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BBEJAEHHUE. OBIIIASA XAPAKTEPUCTUKA PABOTHI

AKTYaJIbHOCTh TeMbI HCCIeA0BaHMs. KauecTBO MNpOIyKIHH, BBITYCKAEMOU
METAJUTYPTUYECKUMU MOPEANPUITUIMHA, BO MHOIOM OIPENEHSAETCS pPeE3ybTaTaMU
XMMHYECKOTO AaHAJIM3a HE TOJIBKO METAUIOB M CIUIABOB, HO W BCIIOMOIaTEIbHBIX
MaTepHayioB, B TOM 4uciie peppocmiiaBos, nuakooopaszyromux cMmecent (ILIOC) u pyasi.
[losTOMy HMCCIEenOBaHHUE JIEMEHTHOTO COCTAaBa TAKUX MAaTEpPUAJIOB SIBISAETCS BAXKHOU
aHAJIMTUYECKOU 3amaueid. B HacTosee Bpems Al KOHTPOJISl KadecTBa (peppocCIuiaBoB,
nuiakooOpazyrommx cmeceir u pynubix marepuanioB 'OCT u TY pekoMeHI0BaHBI
METO/bl TUTPUMETPUH, TPaBUMETPUH, criekTpodoromerpun nan AAC, nmo3Bosstonme
IPOBOJUTH OIpeE/eSieHuEe B NMPOoOe TOJBKO OJHOTO KOMIIOHEHTA, a Takke TpeOyrolue
WHJUBUyAIbHOW MPOOOMOATrOTOBKH, pAa3JeieHUs W MACKUPOBAHHUS MEIIAOIIUX
COCIMHEHUW, TEpeBEeIeHUd aHaluuTa B (QopMy yAOOHYIO ISl ONpENENeHUsi, 4TO
CYLIECTBEHHO YBEJIWYUBAECT MPOJOJDKUTEIBHOCTh AaHAIM3a W MOBBIIIAET  €ro
TPYIOEMKOCTb.

Jlist onpefenenysi HOpMUPYEMBIX 3JIEMEHTOB BO BCIIOMOTAaTEIbHBIX MaTepuaax
MEePCIEKTUBHO UCIOJIb30BaHUE MHOT0AIeMeHTHOTO MeToa ADC MCII, moyoKuTenbHO
3apEKOMEHJIOBABIIEr0  ce0sl NpH  aHAIM3€  MaTEepUaJOB  METALTyPrHYeCKOTO
MPOU3BOJICTBA (KOHCTPYKIIMOHHBIX CTajiel, OTHEYMOpOB, HAIUIABOYHBIX MaTepUAJIOB,
HekoTopbiX (peppocmiaBoB). Meton ADC MHCII oOecneunBaer OIHOBPEMEHHOE
omnpejeneHre  OOJBIIOr0  KOJMYECTBA  BJEMEHTOB B IIMPOKOM  JIMAMa3oHe
KOHIICHTpAIMi, BBICOKYIO MPELU3UOHHOCTh U3MEPEHUM, OTCYTCTBHE 3HAYUTEIHLHOTO
BIIMSIHUSL MaTpUUHBIX 3 dekToB. [Ipu aHan3e MUKPOTETEPOTreHHBIX TBEPIBIX P00 IS
YCTPAHEHHsSI TIOMEX, CBSI3aHHBIX CO CTPYKTYpOH W Ui OOJEerdeHus TpaaydpOBKH,
OCOOEHHO TP OTCYTCTBHHM CTaHJApTHBIX 00pa3moB, TpeOyeTcs TMepeBeneHue
aHaJIU3UpyeMbIX TTpo0 B pacTBOp. I 1aBHOM mpobiemoit ais mupokoro BHeapenus ADC
NCII-MeToauk AJisi aHaIM3a MaTepualioB METAJUTypPTHUE€CKOTO MPOU3BOJICTBA SIBISIETCA
OTCYTCTBUE YHU(PUIIMPOBAHHOIO TOAXO0Ja K NPOOOMOArOTOBKE, TOCKOJIbKY B
OJITHORJIEMEHTHBIX METO/MKAX, PEKOMEHJOBAaHHBIX I'OCT, MIPUMEHSIOTCSI
WHUBUyalIbHBIE TIPUEMBI TIPU TEPEBEICHUNA 00pas3iia B pacTBOP B 3aBUCHMOCTH OT

OIpecACIACMOIO 3JICMCHTA.



JIist uHTEeHCU(UKAIMU TIPOIIECCOB MPOOOMOATOTOBKH MEPCIEKTUBHBIM SIBIISIETCS
BCKPBITHE OOpAa3IOB B aBTOKJIABE B YCJIOBHSX MHKPOBOJHOBOTO Harpema. [Ipu sTom
CHUYKAETCS pacxo/i MPUMEHSIEMbIX PEaKTUBOB, MOBBIIIAETCS 0€30MacHOCTh MPOBEACHUS
paboT, a TpPUMEHEHHUE 3aKPBITHIX AaBTOKJIABOB HCKIIIOYAET IMOTEPH JIETy4HX
KOMIIOHEHTOB. [l03TOMy aKTyasbHOW HAy4yHOM M IPAKTHYECKOM 3aJaded SIBIISIETCS
pa3paboTka croco00B MHUKPOBOJIHOBOTO paszioxkeHus ¢eppocmiaBos, [IOC, pyaHbix
MaTepHayioB JUIsl MOCIEAYIONIEr0 OAHOBPEMEHHOIO OMNpE/IETICHUs BCEX HOPMHUPYEMBIX
komrnoHeHTOB MetoaoM ADC MUCII, pemieHue KOTOpOW MO3BOJUT CYIIECTBEHHO
MOBBICUTH MPELIU3UOHHOCTh, PEHTA0ETFHOCTh M 0€30MaCHOCTh IIPOBE/ICHUS aHAJTM3A.

Crenenb pa3pa0OTAaHHOCTH TeMbl MCCIAeA0BAHUA. V3BECTHBI METOAUKHU
aHanuza Qeppocuauinus, ¢eppomaprasiia, mMapraiiia MeTaluIM4ecKoro, geppoxpoma,
beppodocdopa, CUJIMKOKAJbIU, dbeppocuImKomMaprasiia, bepponunodus,
dbeppoBananus, ¢eppoBoibdpama, deppotutaHa wmetoaom PDA,  mumpokoe
UCIIOJIb30BAHUE KOTOPBIX CIAEPKUBACTCS OTCYTCTBUEM CTaHJAPTHBIX OOpPa3IoB C
IIUPOKHMM HHTEPBAIIOM KOHILIEHTPAIMI OMNpEIeIsieMbIX 3JIEMEHTOB, HEOOXOAUMBIX JIs
rpagyupoBKU TpuOOpoB. Omnucanbl MertoAuku onpexaenenus meronom ADC HCII
OTIICJIbHBIX TPUMECHBIX DJEMEHTOB B (QeppoBaHaguu U (HEeppoHUOOMH, a TaKKe
HekoTopeiX KoMmmoHeHToB IIIOC, ogHako cnocoObl MPOOOMOJATOTOBKA MPO0 HE
00eCIeunBalOT OIPEACIICHHEe BCEX HOPMHUPYEMBIX KOMIIOHEHTOB B OJIHOM TIpoOe.
Bo3smoxknoctu wmeroma ADC WCII pns ananuza  ¢eppobopa, CHIMKOKAIBIHUS,
beppotuTana, ¢GepoHUKens, (peppoCHUIMKOLUUPKOHUS, (EPPOCUIIMKOXpPOMA paHee He
M3YyYajuCh.

Hear wu 3agaum  wucciaenoBanHus. llenapio gaHHONW paboOTHI  SIBISIOCH
UCCJIEIOBAHNE YCJIOBUM MHMKPOBOJHOBOM moArotoBku (eppocmiaBos, LHIOC, pyaHbix
MaTepUaJioB M OMpPEACICHUS HOPMHUPYEMbBIX MHUKPO- U MaKpOKOMIIOHEHTOB METOJOM
ADC UCII, a Takxke pa3paboTKka U METpOJOTHYecKas aTTecTalds METOAUK aHaau3a
dbeppoBanamus, Gdepponunodus, QeppoBoiabdpama, deppodopa, CHIMKOKAIBIINS,
dbeppoTuTana, beppoHuKens, (beppOCUITHKOITMPKOHHS, beppocunukoxpoma,

dbepocunukomaprania, MapranieBoit pyasl u H1OC.



