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3ammura cocroutcs «24» anpens 2019 roga B 14 4. 00 MuH. Ha 3aCeTaHUU TUCCEPTAITIOHHOTO
coera J[ 212.038.19 mo xumuueckuM HaykaM Ipu BOpOHEKCKOM TrocyaapCTBEHHOM
yHuBepcurere no anapecy: 394018, Poccus, r. Boponex, VYHupepcurerckas mi., 1,
XUMHUYeCKuil paxynpTeT, aya. 439.

C nuccepraniieii MOXXHO O3HAKOMHUTBCS B HayyHOM Oubnmnoreke BopoHExkcKoro
roCyJIapCTBEHHOTO YHHBEPCUTETA U Ha caiiTe http://www.science.vsu.ru.

ABTtopedepar pazocnan «05» mapta 2019 1.

YueHbplll CEKpeTapb AUCCEPTALIMOHHOIO COBETa Cronmnosckas H.B.


http://www.science.vsu.ru/resources/dissovets/D212.038.19.pdf
http://www.science.vsu.ru/
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OBIIASA XAPAKTEPUCTHUKA PABOTbBI

AKTYaJIbHOCTb ~ TeMbl  HMCCJIeO0BAaHMA. MeTog  aTOMHO-3MUCCHOHHOMU
CIIEKTPOMETPUU C HUHIAYKTUBHO cBsi3aHHOW tuiazmoit (ADC-UCII) sBnsercs B
HACTOfIIEEe BpeMs OJHUM U3 HambOojiee HHGPOPMATUBHBIX U PACHPOCTPAHEHHBIX
METOJIOB MHOTO3JIEMEHTHOT'O aHalin3a OOBEKTOB Pa3IMYHOW MPUPOJIBI BCICACTBHE
BBICOKOW YYBCTBHUTEJIBHOCTH, JKCIIPECCHOCTH, a TAaKXE JOCTYINHOCTH HOBOIO
MOKOJICHUSI ~ aHAJIUTUYECKOTO oOopyaoBaHus. OaHAKO BO3MOKHOCTH  METOAA
ADC-UCII pnga aHanu3a NPOMBINUIEHHBIX MaTE€pUajoB pEaM30BaHbl JAlIEKO HE
MOJIHOCThIO. DJTO KacaeTcsi KakK CIUIaBOB HAa OCHOBE KOOasbTa, TUTaHa, TaK MU
BOJIb()paMCOAEPHKAIEr0 BTOPUYHOIO ChIpbs. Jl0 HACTOSIIEr0o BpEMEHU IpPU aHAIHU3E
CIUTABOB HAa OCHOBE TUTAaHA, HAIJIABOYHBIX MaTepHalioB Ha ocHoBe kobampTa ['OCT
PEKOMEHIYEeT TPYAOEMKHUE U JUIUTENIbHbIE OJJHORIEMEHTHBIE METObI. Takue MEeTo/Ibl HE
YUUTBIBAIOT MOSBJIEHUSI COBPEMEHHBIX MaTEPHAJIOB, CBOMCTBA KOTOPHIX YIy4dlIAlOTCS 32
CYET NMPUMEHEHUS HOBBIX JIETHPYIOLIUX 3JIEMEHTOB, B YAaCTHOCTHU JIsl MOBBILICHUS
KOPPO3MOHHOM CTOMKOCTH THUTAHOBBIX CIUIABOB IPEJIOKEHO OCYLIECTBIATH
JIETUPOBaHUE PYTEHHEM, METOAMKHU OIpEAENIEHUs KOTOPOTO B THUTAHOBBIX CILJIaBaxX
OTCYTCTBYIOT.

Kpome Toro, m3-3a UCTOIIEHUSI CHIPHEBOM 0a3bl MPH MPOU3BOJICTBE PA3IUYHBIX
TUTIOB BOJIb(PAMCOIEPKAIINX TBEPJBIX CIUIABOB BCE HIUPE NMPUMEHSETCS BTOPUYHOE
BoJIb(ppaMcoziepkKallee Chlpbe (JIOM, OTXOMbI, MBUIEBHJHBIN [UIaM), HMEOIIee
HEOJHOPOJHBIA COCTaB U COJAEpIKallee LEIeBbIe KOMIIOHEHThI B IIMPOKOM HMHTEpBAJIE
KOHIEHTpAallUi, a TakKe HEKeJaTelIbHbIe IPUMECH, 4YTO 3aTpyJdHSET €ro
MCIOJIb30BAHKE B MPOU3BOJICTBE O€3 MMOJIHON MH(POPMAIIUU O €r0 XUMUYECKOM COCTaBe.
3aaum aHajanM3a BTOPUYHOTO BOJIb(PPAMCOAEPIKAIIETO ChIPbs YCIOXKHSIOTCS B CBSI3U C
OTCYTCTBHEM CTaHIAPTHBIX OOpa3lloB COCTaBa, OCOOCHHOCTIMH TIPoO00TOODPA,
HEOOXO/JMMOCTBIO  YCPEAHEHHs, TOMOTE€HH3allMd W  ONTHUMH3AIUMH  pa3Mmepa
MUHUMAaJIbHOW MpeCTaBUTENIbHOM JabopaTopHoi npoOkl. [IprMeHenune craniapTHOro
METO/la PEHTIeHO(IIYOpPECIIEHTHOr0 aHanu3a, pekomenoBanHoro 'OCT g ananusa
rOTOBOM NPOMYKIMH TBEPABIX CIHEUYEHHBIX CIUIABOB, IPU AaHAJIW3€ BTOPUYHOTO
BOJIb()paMCOAEPKAIIEr0 ChIpbsl MPHUBOJUT K 3aBBIIICHHBIM pe3yJibTaTaM ISl
KOMIIOHEHTOB, OTCYTCTBYIOIIMX B TBEPABIX CIUIaBaX, WM MO3BOJSET MPOBOAMTH
ONpEJEIICHNE pAJa D3JIEMEHTOB TOJIBKO Ha IOJIYKOJIMYECTBEHHOM YPOBHE U3-3a
HEOJHO3HAYHOTO BIUSHUS MATPUYHBIX KOMIIOHEHTOB.

Beeaenue npo6 B CII TpaauiiMOHHO OCYIIECTBIISIOT U3 PaCTBOPA, MOTYUYSHHOTO
pacTBOpEHHEM TBEPABIX 00Pa3I[0B B MUHEPATBHBIX KUCIOTaX, IPU 3TOM HUBEIUPYETCS
BJIIMSIHUE CTPYKTYPbl U HEOJHOPOJHOCTH MPOOBI, a TaKKe YIMpoUlaeTcs rpaJlyrupoBKa
CHEKTpaJIbHOM ammaparypbl MO MOJENbHBIM PacTBOpaM, COCTAaB KOTOPBIX MOYKHO
MaKCUMAaJIbHO MPUOJIU3UTH K COCTABY aHAIU3UPYEMBIX OOBEKTOB, UTO OCOOEHHO BayKHO
IpU OTCYTCTBUU CTaHJAPTHBIX 00Pa3IloB COCTaBA.

Jnis uHTeHCHU(UKAIMU Tpolecca MpoOONOArOTOBKM BeChMa IEPCIEKTUBHO
aBTOKJIABHOE pa3jio’KeHHE MpoO TPYAHOPACTBOPUMBIX COCAMHEHMH B COYETAHHM C
MHUKPOBOJIHOBBIM HarpeBoM. Takoil moaxonx xopomo cels 3apeKOMEHAO0BAl TpU
Pa3I0KEHUU TE0JIOTUYECKHX OOBEKTOB, CHIIMKATOB, METAUIOB M CIUIABOB YEPHOU U
LBETHOW MeTaJuTypruu. OHAKO paHee OH HE UCMOJb30BAJICS P AHAIU3E BTOPUYHOIO
BOJIb(PpaMCOEPKAIIETO ChIPbs, HAIJIABOYHBIX MaTepHalloB HAa OCHOBE KoOanbTa U
KOPPO3MOHHOCTOMKHUX CIUIaBOB HA OCHOBE TUTAHA, JIETUPOBAHHBIX PYTEHUEM.



4

Crenenb pa3padoTaHHOCTH TeMbl UcCJael0BaHus. B 3apyOexHoil ntuteparype
OTHMCaHbl METOJUKH aHaJIM3a BTOPUYHOTO BOJb(PAMCOICPHKAIIETO CHIPhSI, THTAHOBBIX
CIUIaBOB M HAIUIaBOYHBIX MAaTepuUalioB Ha ocHoBe KkoOaiabTa meTtomom ADC-UCII,
OJIHAKO OHU HE HaIpaBJICHbl Ha OJHOBPEMEHHOE OMNPEACIICHHE BCEX IIEIEBBIX
KOMITOHEHTOB, a JIMaIia30H OMpPeAe/IIeMbIX COJIepKaHUN 2JIEMEHTOB OPUEHTHPOBAH HA
TpeOOBaHUsI HAIIMOHAIBHBIX CTAHIAPTOB, YTO HE IIO3BOJIAET HMX HMCIOJIb30BaTh B
OTEUECTBEHHBIX aHaJUTUYECKUX Jsabopatopusx. Kpome Ttoro, pactBopeHue mnpoo
OCYIIECTBIIIETCS B OTKPBITHIX CHCTEMaX, YTO MOXKET CIYXXHUTh HPHUYMHOW TOTEepU
JETy4YUX KOMIIOHGHTOB M YJIMHCHHS aHaju3a, MOBBIIIEHHOTO pacxojila pearcHTOB.
Takue mnpoOIEeMbl HCKIIOYAIOTCS MpPU  JECTPYKIMH Mpo0 B aBTOKJIABE NpH
MHUKPOBOJHOBOM Harpese.

Heas u 3amaum ucciaenoBanusi. llenpio ucciaegoBaHus SBISETCS H3y4YeHHE
YCJIOBUH aHajn3a BTOPHUYHOTO BOJb(paMcomepKaIlero Coiphbs, HAIUTABOYHBIX
MaTepuajIoB Ha OCHOBE KOOaJIbTa, KOHCTPYKIIMOHHBIX MaTepUaIOB HA OCHOBE THUTAaHA,
meroaoMm ADC-UCII mocie MUKPOBOJTHOBOM MTPOOOIIOATOTOBKH.

JI1st TOCTH>KEHUS TIOCTABJICHHOM IS HE00XO0IUMO PEIIUTh CISAYIONTUE 3a 1AM

1. M3y4uutbh 0COOEHHOCTH aHaIM3a BTOPUYHOTO CHIPbs BOJIb(pamMcoaepKaiux
TBEpABIX CIUIaBOB U Bosb(pamcoaepxamiero muama metogom ADC-UCII mocne
nepeBeIeHUs MPOOBI B paCTBOP B aBTOKJIABE B YCIOBHUSAX MUKPOBOJHOBOTO Harpena.

2.  OnTuMHU3UPOBAThH YCJIOBHUS OJHOBPEMEHHOTO OIPEACICHHUS HOPMUPYEMBIX
KOMITOHEHTOB B HaIUIAaBOYHBIX MaTepHaiax Ha ocHOBe koOanbTa Metogom ADC-HUCIIL.

3. OOocHOBaTh yCIOBHS aHAIN3a KOPPO3SMOHHOCTOWKHX THTAHOBBIX CILJIABOB,
nerupoBaHHbIX pyreHuem, metogoM ADC-UCII, BBISIBUTH MEXKIJIEMEHTHOE BIUSHHE
KOMITOHEHTOB MPOOBI HA ONIPEACIICHUE PYTEHUS.

4. Pa3paboTaTh U METPOJOTUYECKH AaTTECTOBATh METOJIUKH OMPEICICHUS
OCHOBHBIX KOMIIOHEHTOB B BOJIb()paMCO/IepIKaIEM ChIPhe 1 HOPMUPYEMBIX JIECMEHTOB
B HAIJJaBOYHBIX MaTepHaiax Ha OCHOBE K0OalibTa, THTAHOBBIX CILIaBaX, JISTHPOBAHHBIX
pyTEHHUEM.

