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«Pa3paboTka KOMIJIEKCa AaTOMHO-3MHCCHOHHBIX H MAaCC-CIIEKTPAJIbHBIX
MeTOAHK aHa/H3a KaAMHsA H €ro OKCHAa»,

NpeAcTaBJAEHHYIO HA COMCKAHHE YYEHOH CTeNeHH KAHANAATA XHMHYECKHX HAYK O
cnenuasibHocTu 02.00.02 — anajuTH4YecKkass XUuMud

[IpencraBnenHass Ha OT3BIB AuccepranuoHHas pabora O.B. JlyHnoBckou
MOCBSAIIECHA pa3paldOTKE KOMIUIEKCA AaTOMHO-ODMUCCHOHHBIX U MacC-CIIEKTPaJIbHBIX
METOJMK aHa/In3a KaAMUS U €ro oKcuaa. KaaMuii 1 ero OKCHUI IMAPOKO MPUMEHSIOTCS B
COBPEMEHHOM HAyKE€ M TEXHHUKE. DBBICOKOUYHUCTBIM KaaIMHUU SABISIETCS KIHOUEBBHIM
KOMIIOHEHTOM  (DYHKIMOHAJIbHBIX MAaTEepUalioB, HUCIOJB3YEMBIX UId IIOJyYCHUS

HB VI

[IOJIYIIPOBOJHUKOB TUIIa A , IETEKTOPOB, PETUCTPUPYIOMIUX raMMa U PEHTICHOBCKOE

M3JIYy4E€HUE, POTORICKTPUUCCKUX IUYECK. BEICOKOUNCTHIA OKCU KaIMUSA — IIPEKYPCOP IS
CUHTE3a KpUCTAJIOB BOJIb(ppamara KaagMus, KOTOPhIC IIEPCIIEKTUBHEI IS UCIIOJIb30BAHUA
B KAaue€CTBE CLUMHTHLISIIMOHHBIX MAaTEpHUaOB JJIsI PEHTTCHOBCKOW TOMOrpaduu, IpU
NETEKTUPOBAHUN MEJICHHBIX HEUTPOHOB.

M3BEeCTHBI METOAUKHU 3JIEMEHTHOI'O aHaAJIM3a KaJMHS U €ro OKCHUa, OOJIbIas 4acTh
13 KOTOPBIX pa3paboTaHa BO BTOPOM mojioBMHE XX BEKa U OCHOBaHA Ha MUCIIOJIb30BAHUU

CHEKTPAJIBHBIX TIPUOOPOB TPEABIAYIINX IIOKOJEHUU. I pemeHus 3TOW 3ajavyu

HCIIOJIb30BAJIMCh  BBICOKOYYBCTBHTCIIbHBIC MCTO/bI aHaJIn3a. MaCC-CIICKTPAJIbHBIC,

dTOMHO-OMHUCCHUOHHBLIC, aTOMHO-a6COp6HHOHHBIG B HHCTPYMCHTAJILHOM 5|



KOMOMHUPOBAaHHOM (C pasjielieHHeM U KOHIEHTPHPOBAHMEM IIpUMeECEH) BapHaHTaX.
Cnenyer ormeruth, uro u3BecTHbie coBpeMeHHble MCII-ADC u HCII-MC Metos!
aHaaM3a KaIMHS W €ro OKCHAa HMEIOT CPABHUTENBHO Y3KHUHA KpPYr ONpPEICIAECMBIX
nprMeceil ¥ WX MOTEHIMAl MajleKo He pacKphIT. HeoOXoauMo COBEPIICHCTBOBATH
W3BECTHEIE M pa3pabaThiBaTh HOBBIE METOJMKU aHAIN3a, XapaKTEPU3YIOMHUeCs OOJIbIIIM
HaOOpOM M JHMara3oHOM KOHIIEHTpAIMil ONpeNeNsIeMBIX NPUMECEH, SKCIPECCHOCTEIO,
YHHUBEPCATFHOCTHIO, BRICOKUMH METPOJIOTMYECKAMU XapaKTEPUCTUKAMHU.

