpu  aHaiu3e (MaTpPUYHBIX UM  MEXJIJIEMEHTHBIX), BbIOOpa



ONTUMAJIbHBIX YCIOBUN pabOThl CIIEKTPOMETPOB, U Pa3pabOTKN Ha OCHOBE MOJYyYEHHON
uHpopMaiuu metoauk ananusa KHC.

BTopoe HanpaBneHue noapa3ymMeBaeT UCIOIb30BAHUE MPSIMBIX METOJIOB aHAIU3a
0e3 oTOopa CTPYKKM M pPACTBOPEHUS, NPUTOTOBJICHHUS M pa30aBIIEHHUs] PACTBOPOB.
Hawnbomee »KCIpecCHBIMH METOJaMH, IIHPOKO WCIOJb3YeMBIMA B METaJUTyPTHH,
CUMTAIOTCS  ATOMHO-3MHCCHUOHHAsi  CHEKTPOMETPHUsI C  HCKPOBBIM  CIOCOOOM
B030yxeHus (MADC) u pentrenodayopectenTHeiid anammu3 (PDA). [{ist obecrnieueHus
BBICOKOW TOYHOCTM DJKCIIpecc-aHaiu3a ¢ mnomoipio MetogoB HMADC u POA
HeoOxoauMbl cTaHAapTHeie oOpasikl coctaBa JKHC coorBercTByrommx mapok. Jis
MHOTHX Mapok coBpeMeHHbIX KHC cranmapTHbeie 00pa3lbl OTCYTCTBYIOT, HEOOX0AMMA
UX pa3paboTKa U aTTeCTalHsl.

Takum 00pa3om, BbISBIIEHA HEpEIIeHHas MpobieMa MHOTOJIEMEHTHOTO aHaIn3a
YKapONPOUYHBIX HUKEJIEBBIX CILIABOB, C OJTHOM CTOPOHBI, & C IPYrod CTOPOHBI, BBIOPAHBI
METO/Ibl aHaJIKM3a - aTOMHO-DMHCCHOHHAS CIEKTPOMETPHUS C MHAYKTUBHO CBSI3aHHOMN
MJI1a3MOM, MCKPOBasi aTOMHO-?MUCCUOHHAS CIIEKTPOMETPUS, PEHTTeHO(IIyopecCIieHTHAs
CIIEKTPOMETpUsI, 00JIa/Ial0NI1e MOTCHIIMAIBHBIMU BO3MOXXHOCTAMHM JIJIi KOMILJIEKCHOTO
pEIIeHHS TON TTPOOIEMBI.

Ileab u 3a1a4n UCCJIeI0BAHUS

Heabo nanHoii padoThl ABJSAETCH HCCIEAOBaHHE M pa3padOTKa KOMIUIEKCA
ONITUKO-CTIEKTPAIbHBIX U PEHTTEHOCTIEKTPAIHHBIX MHOTOAJIEMEHTHBIX METO/IOB aHAJIN3a
aBUAIIMOHHBIX KAPOTPOUYHBIX HUKEJIEBBIX CIIJIABOB HOBOT'O TTOKOJICHUSI.

Jnsi nOCTHXKEHUS TMOCTABICHHOW LENU MPEIyCMOTPEHO PEIICHHUE CIEAYIOIINX
3ajay:

1. XapakTepu3alus 00beKTa ucciaeaoBaHus - nuzydenue ocodennocreit XKHC
KaK 00bEKTa aHaJIn3a;

2. uccieaoBanne U BeIOOp crocoda moaroroBku mpod KHC, mo3posisroniero
JIOCTHYb TOJHOTO PACTBOPEHUS MPOOBI 0€3 MOTeph OMPENesIeMbIX AIEMEHTOB IS UX
nocnexayrmiero ADC UCII onpenenenus B pacTBOpax;

3. MCCIIeIOBAaHUE CTIEKTpalIbHBIX BIMsiHUN kKommoHeHTOB JKHC na ADC UCII

OTIpe/IeTICHUE 3JIEMEHTOB, UCCIEI0BAaHNE BO3MOXKHOCTEM MO YCTPAHEHUIO W/UJIH YUETy



BIMSHUS MEUIAIOIIUX AJIEMEHTOB (BBIOOp AHAJUTHUECKUX JMHUM U XUMHYECKOE
OT/CJICHUE);

4. BbIOOp ycioBuid anamm3za JKHC wmeromom ADC HUCII, Biusronmx Ha
MHTEHCUBHOCTh aHAJIMTUYECKOTO CUTHATIA;

S. uccienoBanue HecrekTpanbHbiX BiausHuid Ha ADC HCII onpenenenue
3JIEMEHTOB U BO3MO>KHOCTEM KOMIIEHCAIIUU HECIIEKTPAJIbHBIX BIMSHUMN - BHIOOD JTMHUIM

BHYTPCHHCTO CTaHdapTa,

6. OIICHKA TPaHMI[ ONPEICISIEMBIX COJCPKAHUN HCCICAYEMbIX 3JIEMECHTOB
KHC;
1. pa3pa60TI<a H arrTectanusa METOANK aTOMHO-OSMHUCCHOHHOI'O C MHAYKTHUBHO

cBs3aHHOM T1a3Moi ananu3a JKHC;

8. pa3paboTKa CTaHIApPTHBIX 00pa3LOB >KAPONPOUHBIX HUKEJIEBBIX CILIABOB
tunia BJKM u BKHA, Bkitouyasi BBIOOp TEXHOJOTMU BBIIUIABKU, OLICHKY MOPUCTOCTH,
OJTHOPOJHOCTH MaTepuaa o COCTaBy U IPOBEACHUE aTTECTALMOHHBIX HUCIIBITAHU;

Q. NPUMEHEHUE CO3JJaHHBIX CTAaHJAPTHBIX 00pa3LOB sl pa3pabOTKU METOJIUK
skcrpecc-koHTposst coctaBa JKHC Ha OCHOBE HMCKPOBOrO aTOMHO-PMHUCCHOHHOTO U
PEHTTeHO(IIyOPECIIEHTHOTO METO/IOB;

10. BHEJIpEHUE pa3pabOTaHHBIX METOAUK B IPAKTUKY paboThl McnbITaTeIbHOTO
uentpa OI'VII «BUAM».

Hayuynast HOoBU3HA

1. OxapakrepusoBanbl oco0eHHOCTH JKHC kak 00bekTa aHanu3a, chopMyIHpOBaHbI
1 000CHOBaHbI TPEOOBAHUS K MEPEUHIO ONPEAEIIIEMbIX JJIEMEHTOB, TUANa30HY UX
coJiepKaHUM U METPOJIOTUYECKUM XapaKTEPUCTUKAM.

2. llpennoxeH ¥ peain30BaH METOJMYECKUN MOIX0J K MHOTOodJieMeHTHOMYy ADC
NCIT ananmuzy )KHC, Brirouaroniuii:

— npobonoarotoBky XHC B MHKpPOBOJIHOBOI cHCTEME, TapMOHU3HPOBAHHYIO C
METOJIOM KOHEYHOTO OIpEAeIICHHUS;

— HCCJIEIOBAaHUE  aHAJIUTHYECKHX  BO3MokHocTten  Metoma ADC  UCII
npumeHuTesnbHO K JKHC — MeTposornueckux XapakTepUCTUK U HCTOYHUKOB

BJIMSIHUA Ha PE3YyJIbTAaThl aHAIN3a,



— ]ISl BBIOpaHHBIX AaHATUTUYECKUX JTUHUN ONTUMHU3AIMIO NapaMeTPOB UHIYKTUBHO
CBSI3aHHOU ILIa3MBl;

— YCTAQHOBJICHME BJIMSIHUE BpPEMEHU U3MEPEHUS aHAIMTUYECKOTO CHUTHajda Ha
IIPEIEIIbI ONPEAEIICHNS AHAIUTOB;

— BBIOOp CHiEeKTpaibHBIX JIMHUMA In 1 Sc B 1eNsIX BHYTpeHHEN CTaHAapTU3ALMUU IS
KOKIOM aHAIMTUYECKON IIMHUM BCEX 25 OmpenenseMblXx B JaHHOW padote
anemenToB JKHC.

[IpenyioxkeH cnocod MUKPOBOIHOBOM MPoOONIOAroToBKH npuMenutensHo k JKHC
s nocnenyromero ADC HCII onpenenenust 25 3JI€MEHTOB U3 PaCTBOPOB:
moI00paH COCTaB KUCIOTHBIX CMECEH Il pacTBOPEHHUS — TMPEUIOKEHO JBa
BapuaHTa pacTBOpeHUsi B pa30aBleHHBIX Kkuciotax - ¢ HF u 6e3 HF, B
3aBucuMocT 0T onpexaemsiembix merogom ADC HCII anementoB JXKHC;
UCCJIEeIOBaH Ccrocod MUKpoBOJIHOBOM mojarotoBku KHC mnsa pactBopeHus: mpod
pa3nbix Mapok JKHC;

[Ipennoxxen u  pa3paboTaH  CHOCOO  M3TFOTOBJICHUS  MHOT'O3JIEMEHTHBIX
CTaHAAPTHBIX 00pa3mnoB, cooTBeTcTByrOMMX 10 coctapy JKHC HoBoro
MOKOJIEHHSI, 00ECIEYUBAIOIINA OJHOPOAHOCTh MaTepHualia U BO3MOXKHOCTh X
aTTeCTallHH.

IIpakTHYyeckasi 3HAYUMOCTD

Ha ocHOBaHMM NpOBEAEHHBIX HCCIENOBAHUNA pa3padOTaH KOMIUIEKC U3 TPEX
B3auMoonoHsromux Metoguk ADC UCII onpenenenns Ni, Al, Cr, Co, Mo, W,
Ta, Nb, T1, Re, Ru, La, B, Si, Ce, Y, Fe, Cu, Mn, P B XKHC.

O6ocHoBaH cocTaB cTaHmapTHeIX o0pas3ioB JKHC mocnenHero mokoieHws,
BBIOpaHBI M pa3paboTaHbl crocoObl moiaydenns CO Ha mpuMepe CIUIaBOB THIIA
BXM u BKHA, npoBeneHsl uccClienOBaHUS UX MHOPUCTOCTH, OAHOPOIHOCTH,
MpOBEJICHa arTecTalus U yrBepxaeHue turnos CO CIuiaBoB.

N3rotoBiieHbl U aTTECTOBAaHbI CTaHIApTHBIE 00pa3ibl ciaBop BXXM4-BU,
BXMS5Y, BXM7, BXMS, BKHA-25, BKHA-1B wu apyrux JXHC.
ATttectoBannbie ['CO JKHC nmocneqnux nmokoneHui MpuMeHeHb! Ui pa3padoTKu

OKCIIPECC-METOAUK aHaIn3a aTOMHO-?MHMCCHOHHOM CIICKTPOMETPHUU C UCKPOBLIM



CrlocoOOM  BO30YXKJEHHST W PEHTreHO(MIyOpPECHEHTHON  CIEKTPOMETPHUH,
UCIONIb3yeMbIX IIpu nmpoussoacTee KHC.

Pazpabotana u aTTecTOBaHA HKCHPECC-METOAMKA OMPEACIICHUS JIETUPYIOIIUX
aneMeHToB U npumeceir B JKHC MeTonOoM aTOMHO-3MHUCCHOHHOTO C MCKPOBBIM
croco0OM  BO30OYXKICHHS aHaMW3a C YJIYYIICHHBIMA METPOJOTHYCCKUMU
XapaKTEPUCTUKAMU.

Pazpaborana M aTTecTOBaHa HKCHPECC-METOJMKA OMNPEACICHUS JIETHPYIOIINX
anemeHToB u npumeceit B JKHC metogoM peHTreHo(IyopeciieHTHOTO aHaIn3a.
IHon0xkeHus1, BLIHOCUMbIE HA 3aALIUTY

Pe3ynpTaThl HcciienoBaHusT MHUKpPOBOJHOBOW mpoOonoarotoBkn JKHC wu
npouenypa pactBopeHus pasHbix Mapok JKHC, rapMonusupoBaHHast ¢
nocnenyromum ADC UCII onpeneneHrneM 3J1€MEHTOB.

Pe3ynbTaThl HCCiENOBaHUS CIEKTPAIbHBIX M HECHEKTPAIbHBIX BIUSHUN MpHU
ADC UCITI ananuze XKHC.

Pe3ynpTarel onTUMH3aIMM MAapaMETPOB HHAYKTUBHO CBSI3aHHOW IUIa3Mbl JJIs
ananmu3a JKHC meronom ADC UCIL

Metoauyeckuil OAX0J K M3rOTOBJICHUIO KOMIUIEKTOB MOHOJUTHBIX CO JXHC
JUISL CIIEKTPAJIbHOTO OMPEIEIICHUS JIETUPYIOIINX, MUKPOAJIEMEHTOB U ITPUMECEN B
KHC.

Pa3paboTanHbie W aTTECTOBAHHBIE ATOMHO-DMHCCHOHHBIE C HHIYKTUBHO
CBSI3AHHOU J1a3MOM 151 HMCKPOBBIM HMCTOYHUKOM BO30OYK/ICHHUS,
pentrenodayopeciienTeie  Meroaukud aHamm3za  JKHC, oOecneuuBaromime
aHAJTUTUYECKUN KOHTPOJIb UCCIIEIYEMBIX MAaTEPUATIOB C TPEOYEMOUM TOUHOCTHIO U
YyBCTBUTEJIBHOCTHIO.

PesynbTaThl BHempeHUss pa3pabOTaHHBIX METOJUK B TMPAKTUKY PaOOTHI
HUcneiTaTensHoro 1ueHtpa @eaepasbHOTO TOCYIAPCTBEHHOTO  YHUTApHOTO
PEATIPUATHS «Bcepoccuiickuil HAay4YHO-HUCCIIEAOBATECIIbCKUM ~ UHCTUTYT

ABUAIIMOHHBIX MAaTCPHUAJIOB)).



CreneHb J0CTOBEPHOCTH M anpodanusi padboTbl

JIOCTOBEpHOCTh pPE3yJIbTATOB JUCCEPTALMOHHOIO HMCCIIEJOBAaHUS MOATBEPKICHA
METOJIOJIOTHEH BBIMOIHIEMON pPaOOTHI, B OCHOBE KOTOPOH JIEKHUT METPOJIOTHYECKOE
00OCHOBaHUE W MOATBEPXKIECHUE TOYHOCTU IMOJTYYAEMbIX PE3YyJIbTAaTOB IMOCPEICTBOM
WCITOJIb30BAHUSI CTAaHAAPTHBIX o0pas3noB kateropuu ['CO, meroma BapbUpOBaHUS
HaBECKH M METOJ1a «BBEAECHO-HANAEHO» JIJIsl KOHTPOJISI IPaBUIIbHOCTH.

OCHOBHBIEC pE3YyJIbTAaThl HCCIECAOBAHUM JOJIOKEHBI Ha 7-0M1 MexayHapoIHOU
koH(pepenuu "Instrumental Methods of Analysis - Modern Trends and Applications"
(IMA 2011) (o. Kpur, I'perms, 18-22 centsiops 2011 r.); 1-it Bceepoccuiickoit
KOH(EPEHIIMU 0 aHAJTUTHYECKOW CIEKTPOCKOMUU C MEXIYHApOJIHBIM yudacTheM (T.
Kpacuomap, 23-29 centsi0ps 2012 r1.); MexayHapogHOW MOJOJAEKHOW HAydHOU
koH(pepennusa «XXXIX INarapunckue urenus» (r. Mocksa, 9-13 ampens 2013 r.); VII
Bcepoccuiickoi koHGepeHIIUH MO UCTIBITAHUSM U UCCIICIOBAHUSIM CBOMCTB MaTepUaiOB
«TectMar» (r. Mocksa, 3 nexabps 2015 r.).

Hyonukanuu

ITo marepuanam paboThl OyOIUMKOBAHbI 15 cTarell B peleH3UpyEMbIX U3aHUSX,
BXoJA1MX B niepeueHb BAK, 4 Te31ucoB 10K/1a10B.