Hayuynasi HoBU3HA:

[Tpennosxenbl HOBBIE MOAX0ABI K onpeaenenuto T1, V, Cr, Fe, Co, Ni, Cu, Zn, Ta
BO BTOPUYHOM ChIpbE BOJIb(paMcoIepKaliux TBepabix cmiasos u Ti, Cr, Fe, Co, Ni, W
B BoJb(pamcoaepxkaimeM nuiame merogoM ADC-UCITI, Bkimouaronue nepeBeicHue
npoOBl B pacTBOP B aBTOKJIABE B YCJOBHUSX MHKPOBOJHOBOTO HarpeBa. BhISBICHBI
OCHOBHBIE (DAaKTOpBI, BIMSIONINE Ha pe3yiabTaThl aHaiu3a. lIpemnoxkeH cocTaB
PEaKIIMOHHBIX CMECEHl W TeMIepaTypHO-BPEMEHHBIE PEXKHMBI pPa3joKEeHHUs TPoO B
aBTOKJIAaBE€, TO3BOJISIIOIIME  MOBBICUTH  MHPELU3UOHHOCTh, JKCIOPECCHOCTh U
PKOHOMHYHOCTHh  aHanmu3a. OIneHeHbl Tpeaensl OOHAPYKEHUS  KOMIIOHEHTOB
BOJIBL(PAMCOIEPIKAIIIETO CHIPHA.

O06ocHOBaHbI yCI0BHs OAHOBpeMeHHOro ompexaencHus Si, Cr, Mn, Fe, Ni, W B
HAIUTABOYHBIX MaTepuajiax Ha ocHoBe koOambta wmetogom ADC-UCII mocne
MUKPOBOJIHOBOW MPOOOTOATOTOBKHA B aBTOKJIABE, MO3BOJISIONICH WCKIIOUYUThH MMOTEPH
JeTy4Yux KOMIIOHEHTOB. [IpuMeHeHue SC B KauecTBe BHYTPEHHETO CTaHIapTa MpH
onpeneneann Cr w W TMO3BOJMWIO CYIIECTBEHHO TMOBBICUTH TMPEIU3HOHHOCTD
U3MEPECHUM.

OnTuMH3MPOBAHBI yCIOBHs ogHoBpeMeHHOoro onpenenenus Al, Si, V, Cr, Fe, Ni,
Cu, Zr, Nb, Mo, a tak:xe Ru meromom ADC-UCII B 3KCIIepUMEHTAIbHBIX THTAHOBBIX
CIUIaBax, 00bEMHO JIETUPOBAHHBIX PYTEHHUEM. Y CTAHOBJICHO MEXAIJIEMEHTHOE BIUSHUE
AJIEMEHTOB OCHOBBI Ha aHAJMTUYECKUN CUTHAJI OMNpPEAeNIIeMbIX KOMIIOHEHTOB,
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000CHOBaHBI YCIOBHSI MTPOOOTIOTOTOBKH, ITO3BOJISIONINE UCKITFOUUTH TIOTEPH JIETYINX
COCTMHEHUHN PYTEHHUsI, COKPATUTH MPOOKUTEILHOCTh aHATIN3a, PACIITUPHUTH MIEPEUCHb
OTIPEICIIIEMBIX DJIEMEHTOB H JIMAINa30H OINPEACIIIEMbIX KOHIICHTPAIUNA TI0 CPAaBHEHUIO
CO CTaHJAPTHBIMU METOIUKAMH.

IIpakTHYeckasi 4 TeOpeTHUYECKAsA 3HAYMMOCTh PadoThl. Pa3paboTan KOMILIEKC
METOMK JIJIs OTIPe/IeIICHUS MaKpO- U MEKPOKOMITOHEHTOB B CIIJIaBaX Ha OCHOBE TUTAHA,
B HaIJJABOYHBIX MaTepHaiax Ha OCHOBE KOOaIbhTa, BTOPHYHOM BOJIb(PpaMcoaepKaIieM
CBIpbE I MPOHM3BOJACTBA TBepAbIX ciuiaBoB MetogoM ADC-UCII B coueraHum c
MHKPOBOJHOBOH MpoOomnoaroroBkoii. OOOCHOBaHBI YCIOBHS MPOOOMOATOTOBKH H
CIEKTPAIBHOTO aHAJIHM3a, pa3pad0TaHbl i ATTECTOBAHBI METOJIUKH ONPEICIICHUS:

— Al Si,V, Cr, Fe, Ni, Cu, Zr, Nb, Mo, RU B KOpp03HOHHOCTONKHUX THTAHOBBIX
CILIaBax;

— Si, Cr, Mn, Fe, Ni, W B HamIaBo4yHBIX MaTepuaiaxX M3 JUTBIX TBEPJbIX
CIUIaBOB Ha OCHOBE KOOAJIbTA;

— Ti, V, Cr, Fe, Co, Ni, Cu, Zn, Ta Bo BTOpHYHOM BOJIb(hpamcoaepKaIieM
CBIPBE IS TPOU3BOJICTBA TBEPABIX CILIABOB;

— Ti, Cr, Fe, Co, Ni, W B BosIb(hpamMcoaeprKaIiemM miame;

Pa3paboTanHble METOIMKH anpoOMpOBaHBl M BHEAPEHBI B aHAJTUTHYECKYIO
npaktuky LHKII «CocrtaB, CTpykTypa ¥ CBOWCTBa KOHCTPYKLUMOHHBIX U
¢yaxnumonanbubix MartepuanoB» HUL «KypuaroBckuit uncruryt» - [HTHUU KM
«IIpomeTei».

MeTtogo0rusi U MeTOAbl HMCCAeAOBAHMS. J[1 TMOBBINICHUS ASKCIPECCHOCTH
aHaJIM3a PacTBOPEHHE MPOO MCCIEIOBAHHBIX MAaTEPUAIOB OCYIIIECTBIISIIA B aBTOKJIABE
IIPHY TIOBBIIIICHHOM JIaBJICHHH C HAarpEBOM B MUKPOBOJHOBOM Ttosie. [loHOTY mepeBoia
aHAJTMTOB B PAcTBOpP IIOCI€ MHKPOBOJHOBOH IPOOOMOATOTOBKH W IPOBEPKY
MPAaBWIBHOCTH  pa3pa0OTaHHBIX METOAWK TMPOBOJWIM C TOMOIIBI0  aHaJIW3a
CTaH/JAPTHBIX O0OPA3IOB PA3IMUYHBIX KATETOPHM, a NMPH MUX OTCYTCTBHH - CIIOCOOOM
«BBEJICHO-HalIeHO». ['paydpoBKY CIEKTPOMETpa BBITIONHSIM C HCIOJb30BAaHUEM
MOJICTTBHBIX ~ MHOTO3JIEMEHTHBIX ~ PacTBOPOB, TPUTOTOBJICHHBIX HA  OCHOBE
OJTHORJICMEHTHBIX CTaHJAPTHBIX PACTBOPOB.

[ToJ10:keHMsl, BLIHOCUMbIE HA 3aIIUTY:

- CocTaBbl pEaKIMOHHBIX CMECEW I TIIepeBEJACHUS B pacTBOp IMpod
BTOPUYHOTO CBIPBS BOJIb(PpaMcoiepIKAIITIX TBEPABIX CILIABOB u
BOJIb(PpaMcoIepKAIIETo NIIaMa, aITOPUTMBI MUKPOBOJIHOBOTO HarpeBa B aBTOKJIABE U
ycnosust onpexnenenus Ti, V, Cr, Fe, Co, Ni, Cu, Zn, Ta metogom ADC-UCIIL.

- PesynbTaThl MccneqoBaHUSA YCIOBUN MPOOOMOATOTOBKH U OJHOBPEMEHHOTO
onpenenenus Si, Cr, Mn, Fe, Ni, W B Ham1aBo4HBIX MaTepHagax U3 JUTHIX TBEPIbIX
CIUIaBOB Ha OCHOBe KoOayibTa MetogoMm ADC-VCIL.

- PesynbraThl HUCCIIeIOBAaHUS 0COOEHHOCTEN aHalin3a HOBBIX
KOPPO3MOHHOCTOMKUX THTAHOBBIX CIUIABOB, JICTUPOBAHHBIX pyTeHHEM, MeTogoM ADC-
N CTI, coctaB pacTBOPOB JIsl BCKPHITHSI IPOO B aBTOKJIABE B YCIOBUSX MUKPOBOJIHOBOTO
Harpesa.

- Kommiekc HOBBIX MHOTORJIEMEHTHBIX METOJMK aHAJIN3a BTOPUYHOTO CHIPhS
BOJIb()paMCOJIEp)KaIIUX TBEPABIX CIUIABOB M BOJb(pamMcoaepikaliero Immiama,
HATUTABOYHBIX MaTepuajaX Ha OCHOBE K0OaabTa, KOPPO3SHOHHOCTOMKHX THTAHOBBIX
CIUTABOB, JISTUPOBAHHBIX PYTEHUEM.
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CreneHb [J0OCTOBEPHOCTH M amnpodaunms pe3yabTaToB. J[OCTOBEpHOCTH
ONpeeNCHUs NOATBEPKICHA MeToAaMu MaTeMaTH4EeCKON CTaTUCTUKH,
CONOCTAaBJICHUEM pE3yJIbTaTOB, IIOJYYEHHBIX [0 pa3padOTaHHBIM METOJIUKaM
ADC-UCII ananu3a B cOYETaHUU C MUKPOBOJHOBOM MPOOOMOATOTOBKOM, C JTaHHBIMHU
MOJIyYEHHBIMU JPYTUMH METOJAMH WM aTTECTOBAHHBIMHM 3HAYEHUSIMU CTaHJIAPTHBIX
00pa3lIoB, a TaKKe METOJOM «BBEJCHO — HAMICHO.

OcHOBHBIE  pe3yJbTaThl MCCIEAOBAHMNA MPEACTABIEHbl HAa  CIEAYIOIINX
KoH(epeHusax: Beepoccuiickoit kKoH(MepeHIINU 0 aHATUTUYECKON CIIEKTPOCKOIHH C
MexayHapoaHaeiM ydactueM (Kpacaomap, 2015 1), XX MeHaeneeBckoM che3ie 1o
obmeld u mnpuxnaaHo xumuu (ExarepunOypr, 2016 1), X MexayHapoaHOU
KOH(EpEeHIIMN MOJIOJBIX y4YeHbIX Mo XuMuu «MenneneeB-2017» (Canxr-IleTepOypr,
2017 1), Tpetsem cbe3n ananmutukoB Poccun (Mocksa, 2017 1), XXVIII Poccuiickoit
MOJIOJEKHOMN HAy4YHOU KoH(pepeHITn «IIpoGnemsr TEOPETUUYECKOU u
sKcrepuMeHTalbHON XuMun» (ExatepunOypr, 2018 r).

[yoaukanun. [lo marepmanam auccepranuu omnyOJIMKOBaHO 4 CTaThu B
pelieH3upyeMbIX KypHanax, Bxoasammx B [lepeuens BAK, u 6 Te3ucoB gokiagoB Ha
POCCHICKHMX U MEXKTYHAPOIHBIX KOH(GEPEHIIUSIX.

CTpykTypa u 00beM auccepranuu. JluccepranmonHas padota uznoxena Ha 114
CTpaHMIIaX TEYaTHOTO TEKCTa, BKItouaeT 5 pucynkoB, 30 Ttabmum. CocTouT u3
BBEJICHUs, 0030pa JUTEpATyphl, TJIaB HKCHEPUMEHTAILHON YacTH, BBIBOJIOB,
oubmmorpaduueckoro cmmcka, Bkimodatoniero 105 ccputok Ha paboOTHI, MPHIIOKEHUS,
BKJIIOUaroIero 4 akra anpodanuu u 1 akT BHEAPEHUS.