C stux mo3unmii muccepranmonHas padora O.B. JlyHIoBCKOM, HallpaBjIeHHas Ha
pa3paboTKy KOMIUIEKCa HOBBIX WH(OPMAaTUBHBIX AaTOMHO-OSMUCCHOHHBIX M Macc-
CIIEKTPATBHBIX C HMHAYKTUBHO cBs3aHHOM mmrasmoint (ADC-UCII, MC-UCII) meTomuk
aHaJIM3a KaJMUSI U €r0 OKCHU/IA SBJISETCS aKTyaIbHOM 1 000CHOBaHHOM.

Juccepranus u3noxeHa Ha 121 cTpaHuile, COCTOUT U3 BBEIECHM, YETHIPEX ITIaB,
BBIBOJIOB, CITHCKa IMTHUpyeMoil suteparypbl (120 cCBUIOK) M [ABYX IPHIOXKEHWH,
conepxut 18 pucyHKoB U 26 Tabaull.

[TepBas ri1aBa MOCBSIIEHA JIUTEPATYpHOMY 0030py, KOTOPBIH CHEJIaH AOCTATOYHO
poQeCCUOHATIFHO W PAIlHOHAIBHO, YUUTHIBasA OOJBIIOE KOJIUYECTBO METONOB, METOAMK
aHajgM3a uccleqyeMbiXx o00bekToB. (CHayala aBTOp pPAacCMOTpeEl XapaKTEePUCTHKH
00BEKTOB MCCIICAOBaHMS, 00JACTH MX IMPUMEHEHUS ¥ COOTBETCTBYIOLIME TPEOOBaHUS K
MeToJaM aHaiu3a. VI3BECTHBIE METOAMKU aHajiu3a KaAMHs [OApasAeeHbl Ha
MHCTpYMEHTaJIbHBIE (0€3 OTIEeNeHUs MAaTPUYHOTO KOMIIOHEHTAa) M KOMOMHHPOBAHHBIE C
KOHLIEHTpUpPOBaHMEM  IpuMecell  (OTHesleHMe  MaTpULBl  IIyTEM  DJIEKTPOJIM3a,
COOC@XICHUS, WOHHOTO OOMEHa, JSKCTpaKLWHW, BaKyyMHOH oOTroHku). B kadectse
0o0o0meHuss B KOHIE 0030pa B Taliuie 2 NpPUBEACHBl OCHOBHBIE aHAJIUTUYECKUE
XapaKTepUCTUKU MHOrodjeMeHTHBIX (Oosee 10 ompenenseMbIx INpUMECE U3 OJHOMU
HAaBECKM) METOAMK aHajIu3a KaJMUS U €ro COeIMHEHMUI. BronHe JOru4Ho cienaH BBIBOJ
0 MEPCIEeKTUBHOCTH Ul aHalW3a KaJMUS U €ro OKCHJA HCIOIb30BaThb BO3MOXKHOCTHU
aTOMHO-OMHUCCUOHHOW CIIEKTPOMETPUM C HWHAYKTUBHO CBSI3aHHOW IUIa3MOM M Macc-
CIEKTPOMETPUM C UHAYKTUBHO CBS3aHHON IUIa3MOH B HMHCTPYMEHTAJIBHOM WU
KOMOWHHUPOBAaHHOM BapUaHTax, KOTOPBIE K HACTOAIIEMY BPEMEHU PEAIU30BAHBl JAJIEKO
HE TIOJTHOCTHIO, UCIIOJIB3YSl MTOJIOKUTENBHBIN HAKOIUIEHHBIN OIBIT IO MpOOONOArOTOBKE B

aHanmuTHaeckoit ma6oparopun MHX CO PAH.