Crpykrypa u 00beM padoThI

Huccepransi CcOCTOUT W3 BBeACHHsS, o03opa mauteparypsl (riaBa 1),
HKCIIEPUMEHTAIbHON dYacTu (TJaBbl 2-8), BBIBOJOB, CHHCKa JUTEpaTtypbl u3 231
HauMmeHoBanusg. O6beM aucceprammu 211 ctp. Tekcra, comepkut 29 pucyHkoB, 44

TaOHIIBI, 3 IPUIIOKEHUS.
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OCHOBHOE COIEP KAHUE PABOTHBI

B kauectBe oObekta ananmmza JXKHC mpenctaBisioT co0oil CIoXHYIO 3ajady,
OTIIMYUTEIIBHBIMA OCOOEHHOCTSIMU KOTOPOU SIBJSIOTCS: MHOTOKOMIIOHEHTHBIH COCTaB,
BKJIIOYAIONIMI MaTPUYHbBIE AJIIEMEHTBHI, JIETUPYIOUIUE JJIEMEHTbI, MHUKPOJOOaBKH U
MPUMECH; HEOOXOJAMMOCTh TMPOBEACHUS aHAJUTHYECKOTO KOHTPOJS COCTaBa Ha
pPa3IMYHBIX H3Talax MPOU3BOJCTBA; a TAKXKE OTCYTCTBUE aJIEKBATHBIX CTaHAAPTHBIX
oOpasuoB coctaa (CO) mHorux coBpemeHHbix Mapok KHC.

B cBsi3u ¢ 3TUM HeoOXxoamma pa3paboTka MHOTOAJIEMEHTHBIX METO/IOB aHAIN3a,
pOOACTHBIX IO OTHOIICHHI0 K HM3MEHEHHI0 MATPUYHOTO COCTaBa W O0Jalaromux
BBICOKOM TOYHOCTBIO; a TAaK)KE€ HCIIOJIb30BAaHUE JKCIPECC-METOAO0B, TTO3BOJISIIONTUX 0€3
CJIOKHOU MPOOOIIOATOTOBKH U € IOCTATOYHOW TOYHOCTHIO COTIPOBOXK/IATh AaHAIM30M BCE
stanel npousBoactea KHC.

Takum TpeOOBaHHSAM OTBEYAIOT COBPEMCHHBIC WHCTPYMEHTAJBHBIE METOMBI: B
nepeoM ciaydyae — ADC HCII, o6nagarommii BBICOKMMH aHAJIUTHYCCKUMHU H
METPOJIOTUYECKIUMH  XapaKTEPUCTHKAaMH;, BO BTOPOM — aATOMHO-dMHCCHOHHAs
CIIEKTPOMETPHUS (MADC) Cc MCKPOBBIM crnocooom BO30YXKJICHHUS U
penTreHodayopecteHTHbIN aHanu3 (PDA), obmamaroniyue BRICOKON IKCIPECCHOCTHIO U
TOYHOCTBIO TIPH YCIIOBUW MCIIOJB30BAHUS JJISI TPAIYUPOBKH U KOHTPOJIS MPABHIIBHOCTH
aJICKBAaTHBIX CTaHJIAPTHBIX 00OPa3Il0B COCTABA.

B cBsa3u ¢ 3tMM HeoOxoauma pas3paboTka OOIIEro METOJAMYECKOTO MOoaxoda K
UCIIOJB30BaHUI0 coBpeMeHHbIX Bo3MoxkHOcTen ADC HCII, ADC ¢ uCKpOBBIM
criocobom Bo30yxkaeHuss U POA s ananmuza )KHC; a takxke pazpadorka CO coctaBa
KHC nocnennux nokosnenuit (tura BXXM, BKHA u ap.).

1. IKCIMepPUMEHTATbHAS YaCTh. ANINAPaTypa, PpeaKTHBbI, MATEPHAJIBI,
00bEKThI UCCJIEIOBAHNS

MukpoBosiHOBoe paznoxkeHue npod XHC npoBoauiu ¢ MOMOIIBIO CHCTEMBI
MARSS B aBTOKIaBax ¢ HCIOJb30BaHUEM KHCIOTHI coystHOM mapku "o.c.u." (I'OCT
14261-77), xucnotel azotHoit wmapku "o.c.u." (I'OCT 11125-84), KuUCIOTHI
dropuctoBogopoanoit Mapku "o.c.u." ('OCT 10484-78) u OMIUCTHILIMPOBAHHOM

BOJIBI.
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HccnegoBanus o onpeiesieHruIo 3JIEMEHTOB B pacTBOpax MPOBOAMIA Ha aTOMHO-
smuccnoHHoM criektpometpe ¢ MCIT Varian 730 ES ¢ akcuanbHBIM 0030pOM TIIa3MBI.

JIsi IpUTrOTOBIEHUSI MOJIETIBHBIX U TPagyHUPOBOUYHBIX PACTBOPOB HCIOJIb30BAIN
HCXOJIHBIE OJTHORJIEMEHTHBIE CTaHAAPTHBIE paCTBOPHI, coAepkaiue 1 mr/mi u 10 Mr/mn
OMpEeIeNIIEMbIX 3JIEMEHTOB.

st ompeneneHus AJIEMEHTHOTO COCTaBa TBEPABIX OOpPa3loB HUCHOJb30BAIU
aTOMHO-IMHUCCHOHHBIN CIIEKTPOMETP ¢ MCKPOBBIM criocoboM Bo30OyxaeHus ARL-4460
U peHTreHoIyopeceHTHBIN criekTpoMetp S8 Tiger.

B kaudectBe OOBEKTOB aHAIMTHUECKUX HCcienoBaHuid ucnoib3oBanbsl JKHC:
JUTEUHBIN, nepopMUpyeMble, HTHTEPMETAIUIUIHbIC, KaTOAHbIC, HUKEJCBbIC MPUIIOU, a
TaKKe CTaHJapTHbIE OOpaslsl CIUIABOB Ha HHKeNeBoW ocHoBe kareropuu ['CO wu
3apyoexxnbie CO. B cinyuyae metona ADC UCII mpoObl marepuana orOupanu B BHUIIE
CTPY)KKM WM 1opomka; B ciaydae wmeronoB HMADC u PPA wucnons3zoBamm
MUJIMHAPUYECKHUE CITUTKU BbICOTOM 0K0J10 20-30 MM 1 tuamerpom okosio 30-40 mm.

2. O01mmit MeToANYECKUN MOAX0 K MHOr0jieMeHTHOMY aHaau3y ZKHC

C yuerom ocobOenHocteit JXHC kak o00bekTa aHAJIMTHYECKOTO KOHTPOJIS,
pa3paboTaH METOAMYECKHM TMOAXOJ K aHalu3y, BKIIOYAIONIUNA YeThlpe dTama: 1 —
HCCIIEIOBAaHUE CIOCOOOB TMEpeBOojia BBIOPAHHBIX OOBEKTOB B PacTBOp Haubojee
HKCIIPECCHBIM, KOMIUIEKCHBIM W HaWMEHee TPYIOEMKHM U 3aTpaTHbIM oOpazom; 2 -
uccieoBanne U paspadorka MHorosneMeHTHoro meroma ADC UCII anammsza mis
onpenenenus 25 anementoB (Ni, Co, Fe, Mn, Cr, Al, Ti, Mo, W, Nb, Ta, Cu, Si, B, P,
V, Zr, Hf, Mg, Ca, Re, Ru, La, Ce, Y) B npobax JXHC u olieHKa METPOJIOTHUECKHX
XapaKTEepPUCTHK; 3 — pa3paboTka crocoba M CO3/aHKMe CTaHIAPTHBIX 00pa3loB COCTaBa
JKHC HoBoro nokonenusi tuna BXKM u ngp. u ux arrecrauusi; 4 - TOPUMEHEHHUE
paspaboranabpix CO jus  wucciaenoBanus MetogoB HMADC u PDA  anamumza
npuMennuTesbHO K JKHC, OlleHKH MEeTpOJIOTMYECKHX XapaKTEPUCTUK U Pa3padOTKH
skcnpecc-merToank ananusa JKHC.

OOmmii METOAUYECKUN TOAXO0J K MHOTODJIEMEHTHOMY aHajlu3y aBUAIIMOHHBIX

JKHC npencrasieH B Buaie cxembl Ha Pucynke 1.



JKaponpounsie Hukenessie cnaaeel (ZKHC)
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pacteopos JKHC
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*  BpeMeHM M3MepeHHs
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rpalynpoBOYHOI 3aBHCHMOCTH
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Pucynok 1 - Cxema METOAMYECKOTO MOX0/1a K MHOTO3JIEMEHTHOMY aHain3y aBuaimoHHbIX JKHC



3. HccaenoBanne MUKpPOBOJHOBOM NMPOOONOATOTOBKH 00pa310B ABMAIIMOHHBIX
KHC nas nmocaenyromero anaauza merogom A3C UCII

s nepesoga npo6 XKHC B pacTBOp MCIONB30BaIM CUCTEMY MUKPOBOJIHOBOM
npobonoaroroBku MARSS. Ipu ogroBpemennoMm omnpenenenuu Ni, Al, Ti, Co, Cr, W,
Mo, Nb, Ta, Re, Ru, Zr, V, Hf, Fe, Cu, Mn gns pacrBopenus npo6 JKHC BriOpana
cmech pazbaBneHHbix Bojoi kuciaor HCl, HNOj;, HF, B koTophix pacTBOpsIOTCS
YKa3aHHbIC METAJLIIBI.

B uensx yrouHeHust ycioBuii aBTOKJIaBHOro pasnoxeHus JKHC B cucreme
MUKPOBOJIHOBOM MPOOOMOATOTOBKM M BbIOOpa TeMmmepaTypbl pPacTBOPEHUs, MPOBEIIH
HKCIIEPUMEHT ¢ pacTBopeHueM npob crutaBa BXXMS, coxepkamero Cr, Mo, W, Ta, Nb,
Co, Ti, Al, Re. PacrBopenne naBecku 0,5 r cmmaBa BXKMS5S mnpoBogwimm B cMmecu
H,O+HCI+HNO3;+HF B cootHomenun 10:1:1:1 B aBTOKIaBaX. T.K. BBICOKast CKOPOCTh
MOBBIIICHUSA TEMIIEPATypbl M, COOTBETCTBEHHO, PE3KOE YBEIMYEHUE BHYTPEHHETO
JABIICHUS MOTYT BIIOCIEACTBUM TIPUBECTH K pa3repMeTU3allMyd aBTOKJIABa, TO
YCTAHOBJICHHE HEOOXOAUMOU TeMIIepaTypbl Pas3yIOKEHUs OCYIIECTBISIINA MMOCTEIIEHHO B
teuenue 20 muHyT. Mcnonp30Balivi OMHAKOBOE BpeMs HarpeBa v Bpemsi BbIIEPKKH (20
MUH), ipu pazHoi temmnepatype: 100-180°C ¢ marom B 10°C, 3aTeM MpOBOIMIN aHAINU3
pactBopoB MeTo1oM ADC HCII u cpaBHUBaIM CTETIEHb U3BJICUCHHUS DJIEMEHTOB.

OKCIEpUMEHT Moka3zayl, 4To 3a BpeMs 40 MHUH MOJIHOE pPacTBOPEHHUE BCEX
aerupyroumx aeMeHToB cruiaBa BJKMS npu BeiOpanHbIX ycnoBusix B cucteme MBIIII
BO3MO>KHO IPU TeMIepaType BblaepkKkH cBbiiie 160°C.

Hanee BpiOpanHbie mapamerpsl MBIIII 1 cooTHOIIEHHE KUCIOT MPOBEPSUIH MPHU
pactBopenun npyrux mapok KHC. IIpu pactBopennu craBa BXKMS, copepsxkariero
Cr, Mo, W, Ta, Nb, Co, Ti, Al, Re u RU BbIsIBICHO, YTO MNPH BHIOPAHHBIX YCIOBHUAX
PACTBOPEHHUS MOJTHOTO U3BJICUCHUS BCEX DJIEMEHTOB HE MPOUCXOJUT T.K. M3-3a HATUYUS
Ru mist monHoro pactBopenust Tpebyercst 6omabine HCl mo cpaBHeHHIO cO cIilaBoM
BXXMS5 nipu maHHBIX yCIoBHsX, a uMeHHO oT 3 M1 HCI.

B xone manpHeWIIMX 3KCHEPUMEHTOB, UCnoib3ys cucremy MBIIII, pactBopsinu
JpyTru€ MAapKu >KapoMpOYHBIX HUKEJIEBBIX CIUIABOB. BBISBIECHO, YTO AJISI MOJHOTO

pactBopenus npu BeiOpaHHbIX ycioBusix MBIIIT naBecok XKHC ¢ Cr>20% u Co>15%
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Macc. HeoOxoauMo pactBopenrne B jaBe crtaauu: 1) B 10 mum HCl mas moaHoro

pactBoperust Cr; 2) ¢ mobGasmenuem 5 ma H,O, 1 ma HNOz m 1 man HF mgns

pacTBOPCHUA OCTAJIbHBIX KOMIIOHCHTOB. Ha ocHoBanuu ITPOBCACHHBIX 3KCIICPUMCHTOB

MPEI0KEHO MPOBOIUTH pacTBoperue mpod KHC B nensx ganbHeiiero onpeaeneHus

anemeHToB MetogoM ADC UCII o cnenyromeit cxeme (Pucynok 2).

s pactBopenust KHC, conepxamux:
Cr, Co, Al, Ti, Mo, W, Ta, Nb, Zr, V, Hf, Re, Ru,
Si, B, La, Ce, Y, Ca, Mg, Fe, Cu, Mn, P (u C)

S

~z

TIPH OTIPEIICIICHUN
Cr, Co, Al, Ti, Mo, W,
Ta, Nb, Zr, V, Hf,
Re, Ru, Fe, Cu, Mn, P,
a Taxxe B>1% u Si>1%

UCIOJB3YIOT CMECh KHCIIOT
HCl+HN03+HF U BOJBI

IIPH OIPE/ICIICHUN:
La, Ce, Y, Ca, Mg,
a taxxe B<1% u Si<1%

UCIONIB3YIOT CMECh KHCIIOT
HCl+HNO3 ¥ BOJIEI

S

~7

H ciieayromue yCJIOBHUA MUKPOBOJIHOBOTO PA3JIOKCHUA

S

S

2

Eciamn )KHC, conepxut
C<0,1%; Cr<20%, Co<15%,
TyromnaBkux Me<20%:

Harpes 20 muH 10 160°C,
BbIZIEpKKA B TeueHue 20 MUH

Eciamn )KHC, conepxut
C>0,1%, Cr<20%, Co<15%,
Tyroriaskue Me>10%:

Harpes 30 muH o 180°C,
BBIZIEpKKa B TeueHue 30 MuH

Eciamn )KHC, conepxut
Cr>20%, Co>15%:

Harpes 20 muH 510 160°C,
BbIIEpKKa B TeueHue 20 MUH
(1 cramus — xonu. HCI,

2 cragus — HNOs, HF, H,0)

Pucynok 2 - Cxema npo6onoaroroBku JKHC nnst nmocnenyromero ADC NUCII ananuza

Crout ormetuth, uto pactBopenue KHC 0e3 HF nnsa naneueitmero ADC UCII

ompenenenuss mansix coaepkanuii Ce, Y, La (a taxke u Fe, Mn, Cu, Si u 1.1.)

NCPCIICKTUBHO CH_Ié TEM, UTO CYHICCTBCHHO YMCHbLIIACT KOJIHMYCCTBO IMOTCHOHAJIBHBIX

uHTep(depeHTOB MpH aHaIu3e, T.K. 0e3 ¢propooaopoanoit kuciaotel W, Nb, Ta, Zr, Hf B

pacTBOp He nepexoadr, a MO nepexoauT TOJbKO YaCTUYHO.
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4, HccnenoBanue u paspadborka maorodjieMeHTHOro AJC UCII ananuza ) KHC
Uccnenoanne  aHanmutuueckux  Bo3MoxHocTe  Mmeroga ADC  UCII
npuMennuTenbHo K JKHC BkiIouaer: McclieIoBaHUE MATPUUYHBIX U MEKIIEMEHTHBIX
BIUSHUNA Ha onpeneneHue 1eneBbix kKomrnoHeHToB JKHC wu BbIOOp CBOOOAHBIX
aHAJUTUYECKUX JMHUN; wucciaenoBanue BiausgHus napamerpoB HWCII (MomnrHOCTH
reHepaTropa U MOTOKOB Ta3a) HA AaHAJIMTUYECKUNA CUTHAT U ONTHMU3AIUIO [TapaMeTpOB
JUTSl BHIOPAHHBIX aHATUTUYECKUX JIMHUM; YCTAaHOBJICHUE BIMSHUE BPEMEHU U3MEPEHUS
aHAJIMTUYECKOTO CUTHAJa Ha MPEJeibl ONPEAeTICHUs aHATUTOB; BHIOOP CHEKTPAIbHBIX
JIMHUHI B LEJISX BHYTPEHHEW CTaHAApTH3AIlMU IS KaXKJI0W aHAIIMTHYECKON JIMHUU 25
ompenenseMbix B JOaHHOM pabore snemeHToB JKHC; orjeHKa METpOJIOrHYecKUX
xapakrepuctuk Metoauku ADC UCII ananmsa XXHC.
4.1 MHccienoBaHue MATPUYHBIX M MEK3JI€MEHTHBIX BJIUSIHUI HA onpeaeieHue
nesjeBbIX KOMNOHeHTOB AKHC

Bb160op CBOOOJHBIX CHEKTpPAIbHBIX JIMHUM AHAJUTOB OCYIIECTBISUIA C YYETOM
MAaKCHUMaJIbHOTO 3HAYEHHS] UHTEHCUBHOCTU U OTCYTCTBHUS B3AUMHOTO HAJIOKEHUS JINHUI
COITYTCTBYIOIIUX 3JIEMEHTOB.

Jnsg  wuccrnenoBaHUsT MEXKIJIEMEHTHOTO BIIMSHMUS HCIOJIB30Bajd  MOJIEJIBHBIE
PacTBOPBI PACTBOPBL: «A» - COJIEPKAIIME TOJBKO OMPEACISAEMbIEC FJIEMEHTHI — AHAJIUTHI
C KOHIICHTpAusMH, OIM3KMMH K MHUHUMaJIbHOM MaccoBor noine B JKHC; «M» -
pacTBOpBI,  coJaepKallue  BO3MOXKHBIE  HMHTEPHEPEHTHI C  KOHIEHTpAIUsIMHU,
COOTBETCTBYIOIIMMH MakcUMalibHOM MaccoBoi pgone B JKHC 3a wuckimroueHuem
COOTBETCTBYIOIIUX AJIEMEHTOB-aHAIUTOB; «XO» - X0JI0CTOTO OmNbITa (pa30aBiIECHHBIN B
20 pa3 pactBop kuciaotHoi cMmecu 3 M1 HCI, 1 Mt HNO3, 1 it HF Ha 100 mi H,0).

UTtoObl BBIIBUTH MHHUMBIC KOHIIEHTPALIMM AaHAJIUTOB, TOSBISIONINECS B
pesynbrare uHTepPepupyromero u MarpudHoro 3¢GHEeKToB, MOCIETO0BATEIHHO
ONPEAEIAIN KOHIIEHTPAUKM AJIEMEHTOB-aHATUTOB B pacTBope «XO» u pactBope «M».
PacTtBOp «A» UCMOIB30BAIM IJI TPATyHPOBKHU.

JInst  BBIOpAaHHBIX AQHAIMTUYECKWX JIMHUW TMPOBOAWIN OIEHKY TMPECIiOB

OTpEJIEIeHUs] BCEX MCKOMBIX KOMIIOHEHTOB (IO Ka)KJO0W BBIOpAHHOW CHEKTpalibHOU



16

auHun) 1o 3S-kputepuro 10 mapayienbHbIX U3MEpeHui pacTtBopa Hukens 100 MKr/mi
(Tabmuma 1).
4.2  MHccaenoanue ycjaoBuii mHorodiaementnoro AJC UCI anamuza ’KHC
JIJist orcKa ONTUMAIBLHOTO COYETAaHUS HECKOJIbKMX BapbHUPYEMBIX MapamMeTpoOB

N CII ucnonp30Balii METO MATEMATHYECKOTO TUIAHUPOBAHUS SKCIIEPUMEHTA.

Tabmuma 1 - BeiOpannbsie aHanutudeckue JuHUU A dieMeHToB JKHC wu mpeness

onpeneneaus Ciin

Pexomenyemble AJIbTEpHATUBHBIC
JIMHAHN JIMHAU

Ne | Dnement C C o

7u, HM lims 7», HM lims 7», HM limy

MKT/MJI MKT/MJI MKT/MJI

1 Ni 341,476 - 221,648 - 216,555 -
2 Co 238,892 0,002 235,341 0,004 - -
3 Fe 238,204 0,001 259,940 0,002 259,837 0,004
4 Mn 293,931 0,001 293,305 0,002 - -
5 Cr 276,653 0,001 276,259 0,01 206,158 0,01
6 Al 257,509 0,02 308,215 0,01 396,152 0,002
7 Ti 334,941 0,0003 337,280 0,001 334,188 0,001
8 Mo 379,825 0,01 202,032 0,01 284,824 0,003
9 wW 207,912 0,004 220,449 0,01 - -
10 Nb 294,154 0,002 288,317 0,003 - -
11 Ta 263,558 0,002 226,230 0,01 269,452 0,01
12 Re 197,248 0,003 227,525 0,01 221,427 0,1
13 Ru 349,894 0,01 273,436 0,01 379,890 0,1
14 Cu 324,754 0,003 224,700 0,003 -
15 V 311,837 0,0001 309,310 0,0001 -
16 Zr 343,823 0,0004 349,619 0,001 -
17 Hf 339,979 0,003 264,141 0,002 -
18 P 178,222 0,02 - - -
19 Si 185,005 0,02 184,685 0,02 198,835
20 B 182,577 0,01 - - -
21 Ce 407,347 0,004 418,659 0,003 - -
22 Y 377,433 0,0002 378,869 0,0004 490,012 0,001
23 La 379,477 0,0004 408,671 0,001 379,082 0,001
24 Ca 396,847 0,001 393,366 0,002 - -
25 Mg 279,553 0,0001 280,270 0,0001 -
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ITpu ognoBpemennoMm onpeaenenuun Al, Cr, Co, Mo, W, Ta, Nb, Ti, Re, Ru, Fe,
Cu, Mn, V, Zr, Hf, Si, B, P na cnektpomerpe Varian 730 ES BapsupoBamm: pacxo
pacmpuHTeIbHOTO TOTOKa aproHa (0,6-0,9 n/muH), pacxoj TOTOKa aproHa,
dbopmupyromiero miasmy (12-18 n/mMun), 1 MoiHOCTh reHeparopa (1-1,4 kBT).

N3mepsiin MHTEHCUBHOCTH MPEIBAPUTEIHHO BHIOPAHHBIX aHATMTHYCCKUX JIMHUAN
AJIEMEHTOB JUIsl pacTBopa «My, coliepKalliero TOJIbKO MaTpu4Hbld dnemeHT 100 mr/n
Ni, u pactBopa «A», comepxkaiiero, kpome 100 mr/nm Ni qo6aBku aHaIMTOB 10 1 MI/I
KaXJI0TO djieMeHTa. J{J1s BRIOpaHHBIX CIIEKTPATbHBIX JTUHUN BBIYUCISUTA KOHTPACTHOCTh
- OTHOIIEHUE MHTEHCUBHOCTH CUTHAJIOB AHAJIUTOB B PACTBOPE «A» K MHTEHCHUBHOCTH
CHTHAJIOB aHAJMTOB B pacTBope «M» - | 4/1;, (Pucynok 3). JlaHHBIIH TapaMeTp MO3BOJISIET
BBEIOPATH YCIIOBHS, TIPH KOTOPBIX MHTCHCUBHOCTH CHTHAJIOB aHAJUTOB |, MakcHMMallbHa,
IIPY ATOM YUYUTHIBasi MHTEHCUBHOCTh HUKENS |y, B poriecce ananu3za. Jlns onpeneneHus
KOMITIPOMHUCCHBIX ~ 3HAUEHWW  IMapaMeTPOB  TUIa3Mbl  PACCUMTHIBAIM  TapaMeTp
ONTUMM3AIMHU - CYMMapHasi KOHTPACTHOCTh BRIOPAHHBIX JTUHUM.

Jlns Takux snmemeHToB Kak Si, B, P, a rakxke Mg, Ca, Y, La, Ce, V, Mn, Fe, Cu,
KoTopble yacto coaepxkarbed B JKHC B manbix koHuentpamusax 1o 0,01 macc. % 6bu10
U3YYECHO BJIMSIHUE BPEMEHHU M3MEPEHUs Ha BEIMUMHY TpeJiesia ONpeeICHHs 2JIEMEHTOB.
Jns pactBopa «M» H3MEpsUIM MHTEHCUBHOCTH Ha MPEABAPUTENIBHO BBIOpAaHHBIX
aHATMTUYECKUX JIMHUSX (Bpems u3amepenus 5, 10, 15, 30, 60, 90 cekyHa) U BBIYUCISUIIN
npenensl onpexaenenus Cim = 3*CKO gecsatu mapaijieNbHBIX H3MEPEHUN pacTBopa
HUKens 2 T1/1. YBenuueHue BpeMeHM wu3MepeHus ¢ 5 g0 30 cekyHO Ha
MAaJIOMHTEHCUBHBIX JUHUAX Si 185,005 M, B 182,577 um u P 178,222 um naér
CHI)KCHHE TIPE/ICTIOB OIPEICIICHUs B 25 pa3.

Takum obpazom, i onpeneneHus B Hukeneroit matpuiie Al, Cr, Co, Mo, W, Ta,
Nb, Ti, Re, Ru, Fe, Cu, Mn, V, Zr, Hf BeiOpanbl ciieyroliye yCIoBHsI aHAIHM3a: Pacxo
pacmbUIMTEILHOTO TIoTOKa aproHa 0,9 j1/MuH; pacxoj MOTOKa aproHa, (OpMHPYIOIIETO
mazMy 12 j1/MuH; MOIIIHOCTH TeHepartopa 1,2 kBT; BpeMs usmepenus 15 c.

Jlns onpeneneHys B HUKEJIESBOW MaTpHlle HU3KHUX cojaepkanmit Si, B, P, Mg, Ca,

Y, La, Ce, V, Mn, Fe, Cu BwiOpaHbl cleIyIOIINE YCJIOBUS aHajau3a: pPacxoj
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pacnbUIMTENHLHOTO NIOTOKa aproHa 0,6 J/MuH; pacxoj MOTOKa aproHa, GopMHUPYIOLIErO
wiasmy 12 1/muH; MOIHOCTE TeHepatopa 1,4 kBT, Bpems uzmepenus 30 c.

4.3  MHccaenoBanue BuyTpenHero cranaapra aisa AJC UCII ananuza ’KHC

Opnum u3 cnoco6oB cHmxkeHus norpemHoctd B ADC UCII sBasieTcss mpuMeHeHue
BHyTpeHHero crangapra (BC). B naHHOM npueme B Ka4yecTBE aHAIMTUYECKOIO CUTHaja
UCIIOJIB3YeTCSl HMHTEHCHUBHOCTb CIEKTPAbHOM JIMHUM aHajiuTa, YMHOXXCHHas Ha
KO3 PUIIMEHT, KOTOPBI paBeH OTHOIICHUIO UHTEHCUBHOCTEH JMHUM BC n3MepeHHBIX
JUTSL aHATU3UPYEMOTO PAaCTBOPA U PACTBOPA XOJIOCTOIO ONBITA.

AHaNIOrMYHO BBIOOPY CBOOOJHBIX AaHAJIUTHYECKMX JHHUM 31emeHTtoB JKHC
BBEIOpAHBI CBOOOHBIE OT CIIEKTpaTbHBIX HaoxeHu# manu BC ms Ga, In, Sc.

C uenwto mpoBepku 3PPEKTUBHOCTH UCTIOIBb30BaHUS BbIOpaHHbIX JuHUN BC nipu
ONTUMHU3UPOBAHHBIX YCIOBUSAX padOThI CIEKTPOMETpA ObUIO POBEJAEHO CPABHUTEIBHOE
uccienoBanue BiusHusA napamerpoB MCII (moTokoB ra3a, MOIIHOCTH TeHepaTtopa) U
cozepkanus Kuciot, a Takke Ni u CO Ha M3MEHEHHE MHTEHCUBHOCTH aHAUTUYCCKUX
curHajoB ananutoB u 3nemeHToB BC Ga, In, Sc ms pactBopoB paszubix mapok KHC.
Pe3ynpTaThl MpeACTaBIsUIM B BUJE OTHOIICHMS TOJIYYEHHBIX WHTEHCUBHOCTEH MpuU

W3MEHEHUH IapaMeTPOB K MHTEHCUBHOCTSM OT HCXOIHBIX pacTBOpoB (PucyHok 5).

1,05 1,05
1,00 ' LS 1,00
0,95 0,95
0,90 0,90
0,85 0,85
0,80 0,80
0,75 0,75
0,70 0,70
0,65 0,65
0,60 0,60
0,55 0,55
0,79 0,82 0,85 0,88 0,91 0,79 0,82 0,85 0,88 0,91

OTHOCUTeNIbHAA WHTEHCUBHOCTb
OTHOCUTENIbHAA UHTEHCUBHOCTb

Pacxop, pacnblanTenbHOro NOTOKa aproHa, H/MVIH Pacxo/], pacnblIUTENbHOTO NOTOKa aproHa, ﬂ/MVIH

—e—AI 308,215 C0 238,802 =—e—Cr276,653 —e—Hf339,979
—e—Mo0 202,032 —8—Ta 263,558 —e—Ti334,941 —e—W 207,912
——AI257,509 —m-Mo 379,825 =-E~Re197,248 —a—Ru 349,894 ==In 410,176 ==Sc 255,235 —e=Sc 424,682

a) 0)
Pucynox 5 - M3aMenenne naTeHcuBHOCTH curHasia aHaiauToB (a) u BC (6) B pacTBopax

—8—Ga 287,423 =#=Ga 294,363 =e=In 230,606 =e=|n 325,609

CO cnnasos IMZ-187 u B)XM-8 (Re, Ru) npu u3MeHeHnu noToka rasa pacrbuUIMTeNs



19

YuuteiBass ¢hopMy MOJYYEHHBIX 3aBUCUMOCTEH, MJii KOPPEKIMHW CHUTHajla Ha
KOKIOW  aHAIWTUYECKOW JHMHUM 25  ONpeAensieMbIX  DJIEMEHTOB  BBIOpaHBI
cooTBeTcTBytomue uMm nTuHuu BC. Haubonee s pexTuBHbIMU OKa3amuch nuHuM In, Sc.
4.4  OueHka MeTPOJOTHYECKHX XaPAKTEPUCTHK M Pa3padoTKa MeTOAMK ATOMHO-

IMHUCCHOHHOIO ¢ HHAYKTUBHO CBSI3aHHOM mia3mon anaiau3a AKHC

T.k. B cymectByromux I'CO Ni crutaBoB cojep:KaHUE MHOTHX 3JIEMEHTOB JICKHT
B JIMarnia3oHax KOHIICHTpaIui yxe, 4eM B paszpabaTbiBaeMoil meToauke; a Re, Ru, La,
Ce, Y OTCyTCTBYHOT, - i OIEHKH METPOJOTHYCCKUX  XapaKTEPUCTUK
pa3pabarpiBaeMOii METOAWMKH B KaudecTBe oOpasroB cpaBHeHHs (OC) HCmob30BaIu
MOJENBHBIE PacTBOpbI, NpurotoBieHHble M3 ['CO pacTBOPOB HOHOB 3JIEMEHTOB.
Paccuurtansl meTposniornueckue mnokaszarenu koMmiuiekca meroguk ADC MCII anamusa
JKHC, monydeHHbIC IpU aHAIM3E¢ MOJCIBHBIX pacTBOpoB, coAepxamux Al, Cr, Co, Mo,
W, Ta, Nb, Ti, Re, Ru, La, B, Si, Ce, Y, Fe, Cu, Mn, P, Ni, V, Zr, Hf, Ca, Mg.
OTHOCHUTENbHAS TIOTPEIIHOCTh OMPEIENICHUs JETHUPYIOMKNX 3JIEMEHTOB He Ooiiee 4%,
MUKpO3sieMeHTOB He Oosiee 10%.

[TpoBepky mpaBmiIbHOCTH pa3paboraHHol MeToauku s dnementos: Ni, Co, Fe,
Mn, Cr, Al, Ti, Mo, W, Nb, Ta, Cu, Si, B, P, V, Zr, Hf, Mg, Ca Beimonusan c
ucnojr3oBanueM ['CO wu 3apybexnsix CO Ni-crmaBoB. T.k. Re, Ru, La, Ce, Y B
ucroiab3oBaHHbIX  CO  OTCYTCTBYIOT, MPOBEPKY NPaBUIBHOCTH pa3pabOTaHHOM
Merogukn mist Re, Ru, P3M mnpoBenn ¢ ucCHoiab30BaHMEM METO/A BapbUPOBAHUS
HaBecku. PasHuna Mexnay arrectoBaHHbIMM 3HadeHussMu  CO, 3HA4YEHUSMHU,
nonyuyeHHbiIMH MeTtogoM ADC UCII u cpegHuMH 3HAUYCHUSIMUA JBYX CEPHUIl JAHHBIX,
noJlyuyeHHbIX Tipu onpenenenun Re, Ru, P3M u3 nasecok (0,1 u 0,5 r) He3Haunma.

45 Kommiekc metoauk ADC UCII anaausza )KHC

Ha ocHoBaHMM NpOBEJICHHBIX HCCICIOBAHHM pa3paboTaH KOMIUIEKC H3 Tpex
METOJUK JUIS OMpEICIICHUs DJIEMEHTOB B cIlaBaX M Matepuajiax Ha Ni-ocHose: MU
1.2.036-2011 «MeToauka usmepenuii maccosoit monu B, Si, Ce, Y, Fe, Cu, Mnu P B
HAHOCTPYKTYPHPOBAHHBIX J1€(OPMUPOBAHHBIX JKAPOMPOYHBIX HHUKEJIEBBIX CIUIaBaxX
METOAOM 3MHUCCHUOHHOW CIIEKTPOCKONMU C HMHIAYKTMBHO-CBSI3aHHOW IUIazMoi»; MU

1.2.037-2011 «Metomuka usmepenuii maccoBoit monm Al, Co, Re, Ru, Ta u W B
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CIUIaBaX M Marepuajax Ha HHUKEIEBOM OCHOBE METOJOM aTOMHO-DMUCCHOHHOU
CIIEKTPOMETPUM C WHAYKTUBHO-CBSI3aHHOM mmnazmoity; MU 1.2.038-2011 «Metoauka
u3Mepenuit maccooit momu Cr, Mo, Ti, Nb u La B HaHOCTpYKTYypHpOBaHHBIX
ne(OpMUPOBAHHBIX JKAPOMPOYHBIX HUKEJEBBIX CIUIABaX METOJAOM 3MHCCHOHHOMN
CIIEKTPOCKONMUY C HHAYKTUBHO-CBSI3aHHOM IIA3MOW.

5. Pa3padorka cranaapTabix 00pa3uoB cocraBa ;JKHC

Hust obecnieuenusi rpaayupoBku MADC u PDA crnekTpomMeTpoB BO BCEM
JIAANA30HE COJEP)KAHUA JICTUPYIOMMX 3JeMEeHTOB 1o TY Ha cmiaBel tuna BIKM,
BKHA u ap. coctaB komiiektoB CO mIaHUpOBaIM Tak, YTOOBI IMANAa30H COJIEP KAHUIMI
aerupyromux 31eMeHToB B CO Obu1 mupe npenenoB mo TY Ha 10-15 % oT BepxHeil u
HIDKHEW TpaHUlIbl; COAEpKaHUE MHKPODIEMEHTOB U MPUMECEH IUIaHUPOBAIOCH OT
TBICSIYHBIX JI0JIel TpolieHTa J0 3HadeHui Ha 50-100% Bblllle TpaHUIIBI JTOIMTYCTUMOIO
COJIEp KaHMUSI.

Jist BBIOOpa crioco6a BeimiaBku 3arotoBok CO crutaBoB tuna BYXXM npoBeneno
CpaBHEHHME Pa3HBIX METOJOB BBIIJIABKU, HCIOJIB3YEMbIX MPU TOJYYEHHUU TOTOBOM
npoaykiuu B Buje ommBOK JKHC, oneHeHbl WX OCOOCHHOCTH W MPUTOAHOCTH ISt
ucnonbs3oBanus npu BbiiaBke CO JKHC: BbImIaBka B BaKyyMHBIX HHIYKIIMOHHBIX
neuax (BUII) ¢ nmocnenyromieil 3aduBKOMl B CTajibHbIE TPYObI; METOJ] PaBHOOCHOM
kpuctaumzanuu  (PK); meron wnampaBiennoit kpucramumzanuu (HK); ropsuee
uzocratuyeckoe mnpeccoBanue (I'MII). Jlns 3aroToBok, TMOJYyYEHHBIX pa3HBIMU
criocobamu, CpaBHUBAIM MOPUCTOCTh U OJHOPOTHOCTH MaTepUala.

BrinnaBneHnsie  3aroTOBKM oOTaumBanu U paspesanu. [lanee mpoBogmim
UCCIICIOBAHUE TIOPUCTOCTH W HadW4Ms JePEeKToB, KaK BHU3YaJlbHO, TaK U C
WCIIOJIb30BaHUEM ONTHUYECKOW M AJIEKTPOHHOW MHUKPOCKOIHWHU; a TaKkKe HCCIEIOBAHUE
OJTHOPOJHOCTH.

Ha ocHoBaHMM TpOBEIECHHBIX MCCIIEAOBAHUN PEIICHO MPOBOJAUTH BHITIJIABKY
Marepuania 3arotoBok CO cmaBoB tuna BXKM c cymmapubeiM copepxkanuem P3M
menee 0,5 % macc. u 6e3 nmpumeceit Ca, Mg, Pb, Bi, Te, Sn nmo Texnomoruu HK,
CXOJHOM C MOJy4eHHEM MPOMBIILIEHHBIX ciiaBoB BXKM, HO HEOOABIIMMU NAPTUSIMU B

BUJIe CUTKOB JyHOM 200-250 MM, muamerpom 110 45 MM 1 001Ieit maccoi 7-15 kr.
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VYcranosnenue arrectyembix 3HaueHuil B CO craBoB tuna BXXM, BKHA u 1p.
MPOBOAWIM B COOTBETCTBUM C ATTECTOBAHHBIMU METOJIMKAMU OMPEACIICHUSI AJIEMEHTOB
KHC meronom ADC UCII Ha ycTaHOBKax, BXOJAIIUX B COCTaB ['ocygapCTBEHHOTO
NEePBUYHOTO 3TaJOHA E€AWHUI] MACCOBOM (MOJSPHOW) JOJIM U MACCOBOM (MOJISIpHON)
KOHIICHTPAI[MM KOMIIOHEHTOB B JKHUJKMX M TBEPJbIX BEIIECTBaX M MaTepuaiax Ha
ocHoBe criekTpanbHbIX MeToA0B DT 196-2011 (OI'VII « BHUNODN»).

Hcnonp30BaHHBI  METOOWYECKUN MOAXOA K TMPOU3BOACTBY M  aTTECTALIMU
cragmaaptHeix oOpasmoB JKHC mo3Bommn paspadotate CO, HEOOXOmUMBIC IS
HCKPOBOTO aTOMHO-dMHUCCHOHHOTO U PEHTIeHO(IyOpPECIEHTHOTO METOJ0B aHaIH3a
JKHC nocnenaux moKoJICHUIA.

6. Pa3paboTka 3xcnpecc-MeToA0B AaHAJTUTHYECKOr0 KOHTPOoJsa AKHC

[ToarotoBky k a”amuzy 1pod wmetomoM ADC € HCKPOBBIM CHOCOOOM
Bo30yxneHuss 1 POA npoBoauim mOCPENCTBOM OYUCTKH IMOBEPXHOCTH MeETauia OT
3arpsA3HEHUN W 3aTOYKH Ha IJIOCKOCTh. T.K OT KauyecTBa aHAJUTUYECKOW MOBEPXHOCTH
3aBUCUT I((DEKTUBHOCTH B3aUMOJICUCTBUSI UCKPOBOTO paspsiia ¢ METANIOM, MPOBEACHO
UCCIICIOBAaHUE BIMSHUA IIepoxoBatocT moBepxHoctu (Rz) Ha  pesynbrarh
OTpEeNICNICHUsT JITUPYIOIIUX JJEeMEHTOB B Ipode cruraBa BXXMS. OnrumanbHas
BesimurHa Rz HaxoauThes B mpeaenax ot 7 10 17 Mxm.

OueHky mnoka3zaTeneil MNPEeHU3MOHHOCTH W MPAaBWIBHOCTH MPH ONPEAEICHUU
AJIEMEHTOB B HHUKEJEBBIX ciuiaBax merojgamu MADC u POA ananuza npoBOAWIHA C
ucnoias3oBanueM CO, B T.4. pa3pab0oTaHHBIX B JaHHOU padote, B cooTBeTcTBUU ¢ [[OCT
P UCO 5725-2-2002 u PMI" 61-2010.

Ha ocHOBaHuM mNpOBEACHHBIX WCCIIEAOBaHUN pa3paboTaHbl JIBE OKCIIpecc-
METOJMKH ISl OMNpeJeeHUs dSJIEMEHTOB B CIJIaBaX M MaTephajiax Ha HUKEJIEBOU
ocHoe: MU 1.2.061-2014 «Meroauka u3MEpeHUN MaCCOBOW JOJU JIETUPYIOIIHUX
AJIEMEHTOB UM TMpPUMECEH B HHKEJEBBIX CIUIABAaX ONTHUKO-DMHUCCHOHHBIM METOJIOM
ananmuza»; MU 1.2.071-2015 «Meroguka u3MepeHU MacCOBOW IO JIETUPYIOIIUX
AJIEMEHTOB M TIpUMECEH B HUKEJEBBIX CIUTABaX PEHTTEHO(ITYOPECIICHTHBIM METOJIOM

aHaJIu3a».


http://www.vniiofi.ru/depart/d4/get196-2011.html
http://www.vniiofi.ru/depart/d4/get196-2011.html
http://www.vniiofi.ru/depart/d4/get196-2011.html
http://www.vniiofi.ru/depart/d4/get196-2011.html
http://www.vniiofi.ru/depart/d4/get196-2011.html
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BbBIBO/IbI

1. O600mena nHdopManus O pa3HBIX MapKax >KapoIPOYHBIX CIUIABOB HA OCHOBE
Hukensa. CdopMmyaupoBaHbl TpeOOBaHMS K TEPEYHIO OMNPEICTIIEMbIX DSJEMEHTOB,
IUamna3oHaM  HUX ~ COAEpKaHUM W METPOJOTHMYECKUM  XapaKTEPHCTUKAM.
OxapakrtepuzoBanbl ocobeHHoctd KHC kak 00BEKTa aHAIUTHUYECKOTO KOHTPOJIS:
MHOTOKOMITIOHEHTHBI COCTaB, OJIHOBPEMEHHO BKJIIOYAIOMIUA MaTPUYHBIE SJIEMEHTHI,
JICTUPYIOUTUE DJIEMEHTBI, MUKPOI00aBKH U MPUMECH.

2. TlpemnoxkeH W peann3oBaH METOAMYECKUN MOJIXO0J K MHOrosnemeHtHomy ADC
UCII ananuzy JKHC, BkitoUaromuii M3ydyeHWEe OCHOBHBIX (DAKTOPOB, BIMSIONIUX Ha
aHAJMTUYECKUI CUTHAJ, U uccienoBanue npodonoarotoku KHC B MUKpOBOJIHOBOM
CUCTEME, TAPMOHU3UPOBAHHOMN C METOJOM KOHEYHOTO OMPEACIICHUS SJIEMEHTOB.

3. llpennockeH u  peanu3oBaH CrMoco0 MHMKPOBOJHOBOM  MPOOOMOATOTOBKU
npumenurenbHo K JKHC nns mocnenyromero ADC UCII onpenenenusa 25 31€MEHTOB
U3 PacTBOPOB: MOJIOOpaH COCTaB KUCIOTHBIX CMECEH NIl PACTBOPEHHS — MPEITI0KEHO
JIBa BapuaHTa pacTBOpPEHUs B pa30aBiieHHBIX kuciortax - ¢ HF u 6e3 HF, B 3aBucumocTu
or ompegensembix MerogoMm ADC HCII snementoB XHC; wuccinenoBan cnoco0
MuKpoBotHOBOM noaroToBku XKHC nist pactBopenus npo0 paszubix mapok KHC.

4. UccnenoBanbl crekrpainbHble uHTEepdepeHuun snementoB JKHC, BiusHue
MaTpu4HOTO AP (DEeKTa ¥ HECHEeKTPATbHBIX MOMEX, IPU 3TOM BBIOpPAHBI CBOOOJTHBIE OT
BIUSIHUN aHAJTUTHUYECKUE JIMHUM U TIPEJIOKEHBI DJIIEMEHThl BHYTPEHHETO cTanaapTa In
M SC I KOPPEKUHH AaHAMTUYECKOrO CHUTHajla M YMEHBUICHUS CIy4allHOU
coctapsitoniedt norpemHoctd nmpu ADC HMCII ananuze Bcex 25 onpenensieMbIX B
naHHo pabote anemenToB XKHC.

5. IlpoBeneHo uccienoBanue MeTposiornueckux xapakrepuctuk Meroga ADC MUCII
npu ananmu3e JKHC c¢ wucnonp3oBaHMEeM MOJEIBHBIX PAcTBOPOB M CTaHJIAPTHBIX
00pa3loB COCTaBa HUKEJIEBBIX CIJIABOB.

6. Pa3paboTaHbl METOIMKHU: OMpEEeHHs] Oopa, KpEMHUS, IepUs, UTTPHs, JKeJe3a,
Meau, Mapranma U (Gochopa B HAHOCTPYKTYPUPOBAHHBIX J1e(HOPMUPOBAHHBIX
XKapoINpoyHbIX HUKeENEeBbIX craBax merogoM ADC HCII; onpeneneHus aitOMUHUS,

KoOanpTa, peHUs, PYTEHUs, TaHTala W BoJb(ppamMa B CIUIABaX W MaTepuajax Ha
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HukeneBoi ocHoBe MetogoM ADC UCII;, onpenenenus xpoma, MOJIMOJEHa, TUTAHA,
HUOOWS W JIaHTaHAa B HAHOCTPYKTYPHUPOBAHHBIX JAC(POPMHUPOBAHHBIX >KAPOIMPOUHBIX
HukeneBbix criaBax metonoM ADC UCII; ompeneneHus: JETUPYIONIUX AJIEMEHTOB U
IIPUMECEN B HUKEJIEBBIX CIUIABaX aTOMHO-3MHCCUOHHBIM METOJO0M aHaJIN3a C HCKPOBBIM
MCTOYHUKOM BO30YXICHUS; OMNPEIEICHUS JIETUPYIOIIMX 3JIEMEHTOB WU IpUMECEd B
HUKEJIEBBIX CIJIaBaX PEHTI€HO(IYyOPECHEHTHBIM METOJIOM aHAIN3a

7. IlpennoxeH, pa3paboTaH W pealu30BaH CIOCOO M3rOTOBJIEHUS KOMIUIEKTOB
MHOTO3JIEMEHTHBIX CTaHJIAPTHBIX OOpPAa3IoB, COOTBETCTBYIOIUX MO coctaBy JKHC
HOBOT'O MIOKOJICHUS.

8. M3roToBieHbl W aTTECTOBAaHBI CTaHIAAPTHBIE 00pasmpl crutaBoB BXXM4-BU,
BXKMS, BXXMSY, BXM7, BXXMS8. ArrecroBanabie CO mpuMeHEHbI i pa3padoTKu
HKCIIPECC-METOJIMK aTOMHO-?MHCCHOHHOTO CIIEKTPAIbHOIO C MCKPOBBIM CIIOCOOOM
BO30Y)KJIEHHSI M PEHTI€HO(IYOPECIEHTHOTO aHallhu3a B XOJ€ TEXHOJOTUYECKOTO
nporecca.

9. Pa3paboTaHHbIE METOJUKMA aTTECTOBAaHbI M BHEAPEHBI B MPAKTUKY pPaOOTHI
HcnprtatenbHoro nentpa deaepanbHOro rocy1apcTBEHHOIO YHUTAPHOTO MPEAIPUSITHS
Bcepoccuiickoro Hay4yHO-HCCIIE0BATENBCKOTO MHCTUTYTA ABUALIMOHHBIX MaTEpHUAJIOB

(BUAM) I'ocygapcTBEHHOT0 Hay4yHOTO 1IeHTpa PO.

BJIATOJAPHOCTH

ABTOp BbIpakaeT TIyOOKYIO OJIarolapHOCTh M HCKPEHHIOK MPU3HATEIBHOCTH
HAyyHOMY pyKoBoauTento 1.X.H. bapanosckoit B.b. um akan. PAH, a.x.H., mpod.
KapnoBy FO.A. 32 HEOUEHHMYIO MOMOIIb, BHUMAHUE U MOMJAEPKKY HA MPOTSIHKEHUU
MIPOBEICHUS BCEX ATANoB pabOThl, yyacTUE B OOCYXKACHUHM PE3YJIbTAaTOB U MOITYYEHUE
LEHHBIX pekoMeHaanui; K.X.H. KapaueBnesy ®©.H. 3a orpomHbeli BkIagx B
AKCIEPUMEHTAIbHYI0O padoTy ©  pa3paboTKy METOJOB aHaIW3a aBHAIMOHHBIX
MaTepuasos, K.X.H. JletoBy A.®. 3a CyIIECTBEHHYIO IOMOIIb MPH pa3padOTKe METOMAUK,
ux arrecraun ¥ BHenpeHus: B npaktuky UL ®I'VII «BUAM», cBouM kosuieraM u

coaBTopam K.T.H. TutoBy B.W., Opnopy I'.B., IletpoBy II.C., 3arBoznkunoi T.H.,
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K.T.H. MOpOSOBOﬁ I'U. 3a IIOMOIIb Ha pa3IMYHbIX 3TallaX BBIMMOJIHCHUA AUCCCPTALIUN U

ITOJIC3HBIC ITPCATIOKCHMA.
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