JInuHbIi BKJIAJA aBTOpa COCTOSJI B yYacTHM B OOIIEH ITOCTAaHOBKE 3ajad
UCCTIEIOBaHUs, CUCTEMATU3AIMU JTUTEPATyPHBIX JaHHBIX, TUITAHUPOBAHUH, MTOATOTOBKE
U TPOBEJICHUM HKCICPUMEHTAIBHBIX HCCIIEIOBaHUM, 00paOOTKE W HHTEPIpETaALUH
MOJIYYCHHBIX Pe3yJIbTaTOB, MPAKTHUYECKON anpoOaluy U aTTecTalluu pa3pabOTaHHBIX
METOAMK aHaln3a.

OCHOBHOE COJAEPKAHHUE JUCCEPTAIIUU

Bo BBenmenun o0OCHOBaHa aKTyaJlbHOCTh TEMBI, OMPEEICHBI IEJb W 3a/1auu
ucciefoBaHus, cHoOpMylIMpOBaHA Hay4dyHas HOBH3HA M MPAKTHYECKas 3HAYUMOCTH
paboThI, TPEICTABIICHBI MOJIOKEHHS, BBIHOCUMBIC Ha 3aIUTY.

O030p JuTEepaTypsbl

W3ydensl 1 00001IeHBI TUTEPATYPHbIE 1 HOPMATHUBHBIE HCTOYHUKH 110 00BEKTaM
aHanm3a (BTOPUYHOMY BOJb(pamMcoiepKalmeMy ChIppI0 W KOHCTPYKIIMOHHBIM
MaTepuaiaM), ¥ UX aHAJIUTHYECKOMY KOHTPOIIO. AHAIHM3 JHTEPATYPHBIX TaHHBIX
nokazan, uto meron ADC-UCII sBasercs mnepcrneKTUBHbIM W 3(P(GEKTUBHBIM B
COYETAaHUU C aBTOKJIABHOW MPOOOMOATOTOBKOM MPH HArpeBe MpoObl B MEKPOBOJIHOBOM
HOJI€ JUTSI TIOBBILICHHS TPEIIM3UOHHOCTH, SKCIIPECCHOCTH U SKOHOMHUYHOCTH aHAIIN3A.

JKCNEepPUMEHTAIbHAS YaCTh
O0beKThI, NPUOOPHI M METOABI HCCIIETOBAHNS

B KauecTBe 00BEKTOB UCCIIEIOBAHUS BbIOpaHbI BTOPHUYHOE
BoJIb(hpaMcoziepKallee ChIphe IOCIE pEereHepaluu IS TMPOM3BOJCTBA TBEPJIBIX
crwiasoB (BCTC) mapok tuna BK (BK-3, BK-4, BK-6, BK-8, BK-10, BK-15, BK-20),
tuna TK (T15K6, T14K8, T5K10), Tuma TTK (TT7K12, TT8K6, TT10K8, TT20K9,



7

TT8T7), BoabhpaMcoaepkammii MbUIeBUAHBIA 1aM TBepabix cruiaBoB (BCHITC)
mapok tuna BK, HamimaBouHble MaTepHallbl M3 JIMTHIX TBEPHABIX CIIJIABOB Ha OCHOBE
KoOasbTa (HM) Mapok IIp-B3K-IIpH-Y10XK63BS5,
[p-B3K-P-TIpH-Y20XK57B10 u IIH-2-3-190K62X29B5C2, oOmNBITHBIE MapKH
KOPPO3UOHHOCTOMKHUX THUTAHOBBIX CIIJIAaBOB, JIETUPOBAHHBIX PYTEHHEM, KOTOpbIE
Haxomarcss B craguu paspaborku IIT-7M+Ru, IIT-3B+Ru, 5B+Ru, 37+Ru,
BT-22+Ru. Ilpu BbIOOpe oOmpeaensieMbIX JIIEMEHTOB  PYKOBOJCTBOBAJIHCH
HOPMAaTUBHBIMU  JIOKYMEHTAMH, pErVIaMEHTHUPYIOIIUMH  COCTaB  HCCIEIyEeMbIX
MaTepUagoB, a Takxke TpeOOBAaHUSMU TEXHOJOTOB U pPa3pabOTUMKOB TBEPIbIX
BOJIb(PpaMCcoIepKAIINX CIUIABOB U CIIABOB HA OCHOBE THUTAHA.

JIJisi KOHTpOJIST TPAaBHJIBHOCTH OIPEACIICHUS MAaCCOBBIX JOJIEH 3JIEMEHTOB B
UCCIIEIyeMbIX OOBEKTaX M IMOJIHOTHI PA3JIOKEHHs IO pa3pabOTaHHBIM METOIUKAM
UCIOJIb30BaNiM cTaHAapTHhie o0pa3iel (CO) pa3inuuHbIX KAaTETOpUM IJISi TUTAHOBBIX
crutaBoB — ['CO u OCO mpomsBoactea BUIC u [THUU KM «IIpometeii»: BT-22 'CO
1061-76, IIT-3B (36) OCO 108-90 , 5B (55) OCO 155-93, IIT-7M (783)
OCO 158-93, 37 (957) OCO 127-92; nns HaluTaBOK M3 JIMTHIX TBEPIBIX CIUIABOB Ha
ocHoBe Kobaibra CO OnM3KOro cocraBa MMIOPTHOro mpousBoactea MBH
(Bemukobputanus) 119XST3, 14937, 14942, 12672, 12667. [Tockomsky CO cocTaBa
BTOPUYHOTO BOJBb(PPAMCOJEPKALIETO CHIPbsi U IUIaMa MO OOBEKTUBHBIM MPUYMHAM
OTCYTCTBYIOT, JIs1 KOHTPOJISl IPaBUIILHOCTU omnpeieieHus Bosb(pama npumensiiu CO
deppoBonbdpama Tuma GB70 (P18) I'CO 765-9211 npoussoacta 3AO «MHCTUTYT
CTaHIApTHBIX 00pa3noB» (Poccust), koropwiit comepxkan W B TOM e auama3oHe
KOHIIEHTPAIIUU, YTO U 00pa3Ilbl IIaMa.

[TpoGomoArOoTOBKY ~ TPOBOAMJIA € HWCIOJB30BAaHMEM  JIAOOpATOPHOM
mukpoBosiHOBoM cuctembl «SpeedWave FOUR» (Berghof Products, I'epmanus) c
aBroxiaBamu tuna DAP-60 (TedrmoHoBBIE cTakaHbl ¢ BHYTpeHHUM 00bemMoM 100 mit u
pabouum nasienueM 1o 60 atm) u DAK-100/4 (TedioHOBBIE CTaKaHbI ¢ BHYTPCHHUM
oovemom 100 mn u pabounm npasineHueM 10 100 atM), KOHTPOJb JAaBJIEHUS U
TEMIIEpPATyphl BHYTPHM aBTOKJIaBA OCYIIECTBISUIM JAWCTAHIIMOHHO TIPH TTOMOIIU
OECKOHTAaKTHOT'O MOJISIPU3alIMOHHOTO (DUITBTPA B KPBIIITKE aBTOKJIaBa U OECKOHTAKTHOTO
HUK-pgaTynka COOTBETCTBECHHO.

ATOMHO-3MUCCHOHHBIM aHAJIU3 BBINOJHSUIM Ha CIHEKTPOMETPE HUIEIE C
UHIYKTUBHO CBsi3aHHOH mmiasmoit «Optima 7300 DV» (Perkin Elmer Instruments,
CIIA).

N3ydyeHue ycia0BHid 1 METOANYECKUX 0COOEHHOCTEH aHAJIN3a BTOPUYHOIO
BoJIb(ppamMcoaep:kamero coipbs merogom AIC-UCII

CH0XXKHOCTh AHAJIMTUYECKOTO KOHTPOJII BTOPUYHOTO BOJIb(PPAMCOICPIKAIIETO
ceipbsi  (BBC) (oM, OTXOAbl, TBUICBUIAHBIA  IJIaM)  OOBSCHSICTCS €0
MHOTOKOMIIOHEHTHOCTBIO, HECTEXHMOMETPUUYHOCTHIO M BBICOKOW HEOJHOPOIHOCTHIO,
OTCYTCTBHEM CTaHJAPTHBIX OOpa3llOB COCTaBa, a TaKXKE MPUCYTCTBUEM IICIEBBIX
KOMIIOHEHTOB B IIIUPOKOM HHTEPBAJIE KOHIIEHTPAINA. DTHUM O0YCIOBJICHBI Pa3INyus C
TpeOOBaHUSIMHU K aHAIU3y MPOMBIIUICHHO BBITYCKAEMBIX METAJUIOKEPAMUYECKUX
TBEPABIX CIUIAaBOB, [JJIsi KOTOPBIX CTPOTO HOPMHUPOBAH KayeCTBEHHBIM W
KOJIMYeCTBEHHbIN cocTaB. [loBbiienHbie TpeboBanust k TouHocTH aHanu3za BCTC u
BCHITC cBsizanbl C OTpULATEIbHBIM BIUSIHUEM OTJEIbHBIX TPUMECHBIX KOMIIOHEHTOB
Ha TOMOTE€HHOCTb U Ka4eCTBO KOHCOJIMJIAIIMK CIIEKAEMOr0 MaTepuaia, 4YTo NPUBOAUT K
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cHmkeHnto TBepAocTH TBepabiX crutaBoB (TC). [Ipu nzyuennn ycnosuii ananuza BBC
merogoM ADC-UCII Opimo  HeoOXoguMo O00OCHOBAaTH paboune TapameTphl
CIEKTPOMETpa, BBHIOpAaTh AaHATUTHYECKWE JIMHAW IS ONPEACTCHHS IEJeBBIX
KOMITOHEHTOB ¥ OILIEHWUTh MOTEHIMAIbHBIE MEIIAONINE BIMSHUA KaK MaTPUYHOTO
HJIEMEHTa Ha OMpeJesIeHHe MPUMeECEl, Tak U MpUMecel Ha ompejiesieHne Bojibdpama,
yCTaHOBUTH Tpeneibl oOHapyxeHus (Cmin) ONMpeaensieMbIX 3JEMEHTOB U OIICHUTH
HIDKHHE TPAHHIBI orpeensieMbix conepxkanuii (C,), BBIOpaTh MOIXOMANIHNA CIIOCO0
NpOOOMOATOTOBKM  JUIsl  TIOCTEAYIOIIETO  OJHOBPEMEHHOTO  ONpENETIeHHs] BCeX
AIIEMEHTOB, KOTOPBIE MOT'YT IIPUCYTCTBOBATh BO BTOPUYHOM CHIPbE.

Mukpoeonnosan npodonoozomoeKka covipvsa. PacTBopeHne TpyIHOPACTBOPUMBIX
BCTC u BCIOTC ocymiecTBiIsIM B KUCIOTHOM PacTBOPE B aBTOKJIABE C HAIPEBOM B
MUKpPOBOJIHOBOM TioJie. BBIOOp KayecTBEHHOTO M KOJMYECTBEHHOTO COCTaBa
pPEaKUMOHHONW cMecH, 00ecreunBarolleil MOTHOE PA3I0KEHUE, MPOBOJMUIN C YYETOM
xumuueckoro cocraBa npo6 BCTC u BCIUTC npu HenpephlBHOM HarpeBe 0
temniepatyp 150, 170 u 210 °C, xOHTpOJUpPYys NOJHOTY pPa3l0XEHUs BU3YaJIbHO.
YcranoBneHo, 4to nojaHoe nepeseaeHue B pactsop npod BCTC nabmronaercs B cMecsx
komruiekcooopasyromux (HF, HCI) u okucasromieir (HNOs) kuciaot mpu TeMmeparype
210 °C. [IpucytcTBHEe B cocTaBe peaknnoHHOU cmecu HF obecrieunBaer pacTBopeHue
U yJEpXKUBaHHWE B PAcTBOpPE TPYAHOPACTBOPUMBIX KapOWUIOB Boibhpama, TUTaHa,
tanTtana B npucyrctBun okucautenss HNOgz. Ilokazano, uro 3amena HF ma NH4F,
BHOCHMMOTO B PEAKIMOHHBIA COCYJl B TBEPIOM BHJE, CIIOCOOCTBYET YMEHbIIICHHUIO
JIABJIGHUSI BHYTPU aBTOKJaBa NpU OBICTPOM HENPEPHIBHOM pa3orpeBe U CHUXKAET
BEPOSITHOCTh €r0 pa3repMeTU3aluy U IOTEPU YaCTU MPOOHI.

C uenpio COKpauleHUs MPOJOJIKUTEIBHOCTH MPOOONOArOTOBKU MPEAJIOKEHO
OCYLIECTBJIATh CTYIEHYAThIil HAarpeB aBTOKIaBa. ONTHMHU3UPOBAHBI TEMIIEPATypPHO-
BpPEMEHHBIE [TApaMETPhI PEKUMA PACTBOPEHUS: YCTAHOBIIEHO, YTO MTOJIHOE Pa3JI0KEHHE
BCTC npoucxomut B peakunonHoi cmecu cocrasa: 1,2 T NHsF, 8 mn HCI+HNO3 B
cooTHomennn 3:1 mpu aByxcrymeHuatoM HarpeBe 10 210°C (co CKOpOCTBIO
73 °C/munr go 170 °C u 20 °C/mun no 210 °C) u BbLAEpKKE MPU MAKCUMATbHOU
TeMIepaType B TeueHue 15 MUH U NpOMEXYTOUHOHN TemrmepaType sl cTabuiIn3anuu
JaBJeHUs B aBTOKJIaBe - 5 MuH. OOmias mpoJoSIKUTEIbHOCTh MHUKPOBOJHOBOTO
pasyiokeHus coctapisiet 24 MuH (puc. 1a).

[Tpo6s1 BCIITC B aHamOTHYHBIX YCIOBUSAX PACTBOPSUIMCH HE MOJHOCTHIO U3-32
otnuunii oT BCTC no rpanyoMeTpUyecKOMYy COCTaBY M BOZMOXKHOTO HAJIMYUS B HUX
NPOJAYKTOB m3HOca abpasuBa. CHmkeHue Macchl npooOs! (1o 0,1 T), ucnonb3oBaHue
peakrronHon cmecu coctaBa: 0,6 r NH4F, 8 mn HCI+HNO3 B cooTHOmenun 3:1 npu
TPEXCTYIIEHYaTOM HarpeBe peakUMOHHOM cmecu n0 Ttemmepatypsl 220 °C ¢
NPOMEXYTOYHBIMU dTallaMy CTaOWIM3alUU TEMIlepaTypbl B aBTOKJIABE B TEUECHUE
3 mun o 150 °C co ckopoctbio 42 °C/mun; u 3 muH 10 170 °C co CKOPOCTHIO
10 °C/mun u mo 220 °C co ckopoctbio 25 °C/MHH M TEpMOCTaTUPOBAHUH MPH
3aKJIIOYUTENILHON Temmeparype B TedeHue 17 MUH TpPHUBOJIUIO K MOJHOMY

nepeBeIeHuo poOsl B pacTBop. Ob1ee BpeMs pasnoxkenus mpod cocrasusier 30 MuH
(puc. 16).
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Pucynok 1 — TemnieparypHO-BpeMEHHbIE PEXUMbI HAarpeBa aBTOKJIABA [IPHU Pa3I0KEHUU IIPOO

BCTC (a) u BCILTC (6)

Tab6smna 1 — OnepanuoxHble mapaMeTpsl K3MEPEHUS

ITapameTp 3HadyeHUE
NCII:
Oxnaxaarnui MoTOK aproHa, 150
JI/MUH. ’
[Tna3zmMoo06pa3yromuii MoToK 02
aprosa, JI/MUH. ’
Pacnsinsiromumii noTok aproxa, 08
J/MUH. ’
MomnHocTs, BT 1300
YacToTa niaa3mMeHHOT 0 40.68
re"eparopa, MI'it ’
aKCHaJbHOE
HabGmtonenue mna3msl (s W-
paguanbHOE)
[IepucTalbTHUECKOr0 HACOCA:
CxopocTh MOTOKa pacTBOpa 150
poOkI, CM>/MHH. ’
Bpewms pacnbuienust mpoObl
JUTS CTAaOWIIN3aluu 15
MJ1a3MEHHOMN CUCTEMBI, C.
[Tonuxpomaropa:
Pazpemenue HOPM./BBIC.
[TapameTtpsl BpemeHU aBTo
CUMTBIBAHMS, C. (ot 0,1 10
20)
KonnuecTBo nmoBTOpeHuit 5/3
CUMTHIBAaHUS
Meron onpeneneHus IJI0MIAdb
WHTEHCUBHOCTH CIEKTPAIbHOMN IMKa,
JIMHUHU 110 3 ToYKaM

Buvioop ycnoeuit ananuza u
AHATUMUYECKUX JUHUL
Inemenmos. {15 0JHOBpEMEHHOTO
onpeaenenus snementos (Ti, V, Cr,
Fe, Co, Ni, Cu, Zn, Ta, W),
NPUCYTCTBYIOIIUX B Mpo0ax, ObuIH
no100panbl Hanbosee YHUBEpCcalb-
HbIE paboune rnapamMeTpsl
CIEKTpOMEeTpa, 00ecleunBaoIne
MaKCUMaJIbHOE€ 3HA4Y€HUE OTHOILIE-
HUSL ~ QHAJIMTUYECKOTO  CHUTHAJIa
JlIeMEeHTa K  curHainy  (ona.
PaccMoTpeHbl OCHOBHBIE (PaKTOPHI
paboTel crnekTpoMerpa (tabm. 1),

BIUSIIONIME HA  UHTECHCHUBHOCTD
AHATUTUYECKOTO CUTHala
(MO1IHOCTh BUY-reneparopa,
CKOPOCTh PACTBUISIFONIETO TOTOKA
aprora, Tun o0030pa IUIa3MBbl,
pasMep BXOAHOM IIEIM — THII
peXHMa  pa3pelieHusi  CIEeKTPO-
MeTpa).

AHaJTUTHYCCKHEC JTUHUH
OTIpEeCIISIEMbIX JJIEMEHTOB
(rabn. 2) BBIOMpanmHM,  pyKO-
BOJICTBYSICh JUTEPATYPHBIMHU
NAHHBIMU " OHnOINOTEKOM
MPOrPaMMHOTO obecrieyeHust

CIIEKTPOMETpPA, B JAMAIA30HE JJIUH
BojgH 163 — 787 uMm. B ciyuyasx,
KOTrJa m1oao0paTh CBOOOAHYIO OT
NOMEX AaHAJUTHYECKYIO JIMHUIO HE
yaBaJIOCh, MPOBOJUIN  OLEHKY
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MEIIAFOIIETO BIUSHUS WHTEPGEpeHTOB. [N BBISBICHUS W M3YyUEHUS CHEKTPATBHBIX
OMeX TMpH OIEHKE MEIIANero BIUsAHUSA MaTpuuHoro osimementa (W) Ha
aHamuTrueckue curransl 11, V, Cr, Fe, Co, Ni, Cu, Zn, Ta npoBoauiu aHaiu3 cepuu
MOJIEIBHBIX PAacTBOPOB, coaepxkamux 10 000 mxr/cm® Bonbppama u 10 Mmxr/cm®
aHanuta. B cnydae ko6anpTa, TUTaHA U TaHTaJIa KOHIIEHTPAIlUS aHAJIUTA B pacTBOpax
coctapnsa 100 mxr/cm®. Juanason usydaeMbix KoHueHTpamuii W U ompeenseMbIx
AIIEMEHTOB OOYCIJIOBJIEH CPEIHUM XHMHUYECKHM COCTaBOM MCCIIEIYEMBIX OOBEKTOB.
DOKCHEepUMEHTaIbHO YCTAHOBJIEHO OTCYTCTBHE WM HE3HAYMMOCTh CIIEKTPaJIbHOTO
BrusauS W (228,590 um u 228,629 um) Ha aHanuTuaeckue auauu Co (228,616 HM) usz-
3a MaJoil UHTeHCUBHOCTHU Metmarouux JuHui, a W (240,050 um) u Co (240,056 um u
240,084 HM) He OKa3bIBAIOT BIMAHMSA Ha omnpezneneHue la (240,063 M) mpu ero
comepxxanun B mpobe > 0,10 % wmacc. [l BBIOpaHHBIX aHATUTHYECKUX JIMHUMA
AIIEMEHTOB MO 3S-KpUTEpHIO ObUTH OIEHEHBI Cmin 2JE€MEHTOB, MPHUCYTCTBYIOIINX B
po6e BONBPPAMCOIEPKALIETO CHIPhs, KOTOPBIE cocTaBIsAioT oT 3-10° 10 0,04 % macc
(Tabm. 2).

Jnst onenku C,, mokasbIBarolell BO3MOXXHOCTH METOJUKHA C TOYKU 3pPEHUs
KOJIMYECTBEHHOTO aHaJIM3a, TOTOBHIM MOJEIBHBIC PAaCTBOPHI, KOTOPHIE B KadeCTBE
doHa conxepKalM YMCTBI KapOua BoibppamMa B KOHLEHTpAaLMH, OJIMU3KOM K
anammsupyeMbiM pobam (W 10 000 mkr/cm®), a Taxxe 900 mxr/cm® Co. Ouerky C,
ocymiecTBisid 1o 10S-kputeputo ans 10 mapamienbHbIX H3MEpPEHHH MOIEIbHBIX
pacTBopoB, 3Ha4enus C, coctaisror ot 4-10™* 10 0,06 % macc (Tabm. 2).

Tab6auuma 2 — Ycnous ADC-UCII ananmm3a BTOPUYHOTO BOJIB(PPAMCOIECPIKAIIETO
CBIPBS

Anamu- | Koadgdunuent

Ormpene- Jnana3on
- THYECKas YyBCTBH- Chin, Cu,
asembiii | OOBEKT IPagyMpOBKH,
JVHMSL, TENBHOCTH, % macc. | % macc. o
3JIEMEHT Y0 Macc.
HM. b+ Ab

Ti BCTC 337979 244000+23000 | 0,006 0,03 1,0-20,0

BCHITC ’ 25800+900 0,0009 0,003 0,05-5,0

V BCTC | 292,402 | 63400+7200 0,0001 0,0011 0,01-1,0

Cr BCTC 357 869 29600+3200 0,0001 0,0013 0,00-1,0

BCHITC ’ 1810452 0,0001 0,009 0,05-5,0

Fo BCTC 959 939 29900+2600 0,0008 0,005 0,01-10,0

BCHITC ’ 3940+150 0,0005 0,003 0,05-5,0

BCTC 3650+210 - - 1,0-20,0

Co I'scmrre | 228518 5760160 i i 0,10 15,0

i BCTC 7560+180 0,002 0,009 0,05-20,0

NI Teemrre | 3470 | sgse16 0001 | 001 | 005 50

Cu BCTC | 324,751 | 107000+16000 | 0,00003 | 0,0004 0,01-1,0

Zn BCTC | 213,857 | 11800+7800 0,0003 | 0,0009 0,01-10

Ta BCTC | 240,063 4740210 0,04 0,06 1,0-10,0

W* BCHITC | 207,912 139+3 - - 10 -100

VcnoBHbIe 0003HAYCHUS:

* - onpezesieHre IEMEHTA OCYIIECTBIISUIM ¢ TPUMEHEHUEM BHYTPEHHETO CTaH1apTa -
Sc (424,683 Hwm)
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[Tpu ananuze BCIITC kitoueBbIM aHAIUTOM SIBISIETCS BOJIb(Gpam, a He IPUMECH
3TO CBSA3aHO C OCOOCHHOCTAMHM JalbHeWIIeld nepepadOTKH BTOPUYHOTO ChIpbs. [lpu
onpeneieanu B BCIITC W (207,912 um) B tuanasone 55 — 80 % macc u3-3a BRICOKOM
crerneHu pasdapienus npoOsl (1:20000) u a1 MOBBIIIEHUST TPABUIBHOCTH aHAIN3a U
BOCIPOM3BOJUMOCTH  aHAJIUTUYECKOTO CHrHajga Obula H3ydyeHa BO3MOXKHOCTH
NPUMEHEHHsS] METOJla BHYTPEHHETO CTaHJapTa, B KauyecTBE KOTOPOTO HCIOJIb30BAIIU
Sc (424,683 HM), YTO MO3BOJUIIO CHU3UTh OTHOCHTEIBHOE CTAHIAPTHOE OTKIOHCHHE
npu onpeaeneann W B CO deppoBonbdpama @18 u peanpabix mpodax BCIITC ¢ 0,03
1o 0,004.

bonpmmactBo mpo6 BCTC u BCIHITC xapakTepus3yroTcsi  BBICOKUM
conepxanuem Ti, Fe, Co, Ni B aumanmaszone ot 0,01 mo 20,0 % macc, B To BpeMs Kak
coxepxanue V, Cr, Cu, Zn HeoO6xoaumMo onpeaenath Ha ypore 10 0,05 % macc. CrerneHb
paszbasiierns mpoOsr 1:100, 1:1000 mnst ompeneneHus KakaoW W3 TPYII JIEMEHTOB
MUKponpuMecell obecrnieunBajia TMPOBEACHHE HU3MEPEHUH B 00JacTU JIMHEHHOU
3aBHUCHMOCTH AHAJIUTUYECKOTO CHUTHANIA OT KOHIEHTPAIlMU W OIpeIeNieHue BCeX
OTIpeIeIIsICMbIX AJIEMEHTOB B OJIHOM 1pobe (puc.2).

BCHITC BCTC

I

IIpodooTodop:
ITapTHs ChIpbA TIIATEIBHO NEPEMEINHBACTCA B V-00pasHOM CMECHTENE B TeueHHE 1 gaca.

[enepansuan nmpoda (He Menee 200 r) bopMupyeTea U3 00BEINHEHHEIX TOYETHEIX IIPOD,
IIPOXOJHT Ipoces depes cHTo pasmepom 300 MEM, 114 yOanTeHHA KPYIHBIX KYCKOB I0MA,
TIATEIBHO IepeMeINHBAETCA B MeIbHHNAX B TeueHHe | 9aca, nocie o MeToy KBapTOBaHHA

COKpamaeTca J0 Jaﬁoparoinoﬁ 1ipo0sl (He menee 10 1)

IIpodonoaroToBka:
PA3IOAKCHHE B MEKPOBOIHOBOH cacTeMe «Speed Wave fourn
me=0,1r me—0,251
0,6 r NH4F, 8 mn HCIHHNO3 (3:1) 1,2 r NH4F, 8 mn HCI+HNO:3 (3:1)
Bpems seimepsxn 17 MuH 0p# tmax=220°C Bpema sergepaks 15 MHH NpH tmax=210°C
IIpogomxnTenbHOCTD pasaomxkennd — 30 MuH [IpopomswrTenpHEOCTE pasnoxeHnd — 24 MEH
Aproxmas DAP-60 Agtoxnas DAK-100/4

ASC-HCII anann3
Ha criekrpomerpe Optima 7300 DV
daktop pazdoasnerna 1:1000 — Ty, Fe, Co, Ni, Cr | ®aktop pasdasnenns 1:100 -V, Cr, Cu, Zn
daktop pasdasmenna 1:20 000 —W ®akTop pasdasnenna 1:1000 —Ti.Fe,CoNi,Ta
I'paxympoEka ceKTpoMeTpa (KOI-EO IP. PACTBOPOE):

: = . Ti—-5,V—4;Cr—4;Fe—4; Co—5:Ni-5;
_A- A _A- _=. _A- _ : . E 1 s s
-4, Cr—4;Fe—4;Co-5Ni—-4W -6 Ol T = 2 T4

JUTHHA BOIHEL 3IEMEHTA
BHyTpeHHero ctaHaapta (1 mr/eas), Hu:

Sc*—424 683

I Obpadorka nasaeix B IO «WinLAB32» I

Pucynok 2— Cxema ananuza npo6 BCILTC u BCTC
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Jlist  TIONydeHWs  ypaBHEHHsI TPATyHMpPOBOYHON  (DYHKIMH  WCIIOJIB30BAIH
MOJICJIBHBIC PAaCTBOPHI, COAEPIKAIIUE BO3PACTAIONINE KOHIICHTPAIUU OTPEACTIIEMBIX
DJIEMEHTOB, a TAKXKE PEAareHThI, TPUMEHIEMBIC IPU TMPOOOIIOATOTOBKE, U MAaTPUYHBIN
KOMIIOHCHT B MaKCHMAJIbHON KOHIIEHTPAIMH, XapPaKTEPHOW JUIsl JAHHOTO OOBEKTa
anamu3a. Tak st BCTC cranmapTHbIE pacTBOpHI B KadecTBe ¢oHa comepxkanu W u
NHsF B konuenrpanmu 10 000 mxr/cv® m 50 000 Mkr/cM® COOTBETCTBEHHO IIpH
pas6asienun npoos! 1:100, a npu paszoasaenuu 1:1000 — 1000 mxr/cm® u 5000 mxr/cm®
cootBetcTBeHHO. [[iist BCIUITC crangapTHbIe pacTBOPHI B KauecTBe (hoHA coaepkain
W u NH4F B xonuentpammm 800 Mkr/cm® m 6000 MKr/cM® COOTBETCTBEHHO IPH
pa36aBienun npooOsl 1:1000, a crangaptHele pacTtBOpbl Ipu omnpeneneHun W c
paz6aBiennem 1:20000 B kauecTBe (oHa coOAEpkKalM BHHHYIO KHCIOTY B
koHUeHTpamun 50 Mkr/cm® s cBasbiBaHMs W B TapTaTHBI  KOMIUIEKC H
NPEOTBPAIICHUSI €r0 BBINAJACHUS B 0cCaloK. [Ipu TpoBEepKe CTaTHCTUYECKOH
3HaYUMOCTH KOX(G(UIIMEHTOB B YpaBHEHUHM TpaalyHpoBO4HON (yHKimu |= bC + a,
YCTaHOBJICHO, 4YTO KO3(D(QHUIMEHTOM @ B ypaBHEHHUSIX MOXXHO IpeHEOpeub, WU,
CJIEIOBATEIIBHO, B JAIBHEHUIIIEM MOXHO MCTIOB30BaTh 00JIee TPOCTYIO IPAyUPOBKY 11O
OJHOMY  CTaHAapTy. 3HaueHus  Kod(pduuuentoB  koppemsauu  (r>0,998)
CBUJICTEIBCTBYIOT O JIMHEHHOCTH I'PaJyHuPOBOYHBIX TPAPHUKOB B IIMPOKOM JHAIA30HE
HOPMHPYEMBIX KOHIIEHTpaIui (Tabi. 2).

N3y4denue ocoGeHHOCTel aHAJM32a HAIUIABOYHBIX MAaTePHAJIOB HA OCHOBE
K00aJ1bTa M KOPPO3UOHHOCTONKNX TUTAHOBBIX CIJIABOB, JIETHPOBAHHBIX
pyrenuem, merogom AJC-UCII

OTnuuuTenbHOU 0COOEHHOCTBIO MIPOMBIIIJIEHHO BBIITYCKAEMBIX u
pa3zpabaTbiBaeMbIX  CIUIABOB ~ OT  BTOPUYHOTO  CBIPbS  SBISIETCSI  CTPOTO
periIaMeHTUPOBAHHBIA XUMUYECKHid cocTaB (Ta0:1.3 u Tabn.4). [Ipu u3ydeHun yciaoBui
ananmza HM u KOpPpO3MOHHOCTOWKHMX CIJIABOB HAa OCHOBE THUTaHA, JETMPOBAHHBIX
pyreaneMm, MmetogoM ADC-UCII 6b110 HEOOXOIUMO BBIOpATh AHAIMTHYCCKUE JIMHUH
JUIsL  ONpEAENIeHUsT  HOPMHUPYEMBIX  JJEMEHTOB,  ONTHUMAJbHBIE  CIOCOOBI
MpoOOMOATOTOBKH, 00ECIIEUNBAIOIINE YCTOMYMBOCTh U CTAOMIBHOCTH PACTBOPOB IS
OTpeieNICHUs aHAJIUTOB, YCTAHOBUTH YCIIOBUSI ONIPEIEICHUSI HOPMHUPYEMBIX SJIEMEHTOB
B KOHLEHTPALIMOHHBIX  JMala3oHaX,  pPErjJaMEeHTUPYEMbIX  HOPMAaTUBHBIMU
JIOKyMEHTaMH, 000CHOBATh CIIOCO0 IPaIyUPOBKH CIIEKTPOMETpA.

Ananu3 Han1a60YHBIX MAMEPUAI0é Ha OCHOGe Kobanbma. Bricokas N3HOCO- U
Koppo3uoHHas crorikocts HM obecnieunBaetcs npucyrctsueM B crermurax Co, Cr, W,
Si u C, 4YTOo OCJIOXHSET TMPOLEecC MNPOOOMOATOTOBKH. YCTAaHOBJICHO, YTO JUIs
NIepeBE/ICHHS B PACTBOP TPYJHOPACTBOPUMBIX KapOuaoB u cuummnuaoB Cr u W B coctaB
PEaKIMOHHON CMECH HeoOX0IuMo BKIIIOUaTh cieayronue kuciotel: HF, HNOz u HCI.
[TonHOe KonmvecTBeHHOE mepeBeaeHue mpooOsl (0,1 T) B pacTBOp HAOIIOAAIOCH B
npucyrctBud 5 ma HCI, 1 M HNOs u 0,5 mn HF npu Harpese o 220 °C. [l
COKpAIlleHHsT BPEMEHH NPOOOMOATOTOBKH OBLIO MPEMAJIOKEHO  HCHOIb30BaTh
TPEXCTYNEHYAThId HArpeB peakuuoHHOW cmecu 1o Temneparypel 220 °C ¢
IPOMEXYTOUHBIMHM STallaMy CTA0MJIM3allMU TEeMIEepaTypbl B AaBTOK/IABAX B TEUEHHE
2 muH: 10 140 °C co ckopocThio 58 °C/muH, 10 170 °C co ckopocthio 15 °C/MuH U 110
220 °C co ckopoctbio 50 °C/MMH M TepMOCTaTMPOBAHHHM HPH 3aKIIOUMTENBHOM
TemnepaTtype B TeueHue 15 muH. [Ipu HCmonbp30BaHnN CTYNIEHYATOTO HArpeBa yAaeTcs
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n30eXaTh MOBBIIICHUS JJABJICHUS B aBTOKJIABE BHIIIC TUMUTHPOBAHHOTO CHCTEMOM, YTO
UCKJIIOYAET €ro pa3repMeTU3allMio U MOTEPI0 JIeTYyYHX KOMIOHEHTOB. O0Iee Bpems
pasnoxkeHus mpoO cocTaBisieT 24 MUH.

JIist omydeHusl JTOCTOBEPHBIX PE3YJIbTATOB oOmpesesieHus koMmrmoHeHToB HM
BBISIBJISUTH CHEKTPAJIbHOE BIIMSHUE JIEMEHTOB MATPUIIBI HA aHATUTUYECKUE CUTHAJIBI
MUKPOJIETUPYIOIIUX 3JIEMEHTOB MyTeM aHajln3a MOJIEJIbHBIX PACTBOPOB, COJIEPIKAIIUX
B kauecTBe PpoHa 500 Mxr/cM® kobanbTa, 300 Mkr/cM® xpoma, 100 Mxr/cM® Boib(ppama
¥ MuHMManbHble Konuentpauuu (0,5; 1,0 u 5,0 mxr/cm®) Si, Fe, Ni u Mn. Tak, npu
onpenenaeann Si (288,158 um) Bausame W (288,161 um) u Co (288,158 um) Ha
pe3yJIbTaT aHajin3a OKAa3aJIoCh HE3HAYMMBIM H3-3a MaJIOd WMHTEHCUBHOCTH JIMHHM
MEIIAIONIMX JJIEMEHTOB; Ha ompenenenue Mn (293,305 H©M) He Biuser
W (293,298 um), onpenenennto Ni (231,604 um) npu conepsxkanuu 1 MKT/cM® He MeInaeT
Co (231,616 am).