MupopMaTUBHO BBIDLAUT U BTOpas IVlaBa, C KOTOPOM  HAYMHACTCA
3KCTepHMEHTaIbHAs YacTh AUCCepTalyi. B 3Toil I71aBe ONucaHa OpraHu3alys paboTsl ¢
YHCTBIMU BEIECTBAMM, XUMUYECKas MOCYAa, UCIIOJIb3yEMbIE PEAKTHBEI, aHATUTUIECKOE
060pyJOBaHHE, MHOTO3JIEMEHTHBIE CTaHIAapTHBIE DPAcTBOPH CpaBHeHMA W ap. Jlus
CHIDKEHHS ypPOBHS 3arps3HEHHM aBTOp MCIONB30BAT 3aKPBITHIE OOKCHI, IIOCYAy U3
WHEPTHOrO MaTepuaia, JOOUHCTKY PEaKTUBOB U Bo3dyxa. MccienoBaHus NpoOBOAMIN Ha
COBPEMEHHOM  CEPUHMHO  BBITyCKaeMOM  OOOPYHOBaHMH:  ATOMHO-3MUCCHOHHBIH
CIIEKTPOMETpP ¢ MHAYKTMBHO cBsizanHOW masmoit iCAP 6500 Duo (Thermo Scientific,
BenukoOpuTaHKsA) U Macc-CIIEKTPOMETpP ¢ MHAYKTHBHO CBA3aHHOM miasmor iCAP-Qc
(Thermo Fisher Scientific, CIIIA), anexrporepmuueckuii Box kKaamusa B KCII
OCYILIECTBIISUIA [PU TIOMOINK TMpUCTaBKu, paspaboraHHoidi BMK «OnrosnekrpoHuKa
(Hoaocubupck). YcmoBus paboTel U 00OpPYyHOBaHHME COOTBETCTBYIOT IIOCTaBJICHHBIM
3aJauam.

Tpersst T1aBa MocBslIeHa pa3paboTKe U OLIEHKE AHAIUTUYECKMX BO3MOXKHOCTEH
uacTpyMeHTATbHBIX ADC-HMCII u MC-UCII metonuk aHaau3a KaJMHsS U €ro OKcHUIa
yucroroii 2N — 4N ¢ MHHHMaJbHON MpoOOMOArOTOBKOM 0€3 KOHUEHTPUPOBAHUA
npuMecei. ABTOp A€TaJbHO M3y4YWII BIMSAHUE MATPUIBI B PACTBOPE Ha aHAIUTHYECKUE
CHTHAJIBl TpHMeced, BBIOpaJl ONTUMAJIBHOE 3HAYEHWE KOHLIEHTPAIMd MAaTPHILIB,
aHAINTUYECKUE JIMHUM (M30TOIIBI), YCJIOBUS aHAIN3a TS OTIpeaeIeHNs OOIBIION IPyYIIIIb]
npumMeceii. B pesynprare pa3paboTaHbl HHCTPYMEHTAIbHEIE METOAMKU aHAIN3a KaaMUs U
ero okcuza: skcnpeccHas meroauka ADC-VCII ananuza, IO3BONAIONIAs ONpPeaesaTh 51
NpUMECh C TpeneiaMud OOHapy)KEHHs Ha ypPOBHE 107 = 10 % wmac.; JKkcIpeccHas
meroquka MC-KCII ananmsa, mo3BoJsomas onpenesiars 49 mnpumecedl ¢ npenenamu
oOHapy>XeHHUs Ha ypOBHE 10® - 10 % mac. HecOMHEHHBIM TOCTOMHCTBOM JMCCEPTAIIAH
SIBJIICTCS TIPOBEPKA MPABWIBHOCTU PEe3y/IbTaTOB aHanu3a. IIpaBMILHOCTE pE3yIbTaTOB
aHaJIy3a MOATBEPIKIEHA CITOCOO0M «BBEICHO-HAWIEHO», METOJOM A00aBOK, CPaBHEHUEM
pe3yJNbTaTOB aHAIW3a METAUIMYECKOrOo KaJMUA C BBEICHHBIMH IPUMECAMH U
NOJTyYE€HHBIX HE3aBUCUMBIM METOJAaMH, pe3yJbTaTaMHM aHajlu3a IOoCYJapCTBEHHOTO
craggaptHoro obopasia kaamus (I'CO 1124-77). B Tabnunax npoBeIeHO COIOCTaBICHHES
XapaKTepUCTUK pa3pabOTaHHBIX METOOWK C JIUTEPaTypHBIMU JaHHBIMH. ABTOPOM
00BEKTUBHO OTMEUEHBI BO3MOXKHOCTH U OIpaHUYEHUS pa3pa60TaﬁH51x METOIUK, 001acCTh

X TpHUMEHEHHsS. METOAUKU TMpPOCTHl B WCIONHEHWH, HE TPeOYIOT CIIOXKHOM
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IPOGOIIOATOTOBKH, SKCIIPECCHBI U XapaKTePU3YIOTC CPABHUTEILHO HU3KUMHU MPE/CTIaMU
oOHapy)eHWs mpuMeceidl 0e3  MCIONb30BaHWSA  KOHIIEHTPUPOBAHHWS — aHAIUTOB.
HecOMHEHHBIM WX JOCTOMHCTBOM SBJIAETCS MIMPOKHM KPYT ONMpENeIAeMbIX IPUMeECei,
3HAUUTENBHO NPEBBIIIAOIIMI BO3MOKHOCTH OITy OJIMKOBAHHBIX PaHEE METOMMK.

B ueTBépTOii IN1aBa MpejCTaBieHa pa3paboTka KOMOMHMPOBaHHBIX ADC-UCII u
MC-UCII MeTOIuK aHaau3a KaAMHUS ¢ KOHIEHTPUPOBAHUEM IPUMECEH sl TOCTKEHUA
HU3KHUX TIpeNesoB ux oOHapyxeHus. OTIAeNeHHe MaTpUllbl OT MPUMEceil peanru3oBaHO
mByMst crocoGamm: 1) oekrporepMudeckuM HcmapenueM (OTH), mo3Bossiommm
pasaenuTh BO BpeMeHHU mocTyluleHdne Kaamusa u mpumecedt B MCIL; 2) cyOnumanuen
KagMHS B BaKyyMe uepe3 IUIEHKY ero OKcuaa. B pesyinbraTe NpOBEASHHBIX
ucciaenoBanuii npu OTU mpumecu ObLIM pasjeliCHbl Ha TPU TPYNIBI: IS KOTOPBIX
HaOMIOMAIOTCS YacTHYHBIE WJIM IIOJHBIE IIOTEPHM Ha CTaAuMd IHAPOJK3a; KOTOPHIC
nocrynaioT B MICIT Ge3 3HAUMMBIX IOTEpb; TYroIVIaBKHE WM KapOupooOpasyiomme
9JIEMEHTHI, aHAIUTUYECKNE CUTHAIBI KOTOPBIX HE OBUIM 3apErUCTPUPOBAHBI IIPU HArpeBe
rpaduroBoit kioBeTsl no 2400 °C. B pesynsrare paspaborana IOTH HUCII A3C
METOVKA, IIO3BOJIAIONIAS OJHOBpEMEHHO ompenenats 20 mpumecedl ¢ TpeaeaaMu
o0OHapyKeHusA 10® — 10° % wmac. IIpu ucmonp30BaHUU CyGIUMALH KaJMUs B BAKyyMe
yepe3 MIEHKY COOCTBEHHOTO OKCHAa KO3()QUIMEHT KOHLCHTPHPOBAHMSA COCTABHIL 100-
150. B coueranuu ¢ mocnenyomum ADC-UCIT u MC-UCII onpenenenreM npuMecei
paspa6oransl Metoauku: ADC-UCII ¢ npenenoM oOHapyxeHus 43 mpumeceii 10® - 10
% mac.; MC-UCII ¢ npexnenom o0HapyxeHus 41 npuMecu 10~ 107 % mac.

B 3axiroueHnd OIMpeeieHbl 00lacTé INPUMEHCHUS KOMIUIEKCa METOAUK, HX
OTIEIbHBIE IPEUMYIINECTBA, MPAKTUUECKOEe NPUMEHEHHWE U MEPCHEKTUBBI PAaCIIHPCHUS
MCCIIeJOBaHM Ha 0OBEKTH, 00/1a1al0IIie CXOKUMHI HU3UKO-XUMUIECKUMHU CBONCTBAMH.

Wrtak, B quccepraruu O.B. JIlyHIOBCKOMN NpPEeIIOXKEH, HCCIEI0BAaH U pa3paboTaH
xomiuieke ycosepuenctBoBanHbIX ADC-MCIT u MC-MCII meTomuk aHau3a KaaMus U
ero OKCHIa, IO3BOJIAIOIIMN ONpENeNATh INUPOKUIl Kpyr IpuMeced ¢ HU3KUMH
3HAYEHMSAMM TPENETOB OOHApyXeHHsI. MeTOIUKU pealn30BaHbl Ha PacrlpoCTpaHEHHOM
COBPEMEHHOM CEPUIHO BBHIIlyCKAEMOM aHATHUTHYECKOM 000pyaoBaHuy. [10 CpaBHEHUIO €
paHee W3BECTHBIMU METOAUKH XapaKTEPU3YIOTCH PACIIMPEHHBIM KPYTOM OIpPENEIACMBIX
npuMecel, HU3KUMH IIpelelaMu OOHapy)KEeHHs psija AHAIUTOB, ONTHMU3MPOBAHHEIMU

cTagusIMHU IIOATOTOBKH Hp06, II03BOJIAIOT pPaMOHAJIbHO HCIOJB30BaTh BO3MOKHOCTH



AHAJIMTHYECKOr0 O00OpYHOBaHWS, BpeMsa U TPyH03aTparbl XUMHUKa-aHAJMTHKA B
3aBHCHMOCTH OT CTEIEHM YUCTOTHI aHATU3UPYEMOU IPOOEL.

HayuHasi HOBM3HA BKJIIOYaeT pa3pabOTaHHBIE M YCOBEPLICHCTBOBAHHBIE METOUKH
C YJIYYIICHHBIMA XapaKTEPUCTUKAMH, PE3yJbTaThl M3y4YCHHs BIMAHUA MATPULbI TIPU
uacTpyMenTanbHoM anammsze Meromamu ADC-HCIT u MC-KCIIL, HOBBIE HaHHBIE O
ITOBEJICHAM HEKOTOPHIX MNpHUMecell Npu KOHLIECHTPHPOBAHMM M BBOJE IpUMEced B
MHIyKTUBHO CBSI3aHHYIO ILIa3My 3JIEKTPOTEPMUYECKUM HCIIAPEHUEM.

[IpakTUyecKas 3HAYMMOCTh. METOAMKH BHEIPEHB B NPAKTHKY AHAIUTHYCCKON
na6oparopun MHX CO PAH u ucnons3yroTcs Ui KOHTPOJIS KauecTBa IMPEKYpPCOPOB U
MaTepUaioB Pa3HON CTENEHH YHCTOTH M HA3HAYEHMsS OT Pa3IMYHBIX [POU3BOXHUTEICH,
I03BOJIAIOT PAllMOHAIBHO WCIIONB30BaTh pecypcsl Jjaboparopuu. PexoMenmyercs
JaibHelIee UCIOMB30BaHUe pe3yibpTatoB paborsl B UXBB PAH, MOHX PAH, UPEA,
HUTY MHCuC, UMET PAH, MI'Y, UIITM PAH wu papyrux opraHu3alusx,
3aHAMAIOIIMXCSA XMMHYECKUM aHAIM30M BELIECTB U MAaTEPUAJIOB HA OCHOBE KaMUS.

B menoM guccepTalys BBINOJIHEHA TINATENBHO, JOCTHTHYTBI — BBICOKHE
AHAINTHYECKHAE pE3yJIbTaThl, OTMETHTh B HeHl CKONBKO-HUOYHb CyIIECTBEHHbBIC
HEJIOCTATKU TPYIHO.

TeM He MeHee, II0 OUCCEPTALIMOHHOW paboTe HMMeEEeTCs DI BONPOCOB U
3aMe4aHui.

1. B MHOTrOYHCJIEHHBIX SKCIIEPUMEHTAX 10 MPOBEPKE NPAaBUIBHOCTU PE3yJIbTaTOB
aHanu3a (CrocoboM «BBEJIEHO-HANICHOY, KaIMUM ¢ BBEIEHHBIMU npumecsMu) Tabdi.7, 8,
13, 19, 20, 23, 24 B croabuax «BBEIEHO», «coAepXkaHHE B 0Opasle» 3HAUCHHS
npuBeleHbl 0e3 XapaKTepUCTHKM IorpemHoctd. HecMmoTps Ha TO, YTO BH3YallbHO
pe3yJIbTaThl COBNANAIOT, IOJE3HO KX CONOCTaBHTh IO KPHUTepHIo (Hampumep, t-
KPUTEPHIO).

2. Ha ctp. 50 B moapasnene «Hcnonv3oeanue a1bmepHAMUBHBIX CROC0006
86edeHus evicokouucmolx 0opazuoe ¢ HCII npu amomHO-IMUCCUOHHOM ORpedeNeHUl
npumeceil» pacCMOTPEHBI TOJNBKO HEJOCTATKH TPAIUIMOHHOTO Crocoba BBOJA MPOOHL,
Ipo albTEPHATHBHEIE HE CKa3aHO HU CJIOBa. 37eCh MOXHO OBUIO Hapsgy ¢
[IHEBMATHYECKNM paCIBUICHHEM, OXapaKTepU30BaTh JJIEKTPOTEPMHUYECKOE HCIApeHHUe,
Ja3epHy0 a0IsIui0, IPOoO6OOTOOP ¢ UCKPOBBIM pa3psIOM. \
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CroeaHuble 3aMeyaHus HE CHIDKAIOT OOIIed MOJIOKUTEIBHOM OICHKH
nuccepramuoHHo padoTsl O.B. JIyHI0BCKOH.

Ony0iIuMKOBaHHbBIE 3 CTaThW B POCCHUMCKUX U 3apyO€KHOM PELEH3UPYEMBbIX
KypHaJlaX, BXOISIUX B IIEPpEYCHb MHIACKCUPYEMBIX B MEXIYHApOJHOU

nHGbOPMAI[IOHHO-aHATMTHYIECKOM CHCTeMe Hay4HOro uuTHpoBanus Web of
Science, a Taxke aBTOopedepaT JOCTATOYHO II0JIHO OTpa)karOT OCHOBHBIC HAYYHBIC
pe3yJIbTaThl JUCCEPTALIUHN.

JTuccepramus O.B. JIyHIOBCKOM, SBISASACE CAMOCTOSITCIBHBIM 3aBEPIICHHBIM

Hay4YHBIM HCCJIETOBaHHEM, [0 00beMy MarepHala, aKTyaJbHOCTH W HOBHU3HE
COOTBETCTBYET KpuTepusM 1. 9 «llonoxeHus o MOpsAKE MPUCYXIACHUSA YIEHBIX
cTereHel», yTBepKIeHHoro nocranonnenueM [Ipasurenscrea PO ot 24.09.2013
Noe 842, a eé aBrop JlynmoBckas Omnbra BiaaguMHpoOBHa 3aCily’KHBaeT

MPUCYKISHUS] YUEHOM CTEINeHU KaHauaaTa XUMHYECKUX HayK II0 CIIEHaIbHOCTH

02.00.02 — aHayTUTHUYECKAd XUMUSL.

OT3BIB paccMOTpeH U onobpeH Ha cemuHape UXBB PAH mno mpobieme «XuMus
BEICOKOYHUCTEHIX BemiecTB» 24.01.2020 r.

OT13bIB NOATrOTOBU.JI
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Kagmunat XMMHYECKHX HayK, CTApIIAM HAYYHBIA COTPYIHUK

3aBenyromuii  JabopaTopueld AHATUTUYECKOH XHMHHM  BBICOKOYHUCTBIX
BEILIECTB, BEAYIUNA HAYYHBIA COTPYIHHUK
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