JIiss TOCTHXKEHHS TIOCTABICHHOW IEM HEOOXOIMMO OBUIO PElIMTh CIIEIYIOIIHNE
3a/1a4M.

- YCTaHOBHUTH COCTaB PacTBOPOB AJisi BCKpbITHs mpol ¢eppocmiasos, HIOC u
PYIHBIX MaTepUaAIOB B aBTOKJIABE B YCIOBHUSIX MUKPOBOJIHOBOTO HarpeBa;

- OnTuMHU3HUpOBaTh TEMIEPATYPHO-BPEMEHHBIC TapaMeTpPhl PA3IO0KEHUs Mpoo,
00EeCTIIeUNBAOIINE TOJTHOE KOJUYECTBEHHOE TIEPEBEICHHE BCEX KOMIIOHEHTOB B
pacTBop;

- UMByunuTp yCIOBUS aATOMHO-dMHUCCHOHHOTO OTPEICICHUS HOPMHPYEMBIX
KOMITOHEHTOB ¢eppociuiaBo, [IIOC, pynHbIX MaTepuasos;

- Pa3paboTarh 1 METPOJIOTHYECKH aTTECTOBATh MeTOIUKH onpenencaus V, Si, Al,
P, Mn, Cu, Cr B pepposanamuu, Nb, Si, Al, P, Ti, Ta, Sn B depponnoduun, W, Mo, Mn,
Si, P, Cu, As, Sn B depposoasbpame, B, Al, Si, Cu, P B deppobope, Si, Ca, Al, P B
cimkokaneiuy, T1, Si, P, Al, Cu, Mo, V, Sn, Zr B depporutasne, Ni, Fe, Cu, Co, As B
¢depponukene, Zr, Si, Al, P, Cu B deppocunukonupkonun, Si, Cr, P B
dbeppocumukoxpome, Mn, Si, P B peppocrnrkomapranme, Mn, SiO,, P, Fe, CaO, MgO,
Al,O3 B maprannesoii pyne, CaO, SiO,, MgO, Al,0s;, K,0, Na,0, MnO, Fe,03, P,0s,
TiO, B LIIOC metogom ADC UCII B coueTaHHH ¢ MUKPOBOJIHOBOM IIPOOOIIOATOTOBKONA.

Hay4nasi HOBU3HA:

1. [IpensioxkeHsl HOBBIE CIOCOOBI BCKpbITUSA TIpoO deppociaBos, LIOC u
PYJIHBIX MaTEPHAJIOB B aBTOKJIaBE B YCJIOBHUSX MHUKPOBOJIHOBOTO HarpeBa. OO0OCHOBaHbI
COCTaBbl KHCIIOTHBIX CMECEH, CIOCOOCTBYIONIUX TIOJHOMY PACTBOPEHHIO BCEX
KOMIIOHEHTOB ~ TPo0, W  TEMIIEpaTypHO-BPEMEHHBIE TapaMeTphl  Pa3JI0KEHUs,
CHIDKAIOITUE TIPOJOJIKUTEITHFHOCTD MPOOOIOATOTOBKH U €€ TPYA0EMKOCTb.

2. OOOCHOBaHbI ~ YCJIOBHSl ~ ONpEAENICHUS  HOPMUPYEMBIX  Makpo- U
MUKPOKOMITOHEHTOB B aHanmm3upyeMbix mpobax meromom ADC UCII. YcranosneHo,
4TO TPUMEHEHUE BHYTPCHHETO CTaHAapTa TNPHU ONPEICICHUU psia dJICMEHTOB B
dbeppoBanaguu, (epponnodbun, deppoBoabdhpame, deppodope, CHUIUKOKAIBIIUH,
dbeppoTuTane, dbepponukerne, beppocunrkoxpome, beppocuImKkoMaprasiie,

Mapranueso pynpe, LIOC, a Takke mNpoBENEHUE OINPEAEIECHUS HOPMHUPYEMBIX
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KOMITOHEHTOB I10 CYMMapHOW WHTEHCHBHOCTH AaHAJMTHYECKHX JIMHHA II03BOJISICT
CYIIIECTBEHHO YJIYYIIUTh METPOJIOTHUYECKUE XapaKTCPUCTUKH aHATN3a.

3. [Toka3aHa BO3MOXXHOCTb TPaTyHMPOBKH CHEKTPOMETpPA IO CTAHIAPTHBIM
oOpasiam MapraHIiia METaJZTHYCCKOTO, dbeppomapraniia, KOHIICHTpaTa
MapraHieBOpyAHOr0 W  (moca  CBapOYHOTO  TUIABJICHOTO  TIPU  aHAIHA3E
beppocuaIMKoMapraHiia ¥ MapraHIieBoOi pybl, a Tak)Ke CTaHAAPTHBIX 00pa3I[0B IIIAKOB
JIOMCHHBIX, CTaJICTUIaBHIIBHBIX, KOHBEPTCPHBIX U (DIIOCOB CBAPOYHBIX ILIABJICHBIX MPH
ananuze [IOC.

4, [TpoBeaeHa MeTpoOIOTHYECKAs aTTeCTallus METOAuK onpeaenenus V, Si, Al,
P, Mn, Cu, Cr B ¢pepposananuu, Nb, Si, Al, P, Ti, Ta, Sn B pepponnodun, W, Mo, Mn,
Si, P, Cu, As, Sn B deppoBoasdpame, B, Al, Si, Cu, P B deppobope, Si, Ca, Al, P B
cunmkokaneiuy, T1, Si, P, Al, Cu, Mo, V, Sn, Zr B pepporutane, Ni, Fe, Cu, Co, As B
depponmkene, Zr, Si, Al, P, Cu B deppocwmukorupkonnu, Si, Cr, P B
dbeppocumukoxpome, Mn, Si, P B peppocunukomapranme, Mn, SiO,, P, Fe, CaO, MgO,
Al,O3 B maprannesoii pyne, CaO, SiO,, MgO, Al,0s;, K,0, Na,0, MnO, Fe,03, P,0s,
TiO, B IIOC ¢ moMoIIpio CTaHAapTHRIX 00pa3loB U IMyTeM CPaBHEHHS C Pe3yIbTaTaMu
aNbTCPHATHBHBIX METOJOB aHaju3a, TII0Ka3aBIllas OTCYTCTBHE CHCTEMATHYCCKUX
OIMMMOOK B pe3yibTaTaxX OMPEIACICHUS BCEX HOPMHPYEMBIX 3JIEMEHTOB M BBICOKYIO
MPEIU3HOHHOCTD.

Teopernueckasi 1 MPAKTHYECKAS 3HAYMMOCTh PadOThI.

Pa3paboTan KOMITJIEKC METOAWK ONpPEICICHUS HOPMHPYEMBIX KOMIIOHCHTOB B
dbeppocmmaBax, IIIOC u pyaneix marepuanax merogom ADC HCII, Bxirodaromumx
MPEIBAPUTEILHYIO aBTOKJIABHYIO TPOOOIIOATOTOBKY B YCIOBHSIX MHKPOBOJHOBOTO
marpesa: V, Si, Al, P, Mn, Cu, Cr B deppoBanamuu, Nb, Si, Al, P, Ti, Ta, Sn B
beppornodun, W, Mo, Mn, Si, P, Cu, As, Sn B deppoBonsppame, B, Al, Si, Cu, P B
dbeppodope, Si, Ca, Al, P B cunukokaneuuu, Ti, Si, P, Al, Cu, Mo, V, Sn, Zr B
dbepporurane, Ni, Fe, Cu, Co, As B depponukene, Zr, Si, Al, P, Cu B
deppocunmukornpkonnu, Si, Cr, P B ¢eppocunukoxpome, Mn, Si, P B
dbeppocumukomapranie, Mn, SiO,, P, Fe, CaO, MgO, Al,O; B mMapranueBoii pye,
Ca0, SiO,, MgO, Al,O;, K,0, Na,O, MnO, Fe,03, P,Os, TiO, B IIIOC.



Pa3zpabGoTtanusie METOIUKHU MO3BOJISIFOT CYILIECTBEHHO COKPATHUTh
MPOJIOIKUTEILHOCTh aHAJIN3a, PACXO0Jl XMMHUYECKHUX pPEareéHTOB, YMEHBIIUTh MaccCy
HAaBECKH TIPOOBI, a TakkKe OOCCIEUYMBAIOT OIpPEACIICHHEe BCEX HOPMHUPYEMBIX
KOMITOHEHTOB B 0JIHOM mpo6e. [IpaBumiibHOCTh pa3pabOTaHHBIX METOJUK MOJTBEpPKIACHA
nyTéM a"anu3a CO, comocTaBieHUEM Pe3yJIbTaTOB aHaM3a C JAaHHBIMU, TTOJTyYEHHBIMU
CTaHJAapTHBIMU METOJIAMHU.

Pa3paboTanHbpie METONUKH anpoOMpOBaHbI LEHTpasbHON Jaboparopueit [TAO
«HJIMK». Metoauka onpenenenus Si, Ca (PP.1.31.2017.28287) B CHIUKOKAIBIHH
BHeceHa B «®DenepanbHblii MHPOPMAIMOHHBIA (QOHII 1O OOECIEUEHUI0 €IUHCTBA
n3Mepennity. Meronuka omnpenenenus V, P, Cr B QeppoBanaguu BKIIOYCHA B
TexHonoruueckuii pernameHt (AM 05757665-072-411-2016) u BHenpeHa B MPaKTUKY
nabopatopuit [TAO «HIIMK».

Metogo/iorusi MW MeTOAbI  HCCJeNOBaHUA. PazjiokeHWe  MaTepHuayioB
METAJUTYpPTrUYECKOr0 MPOU3BOJCTBA MPOBOJAUIN C HCIOJIB30BAHHEM MHUKPOBOJIHOBOIO
HarpeBa po0 B 3aKpbITHIX aBTOKJIaBax. [I0JIHOTY mepeBeieHrs 1ETEBbIX KOMIIOHEHTOB
B pacTBOp KOHTpoaupoBaiu ¢ npuMeHennem CO metonom ADC UCII.

IHos0keHus1, BHIHOCUMbIE HA 3aIIUTY:

- COCTaBbl PEAKIIMOHHBIX CMECEH M PEKMMbl aBTOKJIABHON MPOOOMOATOTOBKHU B
YCJIOBUSIX MUKPOBOJTHOBOTO HarpeBa Jijisi BCKphITus heppocmiaBos (PBa, ®B, ®b, CK,
®Tu, ®H, ®Cllp, PCX, ®CMH), [IIOC u pynHBIX MaTepuaoB, 00SCIICUNBAIOINC
KOJIMYECTBEHHOE MEPEBEICHUE MPOOKI B pacTBOP 0€3 MOTEPh JIETYUMX KOMIIOHEHTOB;

- pe3ynbTaThl HUCCJIEAOBAHMS M OCOOCHHOCTH OMPEIEICHUS HOPMHPYEMBIX
KOMMOHEHTOB B (peppocmnaBax metogom ADC UCII;

- OCOOGHHOCTM TpaayupoOBKH  crmekTpoMmerpa mnpu  aHamuze IIOC,
dbeppocuamKoMapraniia U MapradieBOl pyabl B OTCYTCTBHH CTaHIAPTHBIX 00Pa3IloB;

- KOMIUIEKC MeToauK aHanu3a ¢eppocmiaBoB, IOC, pyaHbix MaTepuaioB
meronoM ADC HWCII ¢ wucnonb30oBaHMEM MHUKPOBOJHOBOW MPOOOIIOATOTOBKH,
pPE3yNbTaThl METPOJIOTHYECKON aTTeCTAIlMM pa3pabOTaHHBIX METOJIWK IyTEeM aHaJn3a
CO wuau comocTaBlieHUs] pe3yJbTAaTOB aHaldW3a IPOU3BOACTBEHHBIX OOpa3loB C

JaHHBIMH, ToaydyeHHbIMU ["OCTupoBaHHBIMH METOAAMH aHAJIU3A.



CreneHb [0CTOBEPHOCTH W amnpodaunusi pe3yabTaToB. J{OCTOBEPHOCTH
MOATBEPAKACHA METOJlaMM  MaTeMaTH4YeCKOW CTaTUCTUKM W COINOCTaBJICHUEM
pEe3yabTAaTOB, MOJYYEHHBIX MO pa3paboranHbiM Mertoaukam ADC HWCII ananuza,
BKJIFOYAIOIIMM MHUKPOBOJIHOBYIO MPOOOMOJTOTOBKY, U MO CTaHJAPTHBIM METOJIHUKaM
(TUTpUMETpUH, TPAaBUMETPHUH, criekTpodoromeTpun, AAC).

OcHOBHBIE  pe3yNbTaThl  JUCCEPTAIMOHHOW  paOOThl  MPEJCTABICHBI  Ha
CJIEIYIONMX KOH(PEPEHIMIX: MEXKIYHAPOJAHOW HAyYHO-TIPAKTUUYECKON KOH(pEpEeHIIUU
«CoBpeMeHHasi METaJUTyprusi Hauajaa HOBOTO ThIcsueneTus», Jlunerxk, 2015, 2016; XX
MenpeneeBckoM cbhe3zie Mo o0Ie u mpukiagHoi xumuu, ExatepunOypr, 2016; X
Bceepoccuiickoii HayuHoi koHpepeHunn «Ananutuka Cubupu u Jlansnero Boctokay,
bapnayn, 2016; XXVI, XXVII, XXVIII Poccuiickoil MOI0AEKHON HAayYHOU
KoH(epeHIIMH ¢ MeXAyHapolIHbIM yuacteMm «lIpoGnembl TeopeTHUecKO U
AKCIEpUMEHTaNbHOU Xxumumny, ExarepunOypr, 2016, 2017, 2018; III Bcepoccuiickoii
MOJIOZISKHOU KOH(epeHInu «JloCTHKEHUS MOJIOABIX YYEHBIX: XUMHUYECKUE HAYKW»,
VYa, 2017; Tperbem chesnie ananutukoB Poccun, Mocksa, 2017.

Hyoankamuu. Ilo Marepuanam aucceprauud onyOJMKOBaHO 4 CTaTbu B
*KypHanax, xoasammx B [lepeuens BAK u 11 Te3ucoB nokmnanos.

Crpykrypa u 00bém auccepranmu. /luccepranroHHas paboTa H3JI0XKEHA Ha
124 ctpaHuiiax MEYaTHOrO TEKCTa, BKIIOYAaeT / PHUCYHKOB, 25 Tabmui. CocTout u3
BBEJICHMsI, 0030pa JUTEPATyphl, IKCIEPUMEHTATHHOM 4YacCTH, TJaB pPE3yJbTaTOB U
00CYXJICHH, BBIBOJIOB U OMOIHOTpaguIecKoro crrcka, Bkitodaromero 104 ccpuiku Ha
paboThl, TPUIIOKEHHs, B COCTaBe KOTOporo 6 Tabswuil, / akTOB ampoOanud u 2
CBUETEILCTBA 00 aTTECTAIUH.

JIuuHBI BKJIAJ aBTOPa COCTOSJI B y4YacTMM B OOIIEH MOCTAaHOBKE 3ajad
UCCIIEIOBAHUSI, CUCTEMATU3alluU JIMTEPATYPHBIX JAHHBIX, MOArOTOBKE, MIAHUPOBAHUU
U TPOBEJACHUU DKCIEPUMEHTAIBHBIX HCCIEI0BaHUM, 00pabOTKE M HWHTEpIpETaINU
MOJIYYCHHBIX PE3YyIbTaTOB, MPAKTUYECKON ampoOaiuu M aTTecTaluyd pa3padOoTaHHBIX

MCTOJUK aHaJIN3a.
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| OB30P JIMTEPATYPbI

I'nasa 1. O01mas xapakrepucTuka ¢gpeppocmiaBos. Meroasl aHaau3a
(¢eppociiaBos

®eppocIuiaBpl — 3TO KOMIIO3MIIMM HAa OCHOBE WJIM C IMPUCYTCTBUEM 3Kelie3a B
COYETAHUU C JPYIMMU MeTalaMd uiau HeMetaimiamu [1]. B Merammypruyeckoii
MPOMBIIIUICHHOCTH UX MPUMEHEHUE CBSI3aHO C TaKMMU Ipolleccamu, KaK JerupoBaHUE
CTaJIel W CIUIAaBOB ISl MPHUAAHMS OTIMBKAM HEOOXOJIUMBIX JOMOIHUTEIbHBIX CBOMUCTB,
a TaKKe pacKHUCJICHHE U Jecyiabdypalus pacIulaBICHHBIX METAJUIOB ISl yAaJeHUs
KHCIOpoaa W cepbl M3 pacruiaBa [2-9]. Haumbomee mmpokoe mpHMEHEHHE B
IIPOU3BOJICTBE MOJYUYWIH Takue QeppociuiaBel Kak (eppoBaHaauii, (peppoHUOOUi,
dbepporutan, GeppoBoiabdpam, Geppodop, CUIUKOKATIBIUNA U (HeppOCUITMKOMApTraHell.
Kpome OCHOBHBIX 3JIEMEHTOB, BBICTYIAIOIIMX B KadyecTBE JIETUpYIOIIEH 00aBKH, B
deppociuiaBax TakKe HOPMHUPYIOTCS COAEpKaHUs TMpPUMECEH, KOTOpPhIE MOTYT
OKa3bIBaTh HETATUBHOE BIIUSHHE HA KAYECTBO M MEXAaHMYECKUE CBOMCTBA IMOIy4aeMOM
ctanu. IlosTomMy ompeaeneHUe XUMHUYECKOTO cocTaBa (EeppOCIUIaBOB  SBIISIETCS
HEOOXOMMBIM JJIsl 00ECIIeUeHUs] KOHTPOJIST MPOTEKAHUSI TEXHOJIOTHYECKOTo Mpolecca

MCTAJLITYPIru4CCKOIo Impou3BoaCTBaA.

1.1. CranagapTHbie MeTObI aHAIU3A (PEPPOCIIIABOB

Cospemennbie ['OCT u TV periiameHTHpPYIOT B pas3Iu4HBIX (eppocmiaBax
comepkanne 5 — 12 »siaeMeHTOB, OOYCIaBIMBAIOIIUX HEOOXOIUMBIE CBOICTBA
MatepuanoB. J[o HacTosimero BpeMeHHW Ui aHaiau3a (PeppociuiaBOB PEKOMEH/IOBAHbI
KJIACCUYECKUE OJHODJIEMEHTHBIC aHAJIUTHYECKUE METOJIbI, TaKU€ KakK, TUTPUMETPUS U
rpaBUMeTpusi, a Takke wMeroasl Goromerpun u  AAC, xapakTepuzyroumecs
3HAUUTEITLHON  TPOJOJDKUTEIBHOCTBIO W TPyAoEéMKOCcThio. OHHU  TpeOyroT
UCIIOJB30BaHUs ~ OOJBIIOTO  KOJMYECTBA  PEareHTOB M WHIWBHUAYaJIbHOU

IPOOOITOATOTOBKH IIPH OIPEACIICHUH KaKI0T0 dJIeMeHTa (Tabimma 1).
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Tabmuua 1 — CrocoObl onpeneneHuss UHANBUAYATbHBIX KOMIIOHEHTOB (PEppOCILIABOB

10 CTaHAAPTHBIM MCTOIaM

OOBeKT I'oCT Crioco6 pasnokeHus Meroaurka onpeaeneHus
1 2 3 4
Docghop
®Ho I'OCT 15933.3  |CninaBnenue o6pasiion
®Tu TOCT 14250.4 |C HEPOKCUIIOM HATpHs | Pomomempuueckuti Memoo.
OCHOBaH Ha o0pa3oBaHUU
®B I'OCT 13217.5
A Oc dhochopHOMONTMOICHOBOM
®B I'OCT 14638.3 Pasioskerie B cmecy | TCTEPOTIOMHKHCIIOTHI C
®b FOCT 14021.5 | asornoii, miasukosoii i |0 o oMM
. BOCCTAHOBJICHUEM ee 10
CK ['OCT 14858.3  |XJIOpHOHU KHCJIOT
KOMILIEKCHOT'O COCTMHCHHS,
d®CX  |I'OCT 13201.6 OKPAIIEHHOTO B CHHMH I[BET
®CMu |I'OCT 16591.5
Kpemnuii
®HO I'OCT 159334
®B I'OCT 14638.4
CrnaBnenue 00pasIoB 5
db I'OCT 14021.4 ¢ TTEPOKCHIOM HATPHS I’ pasumempuueckuii memoo:
dCX TOCT 13201.2 P P BBIZICIICHUE KPEMHHS B BUJE
KPEMHUEBOM KHUCJIOTHI,
©CMu |I'OCT 16591.4 NpPOKAIMBAHME 0  JUOKCHJIA
CK TFOCT 14858.4 CraBrneHne 00pasLOB|kpemHust W ymaleHHE B BHIC
' C TMAPOKCUJIOM KaJlMsl | terpadTopua KpeMHUS
dTu TOCT 142507 |PasinoxkeHue B CMeCH
CEpHOM ¥  a30THOMU
®Bx I'OCT 132174 |1 pcnor
Mapzaney
Pasiokerie B CMeCH Tumpumempuyeckuii Memoo:
®CMu |I'OCT 16591.3 |a30THOM, IJIABUKOBOU U ocHoBar fa ORHCICHIH
XIIOpHOI KHCIIOT Maprasiia J0 TPEXBaJECHTHOIO
pPacTBOPOM NEpMaHTaHATA KaJIUS
Paznoxenne B cmecu|AAC B IUIaMEHU AallE€THIICH-
®Bni I'OCT 13217.6 |cepHOH, IUIaBUKOBOM H|BO3AyX MpHU JJIWHE BOIHBI 279,5

a30THOU KUCJIOT

HM
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1

2

3

4

®B

I'OCT 14638.5

Paznoxenue B cmecH
IUIaBUKOBOM, a30THOM,
CEpHOU u
opTodochopHOit

KHCJIOT

DomomempuyecKuti Memoo:
OCHOBAaH Ha 0o0pa3oBaHUH
OKpAIIEHHOTO pacTBopa
MapraHiioBOH KHCIOTHI IyTEM

OKHUCJICHUA IICPUOAATOM KaJIUA

Anromunui

dBn

I'OCT 13217.7

Paznoxenue B cmecu
COJIIHOM UM  a30THOU

KHCJIOT

PHO

I'OCT 15933.7

®b

['OCT 14021.8

CrutaBienue o0pasioB

C IICPOKCUZIOM HATPUA

CK

['OCT 14858.7

Paznmoxxenue B cMmecu
IJIaBUKOBOM, a30THOU U

XJIOPHOM KUCJIOT

dTu

I'OCT 14250.6

Paznoxenne B cmecu
IJIABUKOBOM, CEPHOM U

a30THOU KUCJIOT

Tumpumempuueckuul Memoo:.

OCHOBAaH Ha o0pa3zoBaHUH
KOMIUIEKCHOT'O ~ COEIUHEHHS C
TpwioHoM b u  oOparHom
TUTPOBAaHUU M30bITKA TpuiioHA b
pacTBOpOM IUHKA B
OPUCYTCTBUM  KCHJICHOJIOBOTO

OpaHKCBOI'O

Meow

dBn

I'OCT 132179

Paznoxxenue B cmecu
CEpPHOM, TJIABUKOBOM U

a30THOU KUCJIOT

®B

I'OCT 14638.9

Paznoxxenue B cMmecu
COJITHOM, a30THOM WU

CEpHOM KHUCJIOT.

Ob

I'OCT 14021.7

Paznoxenne B cmecu
TJIABUKOBOM W XJIOPHOM

KHCJIOT

OTu

['OCT 14250.5

Pasnoxxenne B cMmecu
CEpHOM ¥  a30THOMU

KHCJIOT

AAC B

BO3/YyX MpHU JJIMHE BOJIHBI 324,8

IJyaMCHH  allCTHUIICH-

HM
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1

2

Xpom

dBn

I'OCT 13217.8

Paznoxenue B cmecu
CEpPHOM, IUIABUKOBOU U
a30THOU KUCJIOT

Tumpumempuyeckuii Memoo:

OCHOBaH Ha TNPEIBAPUTEITHLHOM
OKHCIICHUH Xpoma
nepcyiabharoM  aMMOHHS IO
IIECTUBAJICHTHOTO COCTOSIHUSL U
OTpeIeICHUH METOJIOM
00paTHOTO TUTPOBAHUSI U30BITKA
JIBYXBaJICHTHOTO xKesesa

pacTBOpPOM IEpMaHraHaTa Kajaus

OCX

['OCT 13201.1

Paznmoxxenue B cMmecu
IUIABUKOBOM, a30THOM U
CEpHOM KUCIIOT

Tumpumempuyeckuii Memoo:

OCHOBaH Ha OKHCIICHUH XpOMa U
BaHaJUs nepcysbdarom
aMMOHUS B MPUCYTCTBUH
a30THOKHUCJIOTO cepedpa,
TUTPOBAaHUU CYMMBI BaHaJWsS |
Mopa 51

XpoMa  COJIBIO

MMoCJICAYIOIICM OKHUCJICHUHU
BaHausA IICPMAHTI'aHATOM KaJIu:Ad

Y TUTPOBAHUE €T0 COJIbI0 Mopa.

Tuman

PHO

I'OCT 15933.8

Pasnoxxenne B cMmecu
JIABUKOBOU M a30THOM

KHCJIOT

Domomempuyeckuil Memoo:.

OCHOBaH Ha o0pa3zoBaHUH
OKPAIIICHHOTO KOMIUIEKCHOTO
COCIMHCHUS TUTaHa C

JUAHTHUIIUPUIIMCTAHOM

dTn

I'OCT 14250.1

Paznoxxenue B cmecu
CEpHOM W  a30THOM

KHCJIOT

Tumpumempuueckuii Memoo:
OCHOBAaH Ha BOCCTaHOBJICHUU
TATaHa /10  TPEXBAJIECHTHOIO
COCTOSIHUS u TUTPOBAHUU
pacTBOpOM TPEXBAJIEHTHOTO
’KeJjie3a B MPUCYTCTBUH POJIAHUI-

HOHOB
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1 2 3 4
Onoeso
CrnaBnenue 00pasuoB | DomomempuuecKuii Memoo:.
®HO I'OCT 15933.14
C IIEPOKCUJIOM HATpUsl |OCHOBaH Ha 00pa3oBaHUM
Pasnoxxenne B cMecH |OKpaIIEHHOTO COCIMHCHUS
dTu I'OCT 14250.10 |cepHod W  a30THOM |0JIOBA c
KHUCIIOT napanuTpodeHunpIyopoHoM
DOTOMETPUUECKHI METO/;:
Paznoxxenne B cMecu
. . |OCHOBaH Ha dbaoTanuu
dB I'OCT 14638.13 |ILUIaBUKOBOM, a30THOHU U
. KOMILJIEKCHOT'O COCTUHEHUS
CEpHOI KUCIIOT
0JI0BA C TaJJICHHOM
Monuboen
CHHaBHeHI/Ie O6pa3L[OB QOMOMempuquKud Memod.'
©B I'OCT 14638.8 C IIEPOKCUJIOM HATPUS OCHOBAH Ha 06pa30BaHHH
OKpAaIIEHHOTO KOMIIJIEKCHOT'O
Pasnoxenne B cMecH COEMHECHUS IISITUBAJICHTHOT'O
OTu I'OCT 142509  |cepHoM M @30THOM|\ /o uGnema ¢ THOLMAHATOM
KHCIIOT aMMOHMS
Banaoun
Tumpumempuuecxkuul Memoo:.
®Bx TOCT 13217.1 OCHOBaH Ha OKHCIJIEHUU
PaznoxeHne B CMECH |UETHIPEXBAJICHTHOIO BaHAIUS 10
CEpHOM W  A30THOM |[ISITUBAJICHTHOTO COCTOSIHUS
KHCJIOT MepMaHraHaTOM KaJus v
dTu I'OCT 14250.8
MOCJEAYIOITUM TUTPOBAHUEM
pactBOpoM cosn Mopa
Cymma Huoous u manmana
I’ pasumempuueckuii memoo:.
OCHOBaH Ha BBIJICIICHUH
HHOOHEBOI u TaHTAJIOBOM
Paznoxenne B cmecu
. . | KHCJIOT nyTeM KHCJIOTO
DHO I'OCT 15933.5 |IUTaBUKOBOU W a30THOU
rUApoau3a B NPUCYTCTBUHU

KHCJIOT

TaHHHWHA, IMpOKaJIMBaHUHN )51
B3BCIIMBAHNUM B BHAC CYMMBbI

OKCHJIOB HUOOMS U TaHTaja
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1 2 3 4
Boavgppam
I'pasumempuueckuii memoo:
Paznoxenne B cmecu
. . |OCHOBaH Ha THIPOIUTUYECKOM
®B I'OCT 14638.1 |II1aBUKOBOM M a30THOU
BBIJICTICHUN BOJIb(ppama B
KHUCJIOT
MIPUCYTCTBUHM HUTpaTa aMMOHUS
bop
Tumpumempuyeckuii Memoo:
OCHOBaH Ha 00pa3oBaHUU
CmiaBinenue 00pa3loB | KOMIUIEKCHOTO COCUHEHUS
®b ['OCT 14021.1 . .

C IEPOKCUJIOM HATpusi |OOPHOW KHUCJIOTOM U TUTPOBAHUU
1IEI0YbI0 B IPUCYTCTBUH
dbenondranenna

Kanvyui
Tumpumempuyeckuti Memoo:
Pa3noxxenne B CMeCH|OCHOBaH Ha TUTPOBAHUU
CK I'OCT14858.6 IJIABUKOBOM, Q30THOW U |KaJbLMSA PaCTBOPOM TpUJIOHA b B
XJIOPHOM KHUCIIOT MPUCYTCTBUM  (IIyOpEeKCOHA U
TUMOJI(TanenHa
Muvtubax
DomomempuuecKui Memoo:
CnnaBnenue 00pasloB |OCHOBaH Ha o0pa3zoBaHUH
®B ['OCT 14638.15 .
C IEPOKCUJIOM HATPHUSI | MBIIIBLIKOBO-MOJIMOIEHOBOM
reTEPONOJIUKUCIOTHI
Hupxonuu
DomomempuuecKuil Memoo:
Paznoxxenue B cMecH |OCHOBaH Ha oOpa3zoBaHUH
dTu I'OCT 14250.11 CEepHOM W  a30THOM | KOMILIEKCHOTO COCIMHCHUS
KHCJIOT HUPKOHHUS C  KCUJICHOJIOBBIM

OpPaHXKEBBIM

Takum o00pa3zom, Hamie BCEro Ui pasjokeHUs (HeppocCIIaBOB HCIIOIB3YIOT

KHCIIOTHOE€ pPAcTBOPEHHE B OTKPBITHIX cucTteMax. Hecmorps Ha MHOrooOpasue

PCAKINOHHBIX KHCJIIOTHBIX CMGCGﬁ, HC yaacTCsa AOCTUYL IMOJIHOT'O IICPCBCACHUS BCCX

9JICMCHTOB B paCTBOp oe3 IIOTEPHb B BUJC JICTYUYHX COCJIMHECHMHU. CriaBiieHHE HABECKH C
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Pa3IMYHBIMU TUTABHSAMHU OTPULATEIBHO CKa3bIBAETCSI HA CKOPOCTH MPOBEACHUS aHATN3a
324 CUeT MHOTIOCTaAMMHOCTH mpouecca. [lpu  uUCMONB30BaHUM  CTaHJAPTHBIX
OJIHORJIEMEHTHBIX METOJIOB aHAJIM3a CyMMapHOE BpEMs, 3aTPAYEHHOE Ha ONpE/IEICHUE
BCEX HOPMHUPYEMBIX KOMIIOHEHTOB B Ipobe, MoxeT gocturath 18 gneil. [loatomy
CYIIIECTBYET HEOOXOIUMOCTh Pa3pa00TKH HOBBIX, MHOTOAJIEMEHTHBIX METOJUK aHAIHM3a
dbeppocIiaBoB ¢ MPUMEHEHUEM COBPEMEHHOTO aHATUTHYECKOTO O0OpYIOBaHUS IS
oOecrieueHusi OBICTPOTO U PEHTAOETHLHOTO ONPENEICHUSI JJIEMEHTOB C BBICOKOMN

MNPCOU3NOHHOCTBIO U ITPABUJIBHOCTBIO.

1.2. TlpuMeHeHHE METOAOB PEHTIeHO(IyOpPeCIeHTHOI U ATOMHO-
IMHUCCHOHHOM CIIEKTPOMETPHH /JIsl aHAIu3a (peppOoCIIaBOB
B Hacrosmiee Bpems UIA  aHaIM3a TEOJOTHYECKHX, KOKCOXMMHYECKHUX,
KepaMHUUYECKHX, [IUTAKOBBIX, OTHEYTIOPHBIX, CTPOUTEIBHBIX U TPYTHX
TIPOU3BOICTBEHHBIX MaTepHaoB aKTUBHO Pa3BUBAIOTCS METO]TbI
PEHTTeHO(DTYOPECIICHTHON M aTOMHO-3MHUCCHOHHOM criekTpoMeTpuu [10-16].

Metoa peHTreHodIyOpeCeHTHON CIeKTPOMeTpUM. TeHAeHunn pa3BUTHS

HKCIIPECCHBIX METOJIOB HAIMpPABJIECHbl HA TMPOBEACHUE MPSAMOIO aHalM3a TBEPAbIX
00pas1oB, YTO HAKJIAJBIBAET ONpeesieHHbIe TpeOOBaHMsI HA UX TOMOT€HHOCTh. OaHUM
U3 COBPEMEHHBIX CIIOCOOOB MHOTORJIEMEHTHOI'O aHAJIM3a MPOMBIIUICHHBIX MAaTepUasoB
SBIIIETCS. ~ METOJ,  PEHTTeHO(IYOPECLEHTHONM  CIIEKTPOMETPUH,  OTIMYAIOLIUICS
IPOCTOTON U 3KCHPECCHOCTHIO MO CPABHEHUIO C KJIACCUYECKHMMM METOJIaMU «MOKPOMH
XuMun». [J1aBHBIM JOCTOMHCTBOM PEHTTEHO(MIYOPECIIEHTHOTO METoAa SIBISETCS
BO3MOXXKHOCTh C BBICOKOM CKOPOCTBIO BBINOJHATH aHalu3 (GeppociiiaBoB  0e3
NPEeIBAPUTEIHLHOTO MEepeBeIeHUs NPOObI B PaCTBOP, IPUUEM CYIIECTBYET BO3MOKHOCTh
OJTHOBPEMEHHOTO OTIPE/ICICHUS KaK MUKPO-, TaK U MaKpOdJIeMeHTOB [17].

BaxxapiM »sTamoMm B TpoBeneHHH peHTreHodiyopecienTHoro ananmsa (PDA)
ABJIIETCS] IOATOTOBKA MccaeayeMoro oopasua. HeooxoaumeiM TpeOOBaHUEM SIBISIETCS
JIOCTaTOYHO pOBHAas o0OiydaeMas TIOBEPXHOCTh, OO€CMeUMBaroiasi 3aBHUCUMOCTb
MHTCHCUBHOCTH AHAJIWTUYECKOW JUHUM TOJBKO OT KOHILIEHTPALUU OIpPEAeIsieMOro

JJIEMEHTA. BiusHue BCEX OCTaIbHBIX q)aKTOPOB JOJIDKHO OBITh HCKIIIOYCHO WJIH



17

CTaOMIIM3UPOBAHO.

Hnst mpoBenenus PDA nHambomee mTPOCTHIM CHOCOOOM TIOATOTOBKH TTPOOBI
SIBJISIETCSl U3TOTOBIIEHUE TAOJIETKH, KOTOPYIO (GOPMHUPYIOT U3 MPOOBI HA MOJJIOKKE U3
OopHOM KUCTOTBHI MMOJ TmpeccoM. llpenBapurenbHo mjis MUHUMU3ALMK 3HEHEKTOB
paccessHUsA W3IIy4eHHs] Mpoda MOJDKHA OBITH TIIATENBHO HW3MENbUYeHA JI0 YAaCTHII,
pasmepom He Oosiee 30 mMxm [18], 4TO yCOXKHSET TpoIEecC MOATOTOBKU OOpa3IloB K
aHanuzy. [ MexaHudeckol yCTOMYMBOCTH TaOJETKM MO MeEpe HEOOXOIUMOCTH
INPUMEHSIOT CBS3YIOLIME MaTEpHUAJIbl, HAPUMEpP, LEJUII0I03y WM MOJMBUHUJIALETAT
[19]. Tlpum wuccrnenoBanuum ycioBuii PDA deppocumukoMapraniia B KadecTBE
CBA3BIBAIOLIEH [OOABKM MCIOJIb30BAIM >KEJAaTUH. lIpuMeHeHne JaHHOro peakTHhBa
CIIOCOOCTBOBAJIO  YJAYUYLIEHUIO KayecTBa TMOBEPXHOCTH TaOJIETKH, YMEHBIICHUIO
3HAYECHWH BEJIWYMH CTAHJAPTHOTO OTKJIOHEHWS pe3ynbraroB. lIpm sToM Takke
OTMEUYAeTCSd YMEHBIICHHE BPEMEHU HM3MEIbYEHUs MpoObl B 2 paza MO CPaBHEHUIO C
BPEMEHEM HW3MENbYCHUs 0€3 WCIONb30BaHUS  CBs3yromiero wmarepuana [20].
Pa3paboTansl METOUKH aHanu3a CUJIMKOKAJIbIWA, (deppoTuTana 51
(deppocmimKoMapraniia PeHTreHO(PIyopecleHTHBIM ~ MeTojoM  [21-23], koTopskie
IpEeIoJiaraloT aHajau3 MOPOILIKOBOM NpoObl B BUAE TaOIETKH NPU U3MEPEHUN 3HAYCHUM
MHTEHCUBHOCTU JIMHUM (IIyopecUEeHIIMM B 3aBUCHMOCTM OT MAacCCOBBIX J0Jel
OINPEIENSIEMBIX JIEMEHTOB IIPU IOMOLIHU TPAAYUPOBOYHBIX XapAKTEPUCTHK.

OpHMM U3 BapUaHTOB NOATOTOBKU (peppociuiaBoB st POA sBisieTcs noiayyeHue
CTEKJIOBUAHBIX 0OpPA3OB MOCPEACTBOM KHCIOTHOTO PAa3IOKEHUS, KOTOPOE CMEHSETCS
BBICOKOTEMIIEPATYPHBIM CIUIaBICHUEM C J00aBieHHEM (IIOCOB B HHAYKIIMOHHBIX
neuax [24,25]. JlanHbIi crioco0 MO3BOJISICT HUBEJIMPOBATh BIMSHUE CTPYKTYphI 00pasiia
Ha pe3yJIbTaThl OMPEAECIEHUS DJIEMEHTOB 3a CUET IMOJYUYEHHUs ITUIaBJIECHO-JIUTOrO JUCKA.
K ToMy ke, CTaguio KHUCIOTHOTO PAa3JI0KEHUS BO3MOYKHO MCKJIIOYUTh U CIUIABJISATH
poOy ¢ ¢urrocoM B miaTHHOBOM THIIIE [17,26]. OqHako Bo m30exkaHHe MMOPYU THIJICH
U3 IUIATHUHBI HEOOXOJWMO BHYTPH THUIVIA CO37aBaTh 3aAIIMTHYIO MOBEPXHOCThH, YTO
YBEJIIMYUBAET KOJIMYECTBO ONepaiuii mpoOOMOArOTOBKU U €€ BpeMsl.

Hpyrum crocoOoM TOATOTOBKM TMpoObl K P®OA dBisieTcsl CIUIaBI€HHE C

N00ABJICHUEM BBICOKOUHCTOTO JKejie3a M IMOJIYYCHHEeM METaUTHYeCKUuX TUCKOB [27].
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Pa3paborana meroauka ompeneneHus Boabhpama B deppoBonbhpame npu PDA
METaJUTMIeCKUX JUCKOB. OTMEUEHO, YTO MPUMEHEHUE TaHHOTO BUA MOATOTOBKH TIPOO
CHOCOOCTBOBAJIO PaBHOMEPHOMY paclpeieNeHrIo Boib(pama B oOpaslie, a Takke
OTCYTCTBHIO CYIIECTBEHHBIX pa3IMUUil Cpelyd aHaIu3upyeMbix oOpasmoB. s
MOCTPOEHUST TPaayrupoBOYHOro rpaduka B auanazone 50-80% ObLIM MCTOIB30BaHBI
I'CO deppoBosibhpama U UCKYCCTBEHHO CO3JaHHBIC KaIHOpOBOYHBIE 00Opasipl [28].
Bricokoe pazbaBieHne obpasiia Mmpu MPUMEHEHUH JaHHOTO METOoJa MpOoOOMOATOTOBKH
MIO3BOJISIET ONPEACIISTH JIUITH MATPHUYHBIE KOMITOHEHTHI (DEPPOCILIIABOB.

HccnenoBana BO3MOXXHOCTb aHajin3a MOHOJMTHBIX Mpod Qepporutana wu
dbeppomoandaeHa metogom POA [29]. [IpoGomnoaroToBka BKIIIOUaIa MpeIBapUTEIbHOC
oOtaunBanue u uUIMGOBKY oOpasmna. IlokazaHa BO3MOXKHOCTh UCIIOIb30BAHUS
CTaHJApTHBIX 00pa3lloB B MOPOIIKOOOPA3HOM BHUE JIJISl MOJTYUYEHHUS TPaTyHPOBOUYHBIX
3aBHCHMOCTEH /IS TOCIIEAYIONIEro aHanu3a (peppociuiaBa B BU€ MOHOJIUTA. ITO OBLIO
OOBSCHEHO aBTOpPaMH TEM, YTO MOTPEUIHOCTh aHAJINW3a CIUTKA 3HAYUTEIHLHO MEHBIIE
oO0l1lell MOTPENIHOCTH aHAJIN3a, PACCUMTHIBAEMOM ISl KaXAOW TaOJIeTKU-U3TydaTers,
copmupoBaHHOi u3 mopomkoBoi mpoOsl [30]. CiemoBarebHO, MOHOJMTHAS TPOOa
deppocmnaBa, TIIATETbHO MOATOTOBICHHass mia PDA, saBnsercs wuueanbHbIM
U3ITy4aTeseM.

AHanuTUYECKHEe BO3MOXKHOCTH PEHTTEHO(IYOPECIIEHTHOW CHEKTPOMETPUH
pPacCMOTpEHBI Ha MpuMepe aHanu3a ¢eppoTuTtana, dheppomonudeHa u deppoBaHaIus
[31]. OTmMedeHbl Takue HEAOCTATKA METOMMK, KaK BBICOKHE MPEACIIbl OOHAPYKCHUS U
CWJIbHAsl 3aBUCUMOCTh MHTEHCUBHOCTH JIMHUN DJIEMEHTOB OT XMMHUYECKOTO COCTaBa U
(GU3MYECKOTO COCTOSHUS aHaM3UpyeMbIX (eppocmuiaBoB. B pabore mpeniokeHo
WCITOJIP30BaTh METOJI BHEIIHETO CTaHIapTa C TpaaydpoOBKOW MpubOpa 1O Cepuu
0o0pa3lioB CpaBHEHHs, METOJ J100ABOK CTaHJAPTHBIX PACTBOPOB JUISl OMPEICICHUS
npuMeced B XKUAKUX MPo0ax W TPaaydpOBKY IO CEPUHM CUHTCTHYECKUX CMEced - IS
OCHOBHBIX KOMIOHEeHTOB [31]. OTMmeueHO BO3MOXHOE COKpAIllCHHE BpPEMEHHU

MIPOBENICHUsS aHAIIM3a HCCIenyeMbIX (eppociiaBoB B 1,5 — 2 pasza mpu mpuUMEHEHUU

PDA.
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OcHOBHBIM HepocTaTKOM Metofga P®A  sABisIeTCSI CWIBHO  BBIPaXKCHHBIN
MaTpuuHbid 3¢ dekrt. [loaTromy yame Bcero Meronuku PDA mpenmonararoT Haaudue
CTaHJIAPTHBIX 00pa3OB ISl MOCTPOSHUS TPaIyHPOBOUYHBIX 3aBUCHMOCTEH, KOTOpHIC
MaKCHMaJbHO MAEHTUYHBI IO CTPYKTYpE M COCTaBY aHAIU3UPYEMbIM oOpasuam [32].
[Ipu orcyrcrBum Takux CO HEOOXOOUMO NPUMEHSTH PA3IMYHbIE TPHUEMBbI KOPPEKIIMU
MaTpUYHBIX 3()(PEKTOB i1 HUBEIMPOBAHUS BIUSHUS Pa3IMYHON MPUPOIBLI 00pa3IoB,
4TO0 3QPEKTUBHO TOJIBKO MPH aHAIM3€ MPoO M3BECTHOrO cocraBa. K ToMy e, TaHHBIE
IPUEMBI OTPULATEIBHO CKa3bIBAIOTCS HA TOYHOCTH IMOJIy4aeMbIX pe3yibTaToB. Kpome
TOr0, TPYAHOCTH MOTYT BO3HMKHYTh IPHU aHAJIN3€ TE€TEPOr€HHBIX IMPOO, MOCKOIbKY
BO3MOYKHO HEIOJHOE MCTHpaHue olpa3la M IMOJy4YeHUEe MpoObl HEOJHOPOIHOTO
cocraBa. Takke Ha MHTEHCUBHOCTb JMHHUI (PIIyOPECLEHLIMH BIMAET pa3Mep YaCTHIL
NOPOIIKOBBIX Mp00, UYTO HEOOXOAUMO Y4YUTHIBaTb HpU  BBIOOpE  YCIOBUM
IPOOOITOATOTOBKH aHATM3UPYEMBIX MaTepuaios [33].

HeocnopumbiM nocTonHCTBOM PDA sBIIsI€TCS BO3MOXKHOCTD MTOJYYEHUS TaHHBIX
O COCTaBE CJIOXKHOTO Marepuana 0e3 ero pa3pylleHHus, 4TO JENAEeT €ro He3aMEHUMBIM
IIPY aHAJIM3€ MOBEPXHOCTHOrO cijiosl marepuanoB. MiMeHHo mostomy P®A momyqaer
LIIMPOKOE pacIpOCTpaHEHUE IIpU aAHAIM3E€ NPOU3BEACHUM HCKyccTBa. Takxke
npeumyiiectBoM PDA sBisieTcss BO3MOKHOCTh pealiu3aliu 0€33TajlOHHOIO aHajiu3a —
MeTo GpyHIaMeHTaIbHBIX apamMeTpoB [34]. laHHBIH cTOCOO XOPOIIO 3apEKOMEHI0BA
ce0s IpU aHAIM3€ MaTEepUaIOB HECIOKHOTO COCTaBa, IMPU KOTOPOM YAAeTcs JAOCTHYb
3HAYEHUNA OTHOCHUTENBHON OowuMOKM ompeneneHuil Ha ypoBHe 2 % [35]. Ilockombky
(deppocmiaBbl  OTIMYAIOTCS CIIOKHBIM KOMIIOHEHTHBIM cocTaBoB PDA mno merony
(byHIaMEHTAIbHBIX MAPAMETPOB HE MPEJICTABISAECTCS BO3MOKHBIM.

MeToa _aTOMHO-3MHMCCHOHHOW _cnieKTpoMeTpuH. B Hacrosdmee Bpems B

IMPAaKTHKY na60paTopI/H71 TAaKXKXC AaKTHBHO BHCAPAIOTCA MHOI'O3JICMCHTHBIC MCTOAbBI
aTOMHO-2MMCCHOHHOM CIICKTPOMCTPHHU. I'maBHBIM JOCTOMHCTBOM TaKHUX MECTOJ0B
ABJIACTCA BO3MOKHOCTE OATHOBPCMCHHOI'O SKCIIPCCCHOI'O OIIPCACIICHUA OOJIBIIIOr0 YKCIa
9JICMCHTOB B HIMPOKOM AHUAIIA30HC KOHHCHTpaHI/Iﬁ. HpI/I O9TOM HJOCTHIaCTCsA BBICOKAsd

TOYHOCTH aHaJIM3a MPU UCIOIb30BaHUU MaJioi Macchl mpoOsl [18,36].
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B xauecTBe ucTOUHUKOB BO30YykeHus1 B ADC yaile BCero npuMeHs0TCs HU3KO-
U BBICOKOBOJIbTHASI MICKpa, DJCKTPUYECKas Ayra MOCTOSHHOTO W TEPEMEHHOTO TOKa,
pa3iuuHbie (GOPMBI TICIONIETO pa3psjia U WHIAYKTHBHO-cBs3aHHas 1utazma [37]. [lpu
UCIIOJIb30BAaHUU JIYTU WIM HUCKPHl METaNInyecKre oOpasllbl MOTYT HCHOJb30BaThCs
HEIOCPEICTBEHHO B Ka4€CTBE OJTHOTO M3 AJICKTPOJIOB, a JJIs aHAIIN3a JUJICKTPUUECKUX
MaTepualioB NPUMEHSIOT TaONeTKu W OpHUKEThl — CIPECCOBAaHHBIE MOPOIIKHU
aHAIM3UPYEMbIX BEIIECTB C J00aBKamMu (yroJbHBIM MMOPOUIOK, METAJIbl, OKCHJIbI
metaiioB) [38-41]. Tlpu anHanmu3e QeppocIiaBOB, XapaKTEPU3YIOIIUXCS CIIOKHBIM
MaTpPUYHBIM COCTABOM, JJISI HUBEIUPOBAHUS MATPUUHBIX 3(D(PEKTOB, BBOAAT T0O0ABKH,
KOTOPBIC BBICTYIAIOT B POJIM BHyTpeHHero craniapra [42,43]. [Toka3aHa BO3MOXKHOCTb
aHanu3a QGEpPpOCHIMIMSA C TMPUMCHCHHEM J00aBKM M aBTOMATHYECKOM CHCTEMBI
ynpasienus BayBanueM (ACYB). B kauectBe q00aBKM MPEIJIOAKEHO MCIOIH30BAThH
okcua tHTaHa [44]. Taxxke mis ADC aHamM3a METAUTYPrHYSCKUX MaTepHajioB
UCIIOJIB3YIOT MpsIMOE BO30OYK/I€HHE B TieroeM paspsae no ['pummy. OnHAKO JTaHHBIN
METOJ TPUMEHHM TOJIBKO I aHaJM3a TOKOMPOBOISAIIMNX MATepUajoB — CTajeh u
gyryHoB [41].

Haunlonee nepcrnekTUBHBIM MCTOYHUKOM BO30YKICHHS B aTOMHO-PMHUCCHOHHOM
aHanmW3e  SBIIACTCS  MHAYKTHBHO-CBSI3aHHAS  IUTa3Ma,  ITOKa3bIBAaIOIash  CaMble
MpEIU3HOHHBIE pe3ynbTaThl. M3ecTHbl cmocodsl mpsmoro ADC HCII ananmsa
MOPOIIKOBBIX MPOO MPHU BBEICHUHM MX B IU1a3My B Buze cycneH3uu [45]. CroXHOCTb
JAHHOTO METO/Ja 3aKII0YaeTCs B HEOOXOAWMOCTH ycTpaHeHUs (a3oBoro U
bpakuroHHOTO pacciioeHus: mpoOkl. boinbiee pacnpoctpanenue npu npsmom ADC
WCII ananm3e moyydms croco0 BAyBaHUS TOpoIiKa ¢eppociuiaBa B miasmy [46, 47].
OpHako (PaKIIMOHHOCTH TOCTYIUICHHUS COCTaBa MPOOBI B IIa3My OTPHIATECIIEHO
CKa3bIBaCTCS Ha BOCIPOU3BOJUMOCTH TIOJIYYa€MbIX PE3YJIbTATOB M YBEIUYUBACT
BJIMSTHUE HEOAHOPOIHOCTH COCTaBa oOpasia Ha pe3yibTar onpeaeicuus [48]. [Tokazana
BO3MOKHOCTh ITPUMEHEHHSI HCKPOBOT'O Mpo0ooTOopa mpu ananuse peppoBanagus [49],
B pe3yJbTaTe 4Yero JOCTUTHYTHI BE€ChbMa HHU3KHE 3HAUCHUS OTHOCHUTEIHLHOTO
CTaHJAPTHOTO OTKJIOHCHUS pPE3ylbTaTOB TPHU ONPEACICHUH BaHAIUsS W TIPEICTIOB

OoOHapy>KeHUsI TPUMECHBIX 3JeMeHTOB. OCHOBHOW MpOOJIeMON MPUMEHEHUS JAHHOTO
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cnocoba nnsi aHanmuza QeppocruiaBoB sBisercss orcyrcrBue ['CO st mocTpoeHus
rpaayupoBOUYHBIX 3aBucuMoctei [50].

TpamuuuoHHeiM  crocoboM  BBeneHus  ooOpasuoB B UCII  sBusercs
MTHEBMATHYECKOE PACIBUICHHE PAcTBOPOB HCCIEAYyEMbIX MMpoO B BHUAEC a’poO30Jsl.
JlaHHBI TpUeM TMO3BOJSET MPOBOAUTH aHAIM3 JIO00W MPOOBI, KOTOPYIO MOYKHO
MIEPEBECTU B PACTBOP, U OJJHOBPEMEHHO PETUCTPUPOBATH OOJIBIIIOE YHCIIO KOMIIOHEHTOB
[51]. BBumy cradwisHoctt HCII naHHBI METOX XapaKTEpU3YeTCs XOPOIICH
BOCITPOU3BOAMMOCTBIO, IPUMEHEHHE PACTBOPOB MCKIIFOYAET BIUSHUE HEOJAHOPOIHOCTH
XUMHYECKOTO COCTaBa MpPOOBI, MOSTOMY HAa HMHTEHCUBHOCTHh CIHEKTPAJIbHBIX JMHUUN
OKa3bIBAET BJIMSHUE TOJBKO COJEpKaHHe 31eMeHTOB. HeoOXoauMbIM yCIOBHEM ISt
MHOT'03JIEMEHTHOTO aHaju3a pacTBopeHHbIX oOpasinoB metonoM ADC UCII aBasercs
IIOJIHOE KOJINYECTBEHHOE IIEPEBEICHHE BCEX HOPMHUPYEMBIX 3JEMEHTOB B PacTBOP.
Pa3pabotansl meromuku ADC WCII anammuza deppocumuuus, (eppomapraHua u
dbeppoBoibhpamMa MocCiIe CIUIABICHHS IIPOOBI CO MICIOYHBIMU IuTaBHAMH [53,53].
Opnako HambOoJee NEPCHEKTUBHBIM IMPUEMOM TNiepeBeAeHUs 0O0paslloB B PacTBOP
ABJIIETCSl Pa3yio’KeHHe MpoObl B aBTOKJIABaX B YCJIOBUAX MHUKPOBOJIHOBOTO Harpesa,
KOTOPBIN MPUBOJUT K COKPAIICHUIO BPEMEHU MPOOOIIOATOTOBKYA, MUHUMH3AIIUN TTOTEPh
JETYyYUuX DJIEMEHTOB, MCKJIIOYEHHUIO 3arpsi3HEHUs o0pa3uoB U3  aTMocdepsl,
YMEHBIIIEHUIO PAacX0/ia PEaKTUBOB JIJIsl PACTBOPEHUSI TTPOOBI, IPU ITOM APl KUCIOT HE

[mornaaarwT B OTKPBITOC IIPOCTPAHCTBO, IIPOHCCC IMPOTCKACT B ABTOHOMHOM PCKHMC

[54,55].
1.3. MuxkpoBoJiHOBasi MPo0onoaAroToBka B anaause meroaom AJC UCII

K Hacrosimiemy BpeMEHH MUKPOBOJHOBAsl MPOOOMOATOTOBKA YCIela XOPOILIO
3apEKOMEHJIOBaTh  ce0si B aHajiu3e  pa3IiMuHbIX  MaTepuayioB.  3BecTHbI
MHOTOYHUCJIEHHBIE HCCJIEJIO0BAHMS MO MHKPOBOJHOBOMY Pa3IOKEHHIO TI'€OJIOTMYECKHX
00BEKTOB C TOCICIYIOIUM CIeKTpodoToMeTprudeckuM [56] ¥ aTOMHO-IMHCCHOHHBIM
[57] ompenenenuem KOMMIOHEHTOB. Takke MpH pa3IOKEHUH CIUIABOB I[BETHBIX
METAJIJIOB ONTUMAIbHON MpHU3HAHA MPOOOMOATOTOBKA B YCJIOBHUSIX MHUKPOBOJHOBOIO

HarpeBa [58]. Omnucana Meronuka UW3MEPEHHsS MACCOBOM JIOJIM KPEMHHUS B
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ATIOMHHHUEBBIX ~ CIUIaBaX, BKIIOYAIONIasi MHKPOBOJHOBYIO MPOOOMOATOTOBKY U
ompenenenue anementa wmetogqom ADC  UCIT [58]. HccmenoBaHbl — yCIIOBHUS
MUKPOBOJHOBOTO  Pa3jOXKEHHUS  TPYAHOPACTBOPUMBIX  HHUKEJEBBIX  CIJIaBOB U
omnpeseneHus B HuX 3ineMenToB Metogamu ADC UCTI [59,60] u UCIT-MC [61-63].

Taxxxke oTmedeHbl mpeumymiectBa coyetanuss wMeroma ADC HCII ¢
MHUKPOBOJIHOBOI MPOOOIOArOTOBKOM B aHanm3e (eppociuiaBoB [64-66]. Pa3zpaboTanbl
METOUKHA aTOMHO-3MHCCHOHHOTO aHanu3a GpeppomonndacHa [64], deppocummums [64],
deppoxpoma [65], deppodochopa [66] ¢ ncronp30BaHNEM aBTOKIIABHOTO Pa3JIOKCHUS
npoOsl. IlokazaHo, 4YTO NpPUMEHEHHWE MHUKPOBOJIHOBOIO PAa3JIOKEHUS IO3BOJSET
3HAYUTEIBPHO COKPAaTUTh BpEMs TMPOBEICHHUS MPOOOMOATOTOBKU [67], TMOBBICUTH
NPOM3BOJIUTEIILHOCTh M SKOHOMHUYHOCTh aHanmu3a [68], a Taxke mgaer BO3MOXHOCTH
OTIPEJICICHUS] BCEX HOPMHUPYEMBIX JJIEMEHTOB B OJHOW MpoOe MpH MNPUMEHEHUU
COBPEMEHHