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Ha nuccepranuio A.B. BsuecnaBosa
«HoBble MOIX0/bI K aHATH3y BTOPHYHOIO BOJIB(PAMCOAEPIKAIIETO ChIPhS,
CILJIABOB Ha OCHOBE THUTaHa U KOOajbTa METOA0M aTOMHO-3MHUCCHOHHOM
CIIEKTPOMETPUHU C HHYKTUBHO CBS3aHHOM I1JIa3MOi»,
MpeJCTaBICHHYIO HAa COUCKAHNE YYEHOU CTENeHH KaHAn1aTa XUMHYECKUX HAyK 10

cnenuragbHocTH 02.00.02. - aHajiuTUYeCcKass XUMHUS

Hucceprauns A.B. BsdecnaBoBa mnocssiieHa ucciieoBanuio U pazpaboTie
METOJIMK KOJIMYECTBEHHOI'O OIpEJEIeHus Makpo- M MHKPOKOMIIOHEHTOB B
CIjlaBax Ha OCHOBE THTaHa, B HAIUIABOYHBIX MaTepuaiax Ha OCHOBe KOOalbTa u
BTOPHYHOM BOJIb()pamMco/iepIKaIlieM ChIpbe ISl IPOU3BOCTBA TBEP/IBIX CIIIABOB.

JUisi 5THX 1esnel couckaTenb HCIONb30Ball CTABIIMH yKe KIaCCHYECKHM

METOJI aTOMHO-3MHUCCHOHHOM CIIEKTPOMETPHH C MHIAYKTUBHO CBSI3aHHOM ILJIa3MOM




(ADC-UCII), koropblii sBISETCSs B HACTOSIIEE BpeMs OJHMM U3 Haubosee
pacmpocTpaHEHHBIM  METOJOM  MHOTO3JIEMEHTHOro  aHanmu3a.  OrpoMHBIM
JIOCTOMHCTBOM METOJa SIBJIIETCS BO3MOXKHOCTb NMPOBEJCHUS aHajau3a 0e3 TBepAbIX
CTaHJApTHBIX 00pa3lloB COCTaBa, YTO OCOOEHHO aKTyaJlbHO MPHU UCCIEIOBAHUU
BTOPUYHOTO BOJIb(PPAMCOAEPIKAILIETO CHIPHSI.

N3-3a ucromieHust ChIpbeBOM 0a3pl MpHU MPOU3BOJICTBE PAITUYHBIX THUIIOB
BOJIb(PpaMcoiep)KalX TBEPABIX CILUIABOB BCE IIMPE MPUMEHSIETCS BTOPUYHOE
BoJIb(ppaMcosiepKalliee ChIpbe (JIOM, OTXOJbl, NBUICBUAHBIA IIJIaM), HMEOIIEe
HEOJITHOPOJIHBIM COCTaB U cojepiKalllee [IEHHbIE KOMIIOHEHTHI B IIMPOKOM HWHTEpBaJIe
KOHIICHTpAIlMi, a TaKKe HeXelaTelnbHble TMPUMECH, YTO 3aTpPyIOHSIET €ro
UCIIOJIb30BaHUE B MPOU3BOACTBE 0O€3 MOJHONM HHPOPMALMU O €ro XUMHYECKOM
cocTaBe. 3a/1auu aHAINM3a BTOPUYHOTO BOJIB(PAMCOIEPIKAIIETO CHIPhS YCIOKHSIIOTCS
B CBSI3M C OTCYTCTBUEM CTaHAApPTHBIX OOpa3lOB COCTaBa, OCOOECHHOCTAMHU
po00oTOOpa, HEOOXOIUMOCTHIO YCPEIHEHHS, TOMOTCHH3AIlMd M OINTHUMH3AINH
pa3Mepa MUHUMAJIbHOM MpEACTaBUTENbHONW JTabopaTopHOM mpoObl. Llenbio paboThl
SBJISIETCS M3yYEHUE YCJIOBMM aHajan3a BTOPUYHOI'O BOJIb(PpaMCOIEPIKaLIEro ChIpbs,
HAIJIJABOYHBIX MaTEpUAJIOB HA OCHOBE KOOANbTa U KOHCTPYKIIMOHHBIX MaTepUAIOB HA
ocHoBe THTaHa MetonoM ADC-UCII mocie MHKpPOBOJHOBOW MNpPOOOMOArOTOBKH.
Hecmotps Ha mmpokuii HaObOp METOJOB aHAJIUTUYECKOTO KOHTPOJII MHOTHE
npoOiemMbl B 3TOW OOJACTH OCTAIOTCS HEPEHICHHBIMH WM  PEIICHHBIMU
HEYJOBJIETBOPUTEILHO - 3TO KacaeTcs MEepeuHsl OINpeAeNsieMbIX KOMIIOHEHTOB U
TOYHOCTH aHanu3a. M3yuaemble Marepuanbl - JOCTATOYHO CIIOKHBIE OOBEKTHI
UCCIICIOBaHMsI HE TOJBKO M3-3a TPYIHOCTEH MepeBeAeHUs OOpas3IloB B PacTBOp U
MOJy4EeHUSI  yYCTOMYMBBIX  pPacTBOPOB  BBICOKMX  KOHLEHTpAaLUUW  JIETKO
THJIPOTU3YIOIIMXCS MATPUYHBIX JJIEMEHTOB, HO W B IUIAHE BIHUSHUS OCHOBHBIX
komnoHeHTOB Ha ADC ¢ UCII ompeneneHue MPUMECHBIX 3JIE€MEHTOB. llosTomMy
KaHauaaTckyto naucceptaumio  A.B. BsuecnmaBoBa 1o pa3paboTke  HOBBIX
METOJAMYECKUX MOAXOAOB K aHaIM3y BTOPUYHOrO BOJb(PpaMcOAEp>KALIEro ChIPbS,