JIJisi TIOBBIMIEHUST TPENU3UOHHOCTH W3MEPEHUS aHAIUTUYCCKOTO CHTHAIA TIPH
onpenenennd Cr m W mnpumMeHsiu MeToJ BHYTPEHHETO cTaHaapra. B kaudecTBe
BHYTPEHHEI'0 CTaHAapTa UCIOJb30Banu SC (424,683 um). [IpuMeHeHHEe BHYTpPEHHETO
cragmapra npu onpeneneHud Cr m W B CO MO3BOJIWIO CHU3BHTH OTHOCHTEIHHOC
cranaaptHoe otkinoHeHue ¢ 0,015 1o 0,006 u ¢ 0,015 o 0,009 cooTBETCTBEHHO.

Paz6asienue npoOsr 1:1000; 1:10 000 oGecrieunBaeT nMpoBeaeHUE U3MEPEHUI B
o0nacTy JIMHEWHON 3aBUCUMOCTH AHAIUTUYECKOTO CHUTHAjla OT KOHIICHTpAllUh U
OTpE/ICNIEHNS BCEX HOPMUPYEMBIX 3JIEMEHTOB B OJHOMU mpobe (Tadi. 3).

Taboauna 3 — Xumunueckuii coctaB u ycioBusi ADC-HUCII ananuza HarjiaBOYHBIX
MaTepHUaJOB Ha OCHOBE KOOAJIbTa

Onpene- AHATH- dakTop Kospument Hopmupyewmsiii |  Jlnamazon
9 qyeckas rpagyupoBOY-
JISIEMBIH pa3bas- . JTara3oH, TpagyupOBKH,
JIMHUS, HOM (pyHKIIMH,
JIEMEHT JEHUS % wmacc. % macc.
HM. b+ Ab
OrnpesienieHue JIETUPYIONTUX dJIEMEHTOB, I, = bC + a
Cr 206,158 | 1:10 000 510+14 26,0 - 32,0 15,0 - 40,0
W 207,923 | 1:10 000 98+2 40-11,0 1,0-15,0
OmnpeneneHre MUKPOJIETUPYIOIINX dJIeMEeHTOB, | = b(C + a
Si 288,158 1:1000 403+2 1,2-2,7 0,05-5,0
Fe 259,939 1:1000 3950453 <3,0 0,05-5,0
Ni 231,604 1:1000 834425 0,1-2,0 0,1-5,0
Mn 293,305 1:1000 3910430 0,3-0,6 0,05-2,0

Jns  rpanynpoBKu

CIICKTPOMCTpAa HCIIOJB30BAJIM MOJICIBbHBIC PACTBOPHI,

coJieprKalllie BO3pacTaroIIne KOHIICHTPAIMK onpeneiseMbix anemerToB Si, Cr, Mn, Fe,
Ni u W, a Taxke peareHTbI, IPUMEHSICMBIC MPH MPOOOMOATOTOBKE, U MATPHUHBIH
KOMIIOHEHT B MakcuManbHOi koHuentpamuu (Co 500 mxr/cm®), mms Cr, W B
MO/IENIbHBIE PACTBOPHI BBOJMIICS PACTBOP BHyTpeHHero cTanaapta S¢ (1 mxr/cmd).
Cratuctuyeckass TpoBEepKa 3HAYMMOCTH KOI(PGUIMEHTOB B ypaBHEHUU
rpagyupoBounoil pynkumu |= bC + a mokazana HE3HAYMMOCTH (POHOBOTO CHUTHAIA,
YTO MOXET OBITh CBSI3aHO C MPOOOMOJATOTOBKOM B aBTOKJIABE B YCIOBUSIX
MUKpPOBOJIHOBOTO HAarpeBa, MOATOMY KO3(D(PUIMEHTOM @ B YpPaBHEHHUSIX MOXHO
npeHeOpeub. 3HaueHus1 KodhduiuenToB koppensanuu (r>0,999) cBuAeTENbCTBYIOT O
JMHENHOCTU TPagyHpOBOUYHBIX (DYHKLUMHA B JUANa30HE HOPMHUPYEMBIX COJEp KaHMM
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BCEX oOmpeleisieMblXx 31eMeHToB (Tabis. 3). CpaBHEHHME IUaNa3oOHOB I'PaTyHPOBKU
crekTpomerpa as onpeaencuus Si, Cr, Mn, Fe, Ni 1 W ¢ uHTEpBaIoM HOPMHPYEMBIX
coaepxkanuii s1emeHToB B HM M3 JHUTHIX TBEpABIX CIUIABOB Ha OCHOBE KoOanbTa
MO3BOJISIET CJENaTh BHIBOJA O TOM, YTO pa3pabOTaHHAs METOJIUKA IOJIHOCTHIO
oOecrieunBaeT TpeOyeMblii KOHTPOJIHUPYEMBIA [MANa3oH KOHILIEHTpAIMi yKa3aHHBIX
AIIEMEHTOB.

AHanu3z Koppo3uoHHOCHMOUKUX MUMAHO8bIX chiaeos. B Hacrosiee Bpems
MPOBOAATCS pabOThl MO CO3JAHUIO JIETUPOBAHHBIX PYTEHHEM TUTAHOBBIX CIUIABOB,
XapaKTEePU3YIOMIMNXCS 3HAYUTENIBHO 00Jiee BHICOKOW KOPPO3MOHHON CTOMKOCTBIO IO
CPaBHEHHUIO C BBIITYCKAEMBIMH B HACTOAIIEE BPEMsI OT€Y€CTBEHHOW MPOMBIIIITICHHOCTHIO
crutaBamu.  Jlmama3zon nerwpoBaHusi RU pernmamentupoBaH mnareHtamu P®  Ha
pa3pabarbiBaeMble CrUiaBbl. [IpoYHOCTH M KOPPO3MOHHAS CTOMKOCTh THUTAaHOBBIX
cruiaBoB obecrieunBaercs 3a cuet npucyrcrBus B HuX Al, V, Nb, Mo u Ru, mostomy
OCHOBY pacTBOpa Il BCKPBITHS P00 cocTarisia koHneHTpupoBanHas HCI, koropas
CIOCOOCTBYET PACTBOPEHUIO MPAKTUUYECKU BCEX KOMIIOHEHTOB cruiaBa. [Ipu Hamuuuu B
npobax Nb B peakiuoHHyl0 cMmech gomonHHTenbHO BBOAWIM HF. IlomHoe
KOJIMUeCTBEHHOE niepeBeeHne B pactop (0,1 r) Bcex THUMOB MCCIEOBaHHBIX CIUIABOB
nabmonaerca B npucyrctsur 10 cm® HCl u 0,1 cm® HF npu marpese mo 220 °C.
Hcnonp3oBanre HCI npu pasznokeHun npod 6€3 MPUMEHEHUS OKUCITUTENS MO3BOJISET
n30exarb OypHOro Ta3000pa30BaHHUsI B aBTOKJIAaBE, BCJEJICTBHE YETO CTAHOBUTCS
BO3MOXXHBIM TIOJTHOE BCKPBITHE BCEX TUIIOB MCCIICOBAHHBIX TUTAHOBBIX CILIABOB MPHU
Harpese 70 temrepaTtypsl 220 °C co ckopocThio 11 °C/MHH U TepMOCTaTUPOBAHHUH B
teueHue 15 wmuH. [l cokpalieHuss BpPEeMEHH NPOOOMOATOTOBKUA MPEITIOKEH
TPEXCTYINEHYAThI HarpeB peakiuoHHOW cMmecu 10 220 °C ¢ npoMeXyTOUYHBIMHU
WHTEpBAJIaMU CTAOMIM3AIMK TeMiiepaTypsl B TeueHue 3 MuH: 10 140 °C co cKOpoCcThIO
38 °C/muH, 1o 170 °C co cxopoctbio 10 °C/mMun u 10 220 °C co ckopocthio 17 °C/MuH
Y TEPMOCTATUPOBAHUU NPH 3aKIIIOUUTEIBLHON TemrepaType B TeueHue 15 mun. OOuiee
BpeMs pasyioxkeHus npod cocrabisger 30 muH. Jlo6aBienne HNO3 mo okoHUaHHH
HarpeBa CIOCOOCTBYET OKHCJICHHIO KOMIIOHEHTOB U TO3BOJISIET BU3YaJIbHO
KOHTPOJUPOBATH MOJHOTY PAacTBOPEHUS MPOOBI, T.K. TUTAH PACTBOPSETCS B TOpsUCH
HCI ¢ o6paszoBanuem coenunenuii Ti'! (koTopslie UMerOT GproNETOBYIO OKpacKy), a mpu
BBogte HNO3 - okucisercs go Ti'V (mpoMcXoauT okpamMBaHWE pacTBOpa B HKENTHIi
I[BET).

[IpoBeneHa oOlleHKAa CHEKTPAJIbHOIO BIUSHUS JJIEMEHTOB MaTpHIbl Ha
AHATUTUYECKUE CUTHAIIBI MUKPOJIETHPYIOMINX AJIEMEHTOB TUTAHOBBIX CIJIABOB MyTEM
aHalM3a MOJIENBHBIX PacTBOPOB, COJEPKAIMX B KadecTBe (oHa 800 Mxr/cm® THTaHa,
MaKCUMAJIbHYIO ~ KOHIICHTPAIMIO  JITUPYIONIMX JJIEMEHTOB M  MHUHUMAIBHYIO
KOHIIEHTPALIMIO aHANUTA. OKCIEPUMEHTAIbHO YCTAHOBJIEHO OTCYTCTBHE BIIUSHHUS
Zr (284,351 um) Ha ymuuuto Cr (284,325 HM) u3-3a MaJioil MHTEHCUBHOCTH, MpPHU
onpenencaun Ru (240,272 um) Bo3MoxkHO Biusiaue Fe (240,260 um) nipu copepkaHuu
nocyiennero B mpobde >1,0 % macc, uTto xapakTepHo A ciiaBa Tuma BT-22, onHako
PEKHM BBICOKOTO pa3pelieHHs] CIEKTPOMETpa TO3BOJIIET TOJHOCTHIO YCTPAHHTH
naHHoe BimsiHue Fe.

YcTaHOBIIEHO, YTO MPOBEIEHNE W3MEPEHUN B 00JacTH JIMHEWHON 3aBUCUMOCTHU
aHAJIMTUYECKOTO CHUTHaja OT KOHIIEHTpAIMd M ONpEJEeIeHHE BCEX HOPMHUPYEMBIX

DJIIEMEHTOB B OJHOW MpoOe TOCTHTaeTcs MpU OnTUMalbHOM pazdamienue 1:1000;
1:10 000 (tabum. 4).
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Tab6auna 4 — Xumnueckuii coctaB u ycnoust ADC-NCII anann3a THTaHOBBIX CIJIAaBOB

Ompene- AHauTH- dakTop Koa(b(bHHHGHTU Hopmupyewmsrii | Jlnanazon
9 yeckas rpagyrupOBOYHOM
JISIEMBIN pazbaB- JIManas3oH, rpagyupoOBKH,
JINHUSA, byHKINH, o o
DJIEMEHT JICHUA % Macc. % Macc.
HM b+ Ab
Al 394,401 | 1:10 000 2600+140 1,8-6,3 1,0-10,0
V 359,202 | 1:10 000 3300492 1,0-55 0,5-6,0
Mo 202,030 | 1:10 000 6290+180 0,7-55 0,3-6,0
Zr 343,823 | 1:10 000 40000+1200 0,2-3,0 0,1-5,0
Cr 284,325 1:1000 37820+120 05-15 0,05-2,0
Si 288,158 1:1000 20400+570 <0,15 0,01-0,5
Fe 259,939 1:1000 66600+3200 0,50-1,5 0,01-2,0
Cu 327,393 1:1000 108000+1200 <0,10 0,01-1,0
Ni 231,604 1:1000 24400+640 <0,08 0,01-1,0
Nb 269,706 1:1000 11970+150 <1,0 0,1-5,0
Ru 240,272 1:1000 2220+120 0,05-0,15 0,01 -0,50
Jlns  rpamyMpoBKHM TpuOoOpa B JWara30He HOPMHUPYEMBIX  COACPKaHHUI

UCIIOJIb30BAJIM CTaHIAPTHBIE PACTBOPHI, BKIIIOYAIOIIME IMEPEMEHHBIC KOHIIEHTPAINH
OTpEeIeTIIEMbIX JIEMEHTOB, a TAKXKE PEAreHThI, IPUMEHSIEMbIE MPU MPOOOTOATOTOBKE,
¥ MaTPUYHBI KOMIOHEHT B MakcuManbHOH koHuentpauuu (Ti 800 wmkr/cm®).
CraTucTudeckasi OIICHKA 3HAYUMOCTH TapaMeTPOB TPaAyMPOBOYHBIX (YHKIUN
I= bC + a noka3zana orcyrcTBue hoHOBOrO curHaia npu onpeneieaun Al, Si, V, Cr,
Fe, Ni, Cu, Zr, Nb, Mo, RU B THTaHOBEIX CILIaBax.

JInst  OLIGHKM TPAaBWIBHOCTH OMNpENEJICHUS] PYTEHUS MCIOIb30BaTd METO]
«BBEJIEHO-HaiiIcHO» (Ta0i. 5) ¥ BapbUPOBaHUs HaBeCKHU (TaodI. 6).

Tabauua S — Pe3ynbTaThl OLIEHKN IPABUJIBHOCTH OINPEIEIICHUS PYTEHUS B THTAHOBBIX
crutaBax (N=3, P=0,95, t1.6,=4,30)

Ananusupyemas O Breneno, _ Haiineno, t
npoba X, % macc. X + A %Mmacc. oKe
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
37 957 0,150 0.1470,004 | 001 | 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

[Ipy KOHTpOJE NMPaBUIBHOCTH OINPEAEICHUS PYTEHHS METOAOM BapbUpPOBaHUS
HABECKHU B ONBITHBIX MTAPTHUAX CILJIABOB 32 ONOPHOE 3HAYEHUE MACCOBOM JOJI PYTEHHUS
NPUHUMAJIM PACUETHOE 3HAUYECHUE MPH BBIIJIaBKe (TalJI. 6).
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Ta6auma 6 — PesynpTaThl ompeneneHuss pyTeHHs B CIUIaBaX Ha OCHOBE THTAaHA,
JIETUPOBAHHBIX pyTeHueM (ombiTHas miaBka) (N=5, P=0,95, t.6,=2,78)

AHanusupyemast Paccunrano, _ Haiineno, s t

npo6a X ,% macc. X + A %macc. ' e
0,050 0,057+0,002 0,02 1,67
Hi=3B 0,100 0,105+0,003 0,03 0,92
[1T-7M 0,150 0,151£0,005 0,02 0,10
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

B o00oux ciydasx paccuuTaHHOe 3HaueHUE Kputepus CThlofgeHTa Uy HE
NpPEBHIIACT TAOMWMYHOTO 3HAYCHHS, YTO CBUACTEIBCTBYET 00 OTCYTCTBHUH
CHCTEMAaTHYECKON TOTPEHTHOCTH B pe3yibTaTax aHaim3a. PazpaboTaHHas METOIMKA
aHaJIN3a TUTAHOBBIX CIUIABOB TO3BOJISIET OCYIIECTBIISTH MPEIIM3UOHHOE ONpECIICHUC
HE TOJIBKO PYTEHHUs, HO U Jpyrux jgerupyromux 3aementos (Al, Si, V, Cr, Fe, Ni, Cu,
Zr, Nb, M0) B HOpMHEpyeMOM JHana3oHe COACPIKAHHI.

Pa3pa0orka u MeTpoJIorHYecKasi aTTecTalUsl MEeTOAUK aHAJIN3a BTOPUYHOIO
BOJIb()paMcoepKaNero CbIPbsi, HAIVIABOYHBIX MATEPHAJIOB HA OCHOBE
K002/1bTa, KOPPO3HOHHOCTOHKNX THTAHOBBIX CIJIABOB, JIETMPOBAHHBIX

pyrenueMm, merogoM AJC-UCII

Ha ocHOBe nmpoBeeHHBIX UCCIe0BaHuN pa3paboTanbl MeToauku aHanuza BBC,
NPOMBIIIJIEHHO  BbIlTyckaeMbix HM  Ha  OCHOBe KOOambTa W OIBITHBIX
KOPPO3MOHHOCTOMKHUX CIJIABOB HA OCHOBE TUTAHA, JISTHPOBAHHBIX PYTEHUEM.

Memoouxku AIC-HCII ananuza émopuunozo 80ab@pamcooeprcauiezo colpvsi.
Paspabotanbsl metoauku onpenenenus T1, V, Cr, Fe, Co, Ni, Cu, Zn, Ta B BTopuuHOM
BOJIb(PpaMcoOZiepKAIeM ChIpbe JUIsl TMPOW3BOACTBA TBEPIBIX CIUIABOB  IOCIIE
pereneparuu u T1, Cr, Fe, Co, Ni, W B Bosib(ppamMcoaepkaliem miame.

BcenenctBue  oTCyTCTBHSL  CTaHIApPTHBIX  O0Opas3lloB  CcOCTaBa  BTOPUYHOTO
BOJIb()paMCOIEPIKAIIIETO ChIPhS JUIs OLIEHKH MTpaBHiIbHOCTH onpenenenus Ti, V, Cr, Fe,
Co, Ni, Cu, Zn, Ta B BCTC npumeHsUI METOJ] «BBEJCHO-Hai1eHo» (Tabi. 7), a s
BCIHITC - wmeton po6aBok. IlpaBunsHocTh ompeaenenus W B BCLHITC
KOHTpoJiupoBaiu, ucrnoiib3ys CO deppoBonabdpama P18 ¢ aTTeCTOBAaHHBIM 3HAYECHUEM
W (74,3+0,1) % macc.

Pa3paboranHbie MeTOAMKKM OBUIM TNPUMEHEHBI Ui aHaIW3a peajbHBIX
npousBojicTBeHHbIX 00pa3iioB BCIITC u BCTC, npenocrasienusix OO0 «Bupuam»
(Poccust). Pesynbrarel onpeaenenuss komnoHeHToB BCTC cpaBHUBaIM ¢ JTaHHBIMU
peHTreHodayopeciuenTHoro Mmeroaa (tabma. 8), pexkomenmoannoro 'OCT 28817 mis
aHajM3a TOTOBOW TMPOAYKIIMH, TOJYYeHHBIMH Ha crnekrpomerpe «CrekTpocaH
Makc-GV» (HIIO «Cnektpon», Poccus). BcneacTBue OTCYTCTBHS CTaHIApTHBIX
0o0pa3IioB BTOPUYHOIO CBHIpbS OBbUT MPUMEHEH OE33TaJOHHBIH MeToa (MeTon
byHnameHTadbHbIX mapamerpoB, MOII). Ilockonbky pEeHTIEHOMIYOPECIICHTHBIH
METOJ IIpeHa3HAuEeH JIJIsl ONPEACICHHUS HEe BCEX COJIEPKAIIUXCS BO BTOPUYHOM ChIPhE
snemeHToB (a Tosieko Ti, Co, Fe, Ta, W), npu omnpeaencHir HEKOTOPBIX METAJLIOB,
nanpumep, Cr, V, Cu, Ni, HaOm01a1iCh 3aBBIIIEHHBIC PE3YyJIbTaThl, YTO MOYKET OBITH
CJIEJCTBUEM CHCTEMAaTHUYECKOM TMOTPEIIHOCTH W3-32 MEXKIJIEMEHTHOTO BJIUSHUSA,
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YCTPaHUTh KOTOpOe 0O€3 WCIOJIb30BAHMS aJICKBATHBIX CTAHJAAPTHBIX OOpa3loB WU
JOTIOTHUTENFHON MaTeMaTH4eCcKol KoppeKuuu He yhaercs. CieaoBaTenbHO, METOJ
pentreHoduyopecieHTHol crnekrpomerpun (M®PII) He MOXkeT ObITh PEKOMEHI0BaH
JUISL KOHTPOJISE XUMUYECKOTO COCTaBa BTOPUUHOTO BOJIb(PPAMCOIEPHKAIIETO CHIPbSI.

Tab6auna 7 — Pe3ynbprarhl IPOBEPKH MPABHIBHOCTH OIpPEICICHUs KOMIIOHCHTOB B
BCTC metomom «BBeaeHo-HaiaeHo» (N=5, P=0,95, ti, = 2,78)

S eMEHT Bgeneno, B Haiineno, 5 to
X, % macc. X + A %macc.
Co 5,00 5,04+0,09 0,01 1,44
Ti 2,00 1,97+0,04 0,02 2,02
Ta 5,00 5,07+0,09 0,01 2,02
Ni 5,00 5,11+0,12 0,02 2,54
Fe 2,00 1,98+0,06 0,03 0,69
Zn 0,100 0,097+0,004 0,03 2,18
Cr 0,100 0,100+0,003 0,03 0,34
Cu 0,100 0,098+0,002 0,02 2,09
V 0,100 0,099+0,002 0,02 0,89

B Toxe Bpems pazpaborannbie ADC-UCII MeToAMKY MO3BOJISIOT ONPEIEINSTH BCE
Hopmupyembie 31eMeHTOB B BCIITC u BCTC ¢ BhICOKOI BOCHPOU3BOAMMOCTBIO U
MpaBUIbHOCTHIO. OTHOCUTEIBHOE CTAHJIAPTHOE OTKIOHEHUE pEe3yJIbTaTOB aHaIU3a,
MOJIYYEHHBIX MO pa3pab0TaHHBIM METOAUKAM, COCTABIISAET JIJIS LIEJEBBIX U JIETUPYIOLIUX
komnonentoB (1,0 — 20,0 % wmacc) He Oomee 8 %, s mpumecei
(0,01 - 1,0 % wmacc) - He 6011ee 3 %.

Memoouku  AIC-HCII ananuza  npoMblUIIEeHHO  GbINYCKAECMBIX U
IKCHEPUMEHMAIbHBIX CHIa606. PazpaboTansl MeToaMKH onpeaenenus Si, Cr, Mn, Fe,
Ni, W B mammaBounsix matepuainax u Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo, Ru B
TUTAHOBBIX cCIJaBax. IIpoBepka MPaBWIBHOCTU ONPEIEICHUS HOPMHPYEMBIX
AJIEMEHTOB B HAIUIABOYHBIX MaTepHallax M THUTAHOBBIX CIUIaBaX € MPUMEHEHUEM
CTaHJApPTHBIX 00pa3L0B COCTAaBa HE BHISIBUIIA CUCTEMATHUECKON MOTPEIIHOCTH

Paszpaborannbie meToauku anann3za HM u3 cTeuiToB (Ha MpuMepe HaIlJIaBOK U3
npytkoB crutaBa mapok [Ip-B3K, TIp-B3K-P u IIH-2) u KOppOo3HOHHOCTOMKHX
TUTAHOBBIX CIUIABOB, JICTUPOBAHHBIX pYTEHHEM (HAa TpUMeEpe CIJIaBOB MapokK
[1T-7M+Ru, IIT-3B+Ru, 5B+Ru, 37+Ru, BT-22+Ru), merogom ADC-UCII nocie
pasjoxkeHuss mpod B aBTOKJIABaX C HArpeBOM B MHUKPOBOJHOBOM TIOJIE TMPH
MOBBIIICHHBIX ~ TEMIIEpaTypax W  JaBJICHUU  XapaKTEPU3YIOTCS  BBICOKUMH
METPOJIOTHYECKUMHU  XapaKTEPUCTUKAMH, OSKCIIPECCHOCTbIO M  SKOHOMHYHOCTBIO
aHain3a, 3a CUeT COKpAIIeHUs! BPEMEHU aHaIn3a M0 CPAaBHEHUIO C OJHO3JIEMEHTHBIMU
metonamMu B 11 1 22,5 pa3 u cHuxeHrneM o0beMa MpUMEHSIEMbIX peakTHUBOB B 12,5 u 14
pa3 ans HM u TUTaHOBBIX CIJIABOB COOTBETCTBEHHO (Tabn. 9). OTHOCUTENbHOE
CTaHJAPTHOE OTKIOHEHHE pe3yJbTaToB IMpu aHanuze HM, mnomydeHHBIX 1O
pa3paboTaHHOW METOAMKE, COCTABISET s sterupyromux (5 — 40 % macc) 0,6-2%, mst
mukposerupyromux (1 — 5 % macc) - 2-5%, mia npumeceit (0,05 — 1 % macc) < 5%.
OTtHOCHUTENBHOE CTaHJapTHOE OTKJIOHEHUE pE3yNIbTaTOB aHanuza
KOPPO3MOHHOCTOMKUX  THUTAHOBBIX  CIUIABOB, JIETUPOBAaHHBIX  PYTEHUEM, IIO
pa3zpaboTaHHOM MeTo/IMKe, cocTaBisieT st gerupyromux (1 — 10 % macc) 1-4 %, nns
mukposerupytomux u npumeceit (0,01 — 1 % macc) - ve 6onee 5 %.



Ta6amua 8 - Pesynbrate! onpeaencHust koMmnoHeHToB mpod BCTC meromom ADC-UCII (n=5, P=0,95) u POA-M®II (n=5, P=0,95)

WC-Co Ne1339 WC-TiC-Co Ne254 WC-TiC-TaC-Co N786
on;;;g:;;mﬁ ARC-UCTT POA-MOIT ARC-UCTT POA-MOIT ARC-UCTT POA-MOIT
Xeth, | o | Xetd | o | Xeth | o | Xe#A | o | Xetp | o | Xetd |

% macc. % macc. % macc. % macc. % macc. % macc.
Co igﬁ 0,02 igg 0,02 jd?zi 0,01 ig? 0,02 86?231* 0,01 ig:é 0,02
T ] e o] G (00| e |00 o oo
Ta i i i i i i i i ilé% 0,02 j:ld?fz 0,05
Ni 36,2073 0,04 f6,5(96 0,04 f6?073 0,02 fd?c?z 0,02 fd?()7016 0,03 fd,lc?s 0,06
Fe | i |00 | LGos | 095 | Loy (083 | Lggm (004 g 005 | g |08
Zn 56?08075 0,02 f(’),l(?l 0,03 f(’)?(?l 0,02 36?072 0,05 fd?olgz 0,02 iod,l(?l 0,06
Cr f6?01093 0,06 56?5514 0,06 fd?oz()74 0,06 36?5154 0,07 fd?ofs(; 0,07 fd?(?(?g 0,08
Cu fd?()3023 004 | <005 | - 56}062 0,02 fcfolz 0,02 fd?olgss 007 | <005 | -
Vo | oo 008 <005 | - | G002 | e 008 | oG | 088 | pn 008

8T
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Ta6auna 9 — CpaBHUTEIBHBIC JaHHBIC O PACXOJIE PEAreHTOB M MPOJIOKUTEILHOCTH
aHayM3a 1Mo pa3paboTaHHBIM M CTaHJAPTHHIM MeToaukaMm aHanu3a HM u TUTaHOBBIX
CILJIABOB

Pacxon peareHTOB, MIT Oomiee
Harmiasounbie C o BpCMsL
matepuansl | HNOs | HCI | HF | H2SO4 | HsPO4 | HCIO, | — X MAPTPH | ghanusa,
00BeEM, MII q
Cramiapmaeie | g | o5 | 5 | 31 | 5 | 10 81 12,3
METOANKHU
Pazpaborannas 5 1 |05 i ) i 6.5 11
METOAHKA
Pacxox peareHToB, M1 Oomiee
TurtanoBbie C o BpCM:
CIUTaBbI HNO3 | HCI | HF | H2SO4 HBF, YMMAPHBEH | yamusa,
00BEM, MII u
Cranmaprabie | g5 | g15| o | 1o 56 155 225
METOOUKH
Pazpabortannas 1 10 |01 i i 111 1.0
MECTOAHNKA

BbIBO/bI

1. YcraHoBiEHBI yCcIOBHs aHalU3a BTOPUYHOIO BOJIB(PPAMCOIEPIKAIIETO ChIPHS
(BCTC, BCHITC) merogom ADC-HUCII B mIUPOKOM HMHTEpBaje KOHICHTPAILIUH
(or n-102 no mecatkoB % macc). O6OCHOBaH BHIOOP AHANTUTHYECKHX IMHUH I
onHoBpemeHHoro onpeaenenus Ti, V, Cr, Fe, Co, Ni, Cu, Zn, Ta, Ws BCTC, BCHITC,
CBOOOJIHBIX OT BIMSHUS MaTPUYHBIX KOMIIOHEHTOB. PaccuumTanbl mpeaesns
obuapyxenus (ot 310 1o 0,04 % Macc.) ¥ OLleHEHbI HUYKHKE MPAHMIIBI OIIPEIEIIeMbIX
conepxkanuii (ot 4-10% o 0,06 % macc.) Ti, V, Cr, Fe, Ni, Cu, Zn, Ta. IToka3zano
MPEUMYIIECTBO MeToJa BHyTpeHHero ctaHjapta npu omnpexnenenun W B BCHITC.
OO060CHOBaHBI COCTaBBI PEAKLMOHHBIX CMECEH W TeMIlepaTypHO-BPEMEHHBIE PEKHMbI
HarpeBa aBTOKJABa IM0OJ JEWCTBMEM MMKPOBOJIHOBOIO OIS, OOecredynBarouiie
KOJIMYECTBEHHBIN MepeBoj ompeaenseMblx KomnoHeHToB npod BBC B pactsop.
VYCTaHOBIEHO, YTO MOJHOE pasloKEHHE NpoO, COoAEpKAIUX TPYIHOPACTBOPHMBIE
KapOuzpl, 00ecIieunBaeTCsl B PEAaKIMOHHBIX CMECSX, COJACpPXKAIIUX B CBOEM COCTaBe
kommiaekcooopasyrome  (HCl, HF) wu  okucnsromue  kuciaoter  (HNO3).
DKcIepruMEeHTaIbHO 000CHOBaHA 3()(PEeKTUBHOCTH CTymeH4aTtoro Harpesa no0 220 °C,
o0ecreunBaronero KOHTPOJIUPYEMbI Ha0Op TeMIepaTypsl U JaBICHHUS B aBTOKJIAaBe
0e3 pasrepmeruzanuu. OTMeueHO BiIMsHHE TpoueAaypsl npoboordopa npod BCTC,
BCHITC, a Takke aBTOKJIABHOW MPOOOMOATOTOBKM Ha BOCHPOU3BOIUMOCTH H
NPEUU3UOHHOCTh aHATN3a.

2. UccnenoBanbl ycious onpeaenenus Si, Cr, Mn, Fe, Ni, W B HM Ha ocHOBe
kobanpta MetogoM ADC-UCII mnocne pasnoxkeHuss HpoObl B aBTOKJIABE MPH
MHUKpPOBOJIHOBOM Harpese. [IokazaHo, 4To MpUMEHEHNE PEAKLIMOHHOM CMECH Ha OCHOBE
HCI, HNOz u HF mo3Bonsier B TeueHne 24 MUH NPH TPEXCTYNEHYATOM HarpeBe
NEPEeBOJUTh MPOOBI B PacTBOP M HCKIIIOYAET MOTEPU JIETKOJIETYYUX KOMITOHEHTOB.
Y cTaHOBIJIEHBI ONITUMAJIbHBIE CTENEHU pa30aBiIeHUs MPOObI 1J1s ONpeAeNIEHUsI MaKpO- U
MHUKPOKOMIIOHEHTOB TPOOBI, 00€CneunBaOne MOBBIIICHHE BOCIPOU3BOIUMOCTH U
NpeUM3NOHHOCTH aHanmm3a. [lokazano, yto onpenenenue Cr, W ¢ mpumenennem merona
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BHYTPEHHETO CTaHIapTa, B KA4eCTBE KOTOPOTO OBLI HCIIOJB30BaH SC, MO3BOJIHIIO
CHHU3UTh OTHOCUTEINIbHOE cTaHaapTHoe oTkiIoHeHue ¢ 0,015 10 0,006 u ¢ 0,015 10 0,009
COOTBETCTBEHHO.

3. M3ydeHnbl 0cCOOCHHOCTH aHajan3a KOPPO3MOHHOCTOMKUX TUTAHOBBIX CILIABOB,
nerupoBaHHbIX pyTreHueM MeronoM ADC-UCII B coderaHun C MHUKPOBOJHOBOM
npobonoaroroskoil. IlogoOpaHsl TeMmepaTypHO-BpEMEHHBIE PEKUMBI MEPEBEICHUS
npoObl B pacTBOpP. DKCIEPUMEHTAIBHO YCTAHOBJIEH COCTAB PEAKLMOHHOW CMECH U
MOCJIEIOBATENIbHOCTh JTOOABJICHUSI PEAreHTOB, OOeCleunBaronias KOJIUYECTBEHHBIM
nepeBo B pactBop onpezaensiembix snementos (Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo,
Ru). IToka3ana 3pPpeKTHBHOCTH MCIIONB30BaHMS PeakiHoHHOM cMecu Ha ocHoBe HCI
npu Tpexcrynenyarom Harpese a0 220 °C, ¢ mocneayroumm godasnenueM HNOs s
OIICHKH TIOJIHOTHI PACTBOPEHUS MPOOKI MOCIE MPOIEAYPHl ABTOKJIABHOTO PA3JIOKEHUS.
[TpoBeneHa oleHKa BIMSIHUS MATPUYHBIX KOMIIOHEHTOB Ha aHATUTUYECKUI curHai Ru.
OTMeueHO yBEIMYCHUE TMPEIU3HOHHOCTH PE3YJIbTaTOB OINPEACICHUS MHKPO- H
MaKpPOKOMIIOHEHTOB npu CTEIICHU paz0aBicHUS mpo0 bi (o) 1:1000:;
1:10 000.

4. PazpaboTaHbl U METPOJIOTHYECKH aTTECTOBAHBI METOJIMKH aHAIN3a BTOPUYHOTO
BOoJIb(pamMcozepkamero ceipbs, HM Ha ocHOBe KoOanbTa, KOPPO3MOHHOCTOMKHX
TUTAHOBBIX CIJIaBOB, JIETUPOBAHHBIX pyTeHHEM METOIOM,
ADC-UCII ¢ aBTOKJIIaBHOW MHKPOBOJIHOBOW MpoOOMOAroToBKOM. Pa3paboranHbie
METOAMKU anpoOUpPOBaHbl U BHEAPEHBI B MPAKTUKY paboThl LleHTpa KOJIEKTUBHOTO
MOJIb30BaHUsI HAydyHbIM oOopynoBanuem «CocTaB, CTPYKTypa ©  CBONCTBa
KOHCTPYKIIMOHHBIX H  (yHKIMOHANBHBIX MarepuanioBy HUIl «KypuaToBckuit
uactuty™ - HHUM KM «IIpomerein».
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Aemop evlparicaem UCKPEHHIOW 071a200APHOCHIb HAYYHOMY PYKOBOOUMENIO
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