HaIIaBOYHBIX MATCPUAJIOB HA OCHOBC KoOanpTa U KOHCTPYKIIMOHHBIX MAaTCPHAJIOB HA



ocHoBe TuTaHa wMerogoM ADC-HUCII pgns  OJAHOBPEMEHHOTO  OMNpPEACICHUS
COJICp’KaHUI 3JIEMEHTOB B IIMPOKOM JUAIa30HE KOHIEHTPALMN C YyIy4dlIEHHBIMU
METPOJIOTUYECKUMH XapaKTEPUCTUKAMHU CIIEAYeT MPU3HATH aKTYyaJIbHOM.

HuccepranronHas paborta usziokeHa Ha 114 cTpaHMIIaX MEYaTHOTO TEKCTa,
BKJIIO4AeT 5 pucyHKOB, 30 Tabmuu. CocTOUT U3 BBEAECHMS, 0030pa JIUTEpaTyphl, IJ1aB
HKCIIEPUMEHTAJILHON YacTH, BEIBOAOB, OMOIMOTrpaduyecKoro CucKa, BKIIOYAIOIIETo
105 ccbulok Ha paboOTHI, MPUIIOKEHUS, BKJIIOUaromiero 4 akra ampoOamuu u 1 akr
BHEJIPEHHSI.

PaCCMOTpI/IM 9TH PA3ICIIbI pa6OTI>I.

BBenenue nocBsIIEHO BOMPOCAM aKTyaJIbHOCTH PabOTHI, €€ LEsIM U 3a/layaM.
Couckarenb 000CHOBBIBAET MCIOJb30BAHHE METOAA ATOMHO-IMHCCHOHHOM
CIIEKTPOMETPUM € HHAYKTHBHO CBSI3AHHOW IJIa3MO#, KOTOpPBIA SBIAETCS B
HACTOSIIIEE  BpeMsi OJHUM W3  HamOoJiee  pacHpoCTpaHEHHBIM  METOJIOM
MHOT'03JIEMEHTHOTO aHajin3a OOBEKTOB PA3IMUHON MPUPOJLI BCIEICTBUE BBICOKOMN
YyBCTBUTEIIBHOCTH, JKCIPECCHOCTH, & TAaKXKE€ JIOCTYIHOCTH HOBOTO IOKOJEHHUS
aHanuThueckoro  obopynoBanus. Hemoctatok  Meroma - HEOOXOAMMOCTH
nepeBeicHus 00pa3lioB B PacTBOpP, CTAHOBUTCS MPEUMYIIECTBOM, TaK Kak MpU
pPacCTBOPEHUM TBEPABIX O0Opa3IOB HCCIEAYyEMbIX MATEPUATIOB B MUHEPAIbHBIX
KHUCJIOTaX HUBEJIHUPYETCA BJIMSHUE CTPYKTYpbl U HEOJHOPOTHOCTH TPOO, a TaKKe
YOPOILAETCS TPaAyUpOBKa CIEKTPAJIbHOM ammapatypbl MO MOJEIbHBIM PacTBOPaM,
COCTaB KOTOPHIX MOXHO MAaKCHUMAaJIbHO MPUOIU3UTh K COCTAaBY aHAITU3HPYEMBIX
00BEKTOB, YTO OCOOEHHO BaXHO MPU OTCYTCTBUM CTaHJAPTHBIX 00OPa3L0B COCTABA.

B KaueCcTBe 00BEKTOB HCCIIEIOBAHUS BBIOpAHBI: BTOPUYHOE
BoJIb()pamMcoiepKalllee ChIpbe IOCJIE€ pPEereHepanuy i MPOU3BOJACTBA TBEPIBIX
cruiaBoB (BCTC), Bonbhpamcoaepxkamniuii MbIJIEBUAHBIA IIUIAM TBEPJIbIX CILJIABOB
(BCIUITC), nannaBouHblE MaTepHaAIbl M3 JMUTHIX TBEPJbIX CIUIABOB Ha OCHOBE
kobanbra (HM) M omnbITHBIE MapKu KOPPO3UOHHOCTOMKHX THUTAHOBBIX CILJIABOB,

JIETUPOBAaHHBIX PYTEHUEM, KOTOPBIE HAaXOIATCA B cTaguu paspadorku. IlomyueHue



BOJIb()pamMa U3 OTXOJOB SIBISETCS BXKHOM COCTaBIISIIOIIECH BOCIIOJHEHUS Jeduinra
peakux MeramioB. HM ucnosib3yroTcsi JUisi MOBBILICHHSI CPOKa CIyKObl JeTanei
MaIllUH U MEXaHU3MOB B Ka4eCTBE IMOKPHITUN pabOuMX MOBEpXHOCTEH. TUTaHOBBIC
CILJIaBbI, XapaKTEPU3YIOIIHNECA BHICOKOW MPOYHOCTHIO U KOPPO3ZUOHHON CTOMKOCTHIO,
HaxoJsT MPUMEHEHHE B aBHa- U CYJOCTPOCHMHM M MHOTHX ApPYTrux orpacisax. [lpu
BBIOOpE ONpEACISIEMbIX 3JIEMEHTOB COMCKATEIh PYKOBOJICTBOBAJICS HOPMATHBHBIMU
JIOKYMEHTAMH, PETIAMEHTHPYIOIIMMH COCTaB HCCIEAYEMBIX MATEPHUAIOB, a TAKKE
TpeOOBAaHUSIMHU TEXHOJIOTOB M Pa3pabOTUMKOB TBEPABIX BOJb(ppamcoaepKammx
CILJIABOB U CILIABOB Ha OCHOBE TUTAHA.

Pa3padorka meroguk onpeneiaenuss Ti, V, Cr, Fe, Co, Ni, Cu, Zn, Ta Bo
BCTC u Ti, Cr, Fe, Co, Ni, W B BCIIITC, meroauk onpenencuaus Si, Cr, Mn, Fe, Ni,
W B HamiaBounbsix Matepumanax u Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo, Ru B
TUTAHOBBIX CIUIaBaX B IIMPOKOM JHANA30HE KOHUEHTpaUuid OT 102 mo n-10
MacCCOBBIX JOJICM NPOIIEHTa B MHOTOKOMIIOHCHTHBIX W HEOJHOPOJHBIX oOpasIax,
KaKOBBIMU SIBJISIFOTCS UCCIIEIyEMbIE MAaTEPUAIIbI, ABJISICTCS AKTYAJbHOM 3aa4ei.

B nepBoii ri1aBe 000cHOBaHa nmpoodJjieMa BbIOOpa 00bEKTOB MCCJIEI0BAHUSA:
BTOPUYHOTO BOJIb(PpaMCOIEPIKAIIETO ChIPhS, KOHCTPYKIIMOHHBIX M (DYHKITHOHATBHBIX
MaTepuajioB Ha OCHOBE TUTaHA U KOOAJIbTa KaK OOBEKTOB aHAIMTUUECKOTO KOHTPOJIS.
B »sTom pasnmene oxapakTepu3oBaHBl 00JIACTH TPUMEHEHHUS BoOJIb()paMa M HOBBIX
CIJIABOB Ha OCHOBE TUTaHa U KOOajbTa B MPOMBIIIIEHHOCTU. OCHOBHOE COJICp>KaHUE
TJIaBBI TIOCBSIIICHO 0030py JUTEpaTyphbl CYIIECTBYIOIIUX METOJO0B aHaln3a.
IIpencraBieHbl BO3MOXKHOCTH M OTPAaHMYEHHUS TPABUMETPHUHU, ITOTEHIIMOMETPHUH,
criekTpodoroMeTpuu, aTOMHO-a0COPOIIMOHHOM, ATOMHO-IMHUCCUOHHOMN u
peHTreHodyopecieHTHON  criekTpoMeTpuu. [lompoOHO paccMOTpPEeHBI CIOCOOBI
npoOONOArOTOBKM K aHanu3y. [lokasaHbl  MOTEHIMAIbHBIE  BO3MOXKHOCTH
MPUMEHEHUS U MPEUMYIIIECTBA aTOMHO-IMUCCUOHHOM CIIEKTPOMETPUU C UHIYKTUBHO
CBSI3aHHOM IUIa3MOM B aHAJIM3€ MCCIEAYyeMbIX MarepuanoB. Jlucceprantom
0o00CHOBaHa HEOOXOJUMOCTHb BKJIFOUEHHUsT B MeToAuku aHanuza BBC mpouemyp

npoﬁooTﬁopa, 4TO ABJIHCTCA OYCBUIAHBIM JOCTOMHCTBOM COUCKATEIHA U BBIT'OJHO



orain4aer ero padory. OObIYHO ASTOT 3Tam pabOThl, UMEIOLIUI CYIIECTBEHHOE
3HaYeHHWE M B 3HAUUTEIBHON CTENEHU BIUSIOUIMN Ha pe3ylbTaThl aHaiu3a, HE
paccMaTrpuBaeTcs.

Crnenyer OTMETUTh palMOHAIBHBIH OOBEM U CTPYKTYpPY MPEACTaBICHHON
unpopmarmu. IlepBas rnaBa mpeacTaBiIsieT cOOOM BCECTOPOHHEE OIMHCAHHE
COCTOSIHUSI M TpoOJIeM aHallM3a HCcleayeMbix MaTtepuanoB. A.B. BsuecnaBoBsiM
UCIIOJIb30BaHbl COBPEMEHHBIE JINTEPATYPHbIE MCTOYHUKHU, MPOBEACHO 00001IeHNE U
KPUTHYECKOE PAacCMOTpPEHHE 3TOW MH(pOpMalMU, YTO MO3BOJIMJIO aBTOPY YETKO M

000CHOBaHHO cOPMHPOBATH 3aa4H JUCCEPTANMOHHOTO UCCJIeI0BAHMS.

B »3kcnepuMeHTaNIbHOM BTOPOM ry1aBe 0000IIeHa HCYEpIBIBAIOIIAS
uH(popmaus 0 MeToAax, Mpuobopax U 0ObEKTaX UCCIEAOBAHMS, PEJICTABIEH CIIEKTP
UCTIONIb30BAaHHBIX COWICKATelIeM COBPEMEHHBIX METOJOB aHainu3a U Habop
anmapatrypbl Jy4lIuX 3apyOekKHBIX W POCCUUCKUX (PUPM: aTOMHO-3MHUCCHOHHBIN
CIICKTPOMETP C MHAYKTHBHO CBs3aHHOH Imia3moit «Optima 7300 DV» (Perkin Elmer
Instruments, CIIA); peHTreHo(IIyopeceHTHBII BOJIHOIMCTIEPCUOHHBII
cnexktpomeTp «Cnektpocan Makc-GVy» (HIIO «Cnekrpon», Poccus) nabopatopHas
MukpoBojHOBas cucreMa «SpeedWave FOUR»y (Berghof Products,I'epmanus) miis

pasnoxenus nmpo0; ananurudeckre Becsl HR-60 (AnD, SInonus).

Tperbsi r1aBa - OCHOBHOM pa3len AMCCEPTALMU, IOCBAIIEHA OINUCAHUIO
METOJMYECKMX OCOOCHHOCTEM W M3Y4YEHHUIO YCJIOBUN aHalu3a BTOPUYHOTO
BoJb(pamconepxkaiiero ceipbs (BBC) merogom ADC-UCII.

OO0OCHOBaHBI OCHOBHBIE JTambl (POPMUPOBAHUS TEHEPATBLHON MPOOHI,
XapakTepU3ylolleil  NmapTUI0  aHATM3UPYEMOTO  BTOPUYHOIO  ChIphs,  T.C.
MpEeACTAaBUTEIIBLHYIO TTPOOY.

N3yvyaemble MaTepuajbl - JOCTATOUHO CJIOKHBIE OOBEKTHI MCCIEAOBAHUS HE
TOJIbKO H3-32 TPYAHOCTEW NepeBeAeHUs o0pa3loB B pPacTBOpP, HO M MOJTYYEHUs

YCTOMYUBBIX PACTBOPOB JIeTKO Tuaponusyromuxcs snementoB: W, Zr, Nb, Ta.



Couckarenem pa3paboOTaHbl HOBBIE AKCIPECCHBIE CIIOCOOBI MPOOOMOATOTOBKH C
UCTIOIb30BAaHUEM 3aMKHYTOW MHUKpOBONHOBOW cuctembl «SpeedWave FOURy.
[IpencraBiensl pa3avyHbIe CXeMbl TIEpeBeAeHUs 00pa3lioB B pacTBop. McciaenoBano
BIIMSIHUE KAYECTBEHHOIO M KOJIMYECTBEHHOI'O COCTAaBa PEAKIIMOHHBIX CMECEN Ha
MOJIHOTY PAacTBOpPEHUsT TMpoO B aBTOKJIaBaX C MHUKPOBOJHOBBIM HAarpeBOM.
YcTaHoBIEHBI TEMIIEPATYPHO-BPEMEHHBIE PEKUMBI, HCKJIFOYAIOIIINE
pasrepMeTH3aliio aBTOKJIABOB U MOTEPIO JIETYUYNX aHAIUTOB MPU PA3JIOKEHUH MPOO.

Jlist obecrieueHuss BBICOKMX METPOJIOTMUECKMX Tokasatenei aHanuza BBC
meronoM ADC-UCII obocHOBaHbI paboune mapameTpbl CHEKTPOMETPA, BBHIOpaHbBI
aHAJTUTUYECKUE JIMHUM JJI1 ONPEACIICHUS KOMIIOHEHTOB U OLICHEHBI MTOTEHIIUAJIbHbBIC
MEIIAIONINE BIUSHUS KaK MAaTPUYHBIX AJIEMEHTOB Ha ONMPEACICHUE IPUMECEH, TaK U
npuMecel Ha ompenesieHre Bojdbdpama. YCTaHOBJIEHBI MPENeSbl OOHAPYKEHUS
onpenensieMbix 3MeMeHTOB (Cmin) ¥ OIICHEHBI HWDKHUE TPAHUIBI OMPEISTSIEMBIX
coaepxannii (Cy). 3yueHo BIUSHHE MATPUYHBIX W COMYTCTBYIOIIUX 3JIEMEHTOB Ha
aHAJIUTUYECKUE CUTHAJIBI OMPEACISIEMBIX AJIEMEHTOB M CIOCOOBI €ro yuyera. ITOT
MaTepuag; OuYeHb TPYJAOEMOK U  3aCIyXHBaeT CHEIUAIBHOTO  OJ0OpEHMUS.
Hcnonp3oBanne BHYTPEHHETO CTaHIapTa (pacTBOpa CKaHAMSI) TPH OIpeaAesIeHUU
BBICOKMX KOHIIEHTpAIUN 3JIEMEHTOB MO3BOJIWIIO B CPEIHEM CHUBUTH OTHOCUTEIHHOE

crtanaaptHoe oTkiioHeHue ¢ 0,03 mo 0,004.

B d4erBepToii rJgaBe WU3y4YeHBI OCOOCHHOCTH aHalK3a HAIJIABOYHBIX
MaTepuajoB Ha OCHOBE KOOagbTa M KOPPO3MOHHOCTOMKMX THUTAHOBBIX CIUIABOB,
aerupoBaHHbIX pyteHuem, metogoM ADC-WCII. M3ydeHbl onTHUMalbHbIE CIIOCOOBI
poOOIOATOTOBKH, 00ECTIEYMBAIOLINE YCTOMUNBOCTh M CTAOUIIBHOCTh PACTBOPOB J1JIs
ONpENIEIICHUS] AHAJIWTOB, YCTAHOBJICHBI YCIIOBHS OIPEIEICHUS HOPMHUPYEMBIX
AJIEMEHTOB B KOHUEHTPAUIUOHHBIX JHANa30HAX, PETJIAMEHTUPYEMBIX HOPMATHUBHBIMU
JOKyMeHTaMu. BpiOpaHbl aHaJIMTHYECKHE JMHUM JUISl OMNPEICIICHUS 3IIEMEHTOB,
00OCHOBaHbI CIIOCOOBI TPAAYUPOBKH cHEKTpoMmeTpa. ONTUMHU3UPOBAHBI YCIIOBUS

HN3MCPCHUA AHAJIMTHYCCKHUX CHUI'HAJIOB OINPCACIIACMBIX 3JICMCHTOB! YCTOﬁqHBOCTB



COCTOSIHMSI TUIa3Mbl OILIEHMBAJach IO OTHOIICHUIO WHTEHCHUBHOCTEM HMOHHOW U
aTOMHOW JuHHMN MarHud. [IpoBeneHa OLIEHKA CIEKTPAIBHOTO BIWSHUSA 3JEMEHTA
ocaoBel (Ti1) m nerupyromux 31ementoB (Al, V, MO0) THUTaHOBBIX CIIIAaBOB Ha

QHAJIMTUYECKUE CUTHAJIb] JIUHUM MHUKPOJCTUPYIOIINX 3JICMCHTOB U HpHMGCCﬁ.

B nsToii rinaBe mpeacraBieHa pa3pabOTKa M METPOJOTHYECKas aTTecTallus
METOJMK aHalin3a BTOpUYHOTO BoJdb(pamcoaepxkaiiero ceipbsi (BCTC u BCIITC),
MPOMBIIIUVICHHO BbITycKaeMbix HM Ha ocHOBe KoOaibTa M KOPPO3MOHHOCTOMKHX
CIUUIAaBOB Ha OCHOBE TUTaHa, JISTUPOBAHHBIX pyTeHueM, Mmetogom ADC-UCII.

Ha ocHoBe mnpoBeneHHBIX HCCIEAOBaHUM pa3padOTaHbl METOJUKH aHaIu3a
BTOPUYHOTO BOJIB(GPAMCOIEPKAIIETO ChIphsi. BHIOpaHbI CXeMbl aHAIN3a, TPUBEACHBI
JOCTUTHYTBIC  YJIYUYIIEHHBICE METPOJOTUYECKUE XapAKTEPUCTUKU OMPEACIICHUS
AJIEMEHTOB.

Paspaboransl Metoauku ompenenacuus Ti, V, Cr, Fe, Co, Ni, Cu, Zn, Ta B
BTOPUYHOM BOJIb(paMcoJepkKaIIeM ChIpbe ISl MPOU3BOJCTBA TBEPABIX CILJIABOB
nocie pereneparuu u Ti, Cr, Fe, Co, Ni, W B Bonbdpamcoaepkaiiem muiame.
BcenenctBue  OTCYTCTBHSL  CTaHAAPTHBIX ~ 00pas3lloB  CcOCTaBa  BTOPUYHOIO
BOJIb(PpaMCOIEPIKAIICTO ChIPhS JUIS OLEHKU MpaBUIIBHOCTH omnpeaeneHus 11, V, Cr,
Fe, Co, Ni, Cu, Zn, Ta 8 BCTC mnpumeHsIn METOJ «BBEICHO-HAWACHO», a IS
BCIITC - wmerong po6GaBok. IlpaBunbHocTh ompenenenus W B BCHITC
KoHTpoJimpoBasii, wucnoib3dys CO deppoBonbppama D18 ¢ arTecToBaHHBIM
sHaueHueM W (74,3+0,1) % macc. Pazpadoranubie ADC-NCII MeToauku O3BOJISIOT
onpenensatb Bce Hopmupyembie sneMeHToB B BCIITC u BCTC. IlpuBenensl
JOCTUTHYTBIC  YIIYYIICHHBIE METPOJOTUYECKUE XAPAKTEPUCTUKU  OIPEICICHHUS
aneMeHTOB. OTHOCUTEIBLHOE CTAaHAAPTHOE OTKJIOHEHUE pe3yJbTaTOB aHalu3a,
MOJYYEHHBIX TI0 pa3pabOTaHHBIM METOJMKAM, COCTaBIse€T JUIsl IIEJEBBIX W
aerupytonux komrnoHeHToB (1,0 — 20,0 % macc) ne 6omnee 8 %, s npumeceit (0,01
— 1,0 % macc) - e 6omee 3 %.

B aTo0ii ke TiaBe npeacTaBieHbl MeToauku onpeneierus Si, Cr, Mn, Fe, Ni, W



B HamiaBouHbix Matepuanax u Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo, Ru B
TUTAHOBBIX cIuiaBax. [IpoBepka MNPaBUIBHOCTH ONPENEICHUS HOPMHUPYEMBIX
AJIEMEHTOB B HAIUIABOYHBIX MaTepuaiaX M TUTAHOBBIX CIUIABaX C HPUMEHEHHEM
CTaHJApTHBIX O0pPa3IOB COCTaBa HE BBIIBWIA CHUCTEMAaTUYECKOM MOTPEUTHOCTH.
Pa3zpaboranHas MeTo/IMKa aHalM3a COCTaBa HAIUIABOYHBIX MAaTEpHUajOB HAa OCHOBE
KoOanbTa (Ha nmpuMepe HamaBok u3 cruiaBa I1p-B3K, IIp-B3K-P u [[H-2) meTomom
ADC-UCII nocne pasnoxeHus: Npod B aBTOKJIABAX C HarpeBOM B MHUKPOBOJHOBOM
MOJIE MPHU TOBBIINICHHBIX TEMIEPATypax U JABICHHHM XapaKTEPU3YETCS BBICOKUMH
METPOJIOTUYECKUMH  XapAKTEPUCTUKAMHU, 3KCIPECCHOCTBIO U 3KOHOMHYHOCTBIO
aHaM3a, 3a CYET COKpPALIEHUSI BPEMEHHU aHaJIN3a [0 CPaBHEHUIO C OJIHORJIEMEHTHBIMU
METO/IaMH U CHIDKEHHUEM 00beMa MPUMEHSIEMbIX PEAKTHUBOB.

Meronuku pa3paboTaHbl C y4yeToM TpeOOBAaHUM OTEUECTBEHHBIX U
MEXIYHAPOJHBIX  CTaHAAPTOB,  HPOLUUIM  METPOJOTHYECKYID  aTTECTalHIO.
Nudpopmanius 0 BO3MOXKHOCTAX METOAMK (IIEPEUYEHb ONPEEISIEMbIX KOMIIOHEHTOB,
METPOJIOTUYECKHE XAPAKTEPUCTUKH) yAAayHO pa3MelleHbl B Tabmuuax. IlpuBenen
OOJBIION IKCIIEPUMEHTATBHBIA MaTEPHAII IO KOHTPOJIIO MPABUIBHOCTH MOTYYEHHBIX
pE3yNbTATOB.

[lo cBoeli HOBHM3HE, HAJEKHOCTU AaTTECTALMM JAaHHBIA pa3ien padoThbl
3aCIIy’KMBAET CAMOU BBICOKOU OLICHKH.

I'maBy 5 3aBepmiaeT KpaTkuid pasiesl MO NPUMEHEHHUIO pa3paOOTaHHBIX
METOJWK Il aHaJIu3a peajdbHbIX Mpou3BoacTBeHHBIX 00pa3inoB BCIITC u BCTC,
npenoctaBieHHbIXx OO0 «Bupuan» (Poccus). Hcnonp3zoBanue pa3paboTaHHBIX
ADC-HUCII meToauk MO3BOJSIET OCYILIECTBIISITH ONPENEIIEHHE BCEX HOPMUPYEMBIX
5JIEMEHTOB B IIMPOKOM MHTEpBaje KoHueHTpanuii (or N-102 mo gecsarkos % macc) B

BCHITC u BCTC ¢ BbICOKO# BOCTIPOU3BOIUMOCTBIO U MPABUIBHOCTHIO.

BoiBoabl 1o guccepranuu chOpMyIUpPOBaHK OOOCHOBAHHO, JIAKOHUYHO, C
OXBAaTOM Ham0oJiee BaXKHBIX PE3YJIbTATOB PAOOTHI.

Ilo marepuanam auccepTaluu OmMy0JMKOBAHO 4 CTaTbU B PelleH3MPYeMbIX



s)KypHasax, sxoasmux B [lepeyens BAK, u 6 T€31COB 10KJIaI0B HA POCCUUCKUX U
MEXTYHAPOTHBIX KOH(PEPCHITHIX.
Bce pazgensl paboThl BBIMOJHEHBI HA BHICOKOM HAy4YHO-3KCIIEPUMEHTATBHOM

YPOBHC, HO HC BCCT 1A TINATCIIbHO HAIIMCAHBI.

K pabote ecTb psij 3amedaHuid, 13 KOTOPBIX OTMETUM CJIEIYIOLIUE:

1. [lepeBon u ynep:xaHue B paCTBOPE PYTEHUS SBJISETCS JOCTATOYHO CI0XKHOMN
3amauet. Jlns  jokaszarenbcTBa TMPaBUIIBHOCTH Pa3pabOTaHHOM METOAMKU TpU
ONpENICIICHNH PYTEHUS B KOPPO3MOHHOCTOMKHUX THUTAHOBBIX CIUIaBaXx COMCKATEIb
MCIIOJIB30BaJl METO/Ibl «BBEJACHO-HANJACHO» M BapbuUpoOBaHUsS HaBecku. KOHTpob
MPAaBWJIBHOCTH PE3YJIbTATOB ONPEACIICHUS] PYTEHUS OCYIIECTBISIN HaXOXKICHUEM
COJICpKaHMs OMNpPENEIIeMOr0 KOMIIOHEHTa B aHAJIU3UPYEMOM MaTepuaje Iociie
00aBIEHNS COOTBETCTBYIONICH aTMKBOTHON YacTU CTAHJAPTHOTO PacTBOpPA PYTECHUS
k HaBecke CO TtuTaHoBBIX ciutaBoB BT-22, 36, 55, 783, 957. OxHako 3TOT cnoco0O
IIO3BOJIIET ~ KOHTPOJIMPOBATh NPaBUIBHOCTh HMHCTpyMeHTasnbHOro  AJDC-UCII
ONpeIeJICHHUs] PyTEHUs, HO HE TOJIHOTY MEPEBEACHUS dJIEMEHTa B pacTBop. Jloka3arh
MOJHOTY NEPEBEICHUS] PYTEHUS B PACTBOP MOXKHO MPOBEIS MPEABAPUTEIBHYIO
OTIEpAIIUIO CIUIaBJICHUS 00pa3IOB UM UCMOJIb3Yysl HE3aBUCUMBIN METO]T ONpe/IeIeHUs
pyTeHus 0e3 BCKpBITHS 00pasnoB: POA, ADC uiau CHEKTPOMETPUIO C TJCIOIINM
pa3psIoM.

2. He ykazaHo kakuMm 00pa3oM MoaJIepKUBaiach YCTOMUUBOCTh pacTBOPOB ZI,
Nb, Ta, W nocne pa36asieHus cTaHAapTHBIX PACTBOPOB | I/aM® AMCTUILIMPOBAHHOM
BOJION MJIM pacTBOpa TUTaHa ¢ KoHueHTpamueii 800 Mxr/cm®. [ToMumo PTOPHI HOHOB
HE OINHCaHbl JPYTUE€ pEeareHThbl, IPUMEHAEMbIE JJIsl YIAEpKaHUS B PAcCTBOPE JIETKO
TUAPOTU3YIOMIUXCS DJIEMEHTOB, KOUMH SIBJISIOTCS OOJBIIMHCTBO OMpPEACIsieMbIX
AJIEMEHTOB. OJTO OTKPBUIO OBl TEPCIEKTUBBI IIMPOKOTO HCIOJIB30BAHUS HOBBIX
METOJIMK, Pa3padOTaHHBIX COMCKATENIeM, B JaOOpaTOPUAX, HE UMEIOIINX WHEPTHBIX
CUCTEM T0J1ayu POoO B TUIA3MEHHBIX CIIEKTPOMETPaX.

3. He xoppekTeH mNpUBENCHHBIA CHOCOO BHU3YAIbHOW OIICHKUA TMOJHOTHI



pactBopeHusi mpo0: B pactBop nepenwio 60-80% wucxoaHoi npodsl (HabomaeTcs
Hajguyue 4acTul] oOpasma); B pactBop mnepenuio 80-90% wucxomHoi mpoObI
(HaOmro/laeTcss HE3HAYUTEIBHOE KOJMYECTBO YACTHUIl HCXOJIHOM MpOObI W/Win
BO3MOXEH TuApoin3 Bojbppama); B pactBop mnepenuio 100% mpobOs, pacTBop
crabuien. He Bcerga Haie:xeH BU3yalIbHbIN KOHTPOJIb MOJHOTHI PACTBOPEHUS TPOObI
KOPPO3HMOHHOCTOMKHUX  THUTAHOBBIX CIUIABOB, JIETMPOBAHHBIX PYTEHUEM, TIO
VU3MEHEHUIO OKPACKH TUTAHA B 3aBUCUMOCTH OT CTENEHU €r0 OKUCIEHUS.

4. HenoHsTHO, mMoYeMy JJi1 TOBBIIIEHUS O0€30MacHOCTH pabOThl ObLIO
MPEIOKEHO 3aMEHUTh B cocTaBe peakinuonHod cmecu HF nma NH4F. Kpome Toro,
kBanupukanus ynctotsl NHsF 3Hauntensno xyxe HF.

5. He yuTeHO BIIMAHHE U3MEHEHHI KOHIIEHTPAIlMd MaTPUYHBIX KOMIIOHEHTOB
Ha U3MEHEHHE T'PaJyupPOBOYHBIX I'Pa(PUKOB ONMPEEISIEMBbIX MTPUMECHBIX 3JIEMEHTOB
(Jns mosrydeHust ypaBHEHHUS TpaJlyUpOBOYHOM (DYHKIIMH, TUCCEPTAHT HMCIOIb30BAI
MOJICJIBHBIE PACTBOPBI, COACPIKALIUE BO3PACTAIOIINE KOHLIEHTPALMH ONPEAEIIEMBIX
AIIEMEHTOB, a TaKKE€ PEAareHThl, IPUMEHsIEMbIE TPU MPOOONOATOTOBKE U MATPUUHBIN
koMrioHeHT W B MakcMMajgbHOW KOHIIEHTpAIlMU, XapakTEepHOW g OOBEeKTa
aHaJIHN3ay).

6. Panee oTMeyanock, 4To IriIaBHBIM MPAKTUYECKUM UTOTOM pabOThI SBISIOTCS
METOJIMKHU aHallu3a, TH METOJMKHU aTTeCTOBaHbl. HO MJIsl UX MIMPOKOTO MPUMEHEHUS
JKeJaTellbHa X CTaHIapTU3ALIMSL.

Kpome Toro, B aBTOpedepaTe u quccepTaliil MPUCYTCTBYIOT HEKOPPEKTHBIE
BBIPDOKECHUSI WM HETOYHOCTH, HANpUMEp, HEMOHATHO CBS3BIBAHHE CIIOXHOCTHU
AHAJIUTUYECKOT O KOHTPOJIA BBC C ero MHOT'OKOMIIOHEHTHOCTBIO,
HECTEXMOMETPUYHOCTHIO U BBICOKOW HEOJHOPOJHOCTBIO; JOIYLIEHO MPEYBEIHYEHNE
npeeoB OOHapyKeHHs dIIeMeHTOB (Ha ypoBHe 10~ Macc. %) B pealbHBIX 00pa3nax
0e3 mpenBapUTEIBLHOrO OTIEICHUS MAaTpPUIlbl; HE JAaHO TOJIKOBAaHHUE: «IIEJIEeBbIC
KOMITIOHEHTBI» WJIH «yAoOHas aHanuThueckas Qopma dJIeMEHTa»; BMECTO
KOHKPETHBIX LU(P ONTUYECKOTO pa3pelieHusi CIEKTpOMETpa IJsi BCEX IJUH BOJH

(kpome 200 HM) TPEICTABICHO BBIPAKECHUE: «PEKHUM BBICOKOTO Ppa3pelieHHs» W



Jpyrue.

Bce 3aMeuanus He BIUSIOT HA OOIIYIO MOJOKUTENBHYIO OLIEHKY IHUCCEPTALUN
B 1IEJIOM M, CKOpee, SBIIAIOTCS IOKEJTAaHUSIMU COMCKATEII0 YYEHOH CTENEHU Ha
Oynmymiee.

OaHuM W3 DJTaloOB AHATUTHYECKOTO KOHTPOJS SIBISETCA MpoOooTOOp.
JluccepranToM IPOCIIEKUBACTCS JoruyecKast LEeTNoYKa IPOLEAYPbI
POOOTIOITOTOBKM B CBSI3M € TPOOOOTOOpOM mpoO I aHamm3a. DTO OOJBINOE
JOCTOMHCTBO MPEJCTaBICHHON paOOTHI.

Pa3paboTaHbl 1 METPOIOrMYECKH aTTECTOBAHBI METOIUKH aHAIN3a

BTOPUYHOIO BOJIbPpamcoaepskamero ceipbsi, HM Ha ocHOBe kobOaibra H
KOPPO3MOHHOCTOMKHMX THUTAHOBBIX CILJIABOB, JIETUPOBAHHBIX PYTEHHEM, METOIOM
ADC-UCII ¢ aBTOKIaBHOW MUKPOBOJIHOBOM MPOOOMOATOTOBKOM.

Jluccepranysi HamMcaHa TEXHMYECKH TPaMOTHBIM SI3BIKOM, odopmieHa B
COOTBETCTBUM C JCHCTBYIOUIMMH HOpMaTuBaMH. ABTOpedepar orTpakaer

cojiep:KaHHe ANCCePTAIUH.

SAKJTIOYEHHUE

Hucceprauust A.B. BsudecnaBoBa sBisieTCs Hay4YHO-KBaIHM(PUKALIMOHHON
paboTOi, B KOTOPOM KOMIUIEKC BBIITOJHEHHBIX aBTOPOM HCCIICIOBAHHN MOKHO
KBAIM(UIUPOBATh KaK pelleHHe aKTyaJlbHOM HAy4YHOM 3aJa4ym B 00JacTH
QHAJIMTMYECKOM  XMMHM, HMEIOIIEHM  Ba)XHOE€  XO3SMCTBEHHOE  3HAUYCHUE.
PazpaboTanHbie MeTOAWKH anpoOUpPOBaHbLI W BHeEAPEHbI B TPAKTUKY pPaOOTHI
[leHTpa KOJJIEKTMUBHOTO IIOJIb30BaHUSI HaydHbIM oOopynoBanueM «Cocras,
CTPYKTypa ¥ CBOMCTBA KOHCTPYKIIMOHHBIX U (YHKIIMOHATBHBIX Matepuaiony HUIL]
«Kypuarosckunii uactutyt - HHUW KM «IIpomeTeiny.

Brimmonnennoe A.B. BsdecnaBoBBIM HCClEIOBaHUE COOTBETCTBYET IMACIOPTY
cnermanbHocTr  02.00.02- ananmutuyeckas xumus 1o (Gopmyne U o0JIacTIM
uccnenoBanuii (1. 2, 4, 6, 7, 9, 18, 19). Takum o6pazom, 1o aKTyaJIbHOCTH, HAYYHOM

HOBHU3HC, O6T>€My BBIINTOJIHCHHBIX HCCHGHOB&HHﬁ, HpaKTquCKOﬁ 3HAYNMOCTHU



-

MOTYyYCHHBIX  pPe3yJIbTaTOB  TNpPEACTaBIEHHas  JMCCepTaluoHHas  pabora
COOTBETCTBYCT KPUTEPUSM, YCTAHOBICHHBIM 1.9 U .14 «Ilonoxenust o nopske
NPUCYXXICHUSI ~ YYEHBIX  CTEeNeHe»,  yTBepkaeHHOro  [locTaHOBJIEHHEM
IIpaButensctBa Poccuiickoii ®enepauuu ot 24.09.2014 No842, IIPEIBABISAEMBIM K
AMCCEpTAllMd Ha COHMCKAaHWE y4YeHOW cremeHH, a ee aBrop A.B. BsueciaBos
AOCTOMH TPHUCYX/CHHs YYEHOH CTeNeHH KaHAWJaTa XHMHUYECKHX HayK [0
cnenuanbHocTH 02.00.02- aHanuTHYECKas XUMHUSL.

Hoknan Bsuecnasosa A.B. mo amccepraiuonHoii  pabote 3aciyllaH |
00CYX/I€H Ha paCHIMPEHHOM KOJUIOKBHyME AHAIHTHYECKON nabopatopuu U

na6opaToan AHArHoCTHKH MaTepHalioB. 3a NpEeJIOKECHHOE 3aKJIIOYEHHE

TporoJjiocoBany eauHoraacHo. Iporokon Nel ot 20 mapra 2019 r.

IIpencenarens KoytoKBHyMa

AxazieMUK aKkaJeMHuu npobiieM KauecTsa

JIOKTOp TEXHHYECKUX HayK,

3aBelyroIHi aHATUTHYECKOM JlaGopaTopueit

DenepabHOTO roCyJapCTBEHHOTO GIOKETHOTO

yupexaeHusi Hayku MHCTHTYT MeTaltypruu u

MarepuaioBeieHuss uM. A.A. BajikoBa

Poccwiickoii akagemun Hayk 7 1cex”__Kasenac Eprennii KoncrantunoBuy

YuéHblii cexperaph KOJUIOKBUYMa
KaH/IMaT XUMUYECKUX HayK
BeJyIIHH HAyYHBIN COTPYHHK
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MaTepUaJioBe/IeHHS
Poccuiickoit akafik

PaGounii agpec: 119334 RBa, Jlenunckwuii mp., 1.49
UMET PAH, Ananmutudeckas naGoparopust
Ten: 8-499-135-86-71, 8-499-135-94-75

e-mail: ekazenas@imet.ac.ru, volch.v.a@mail.ru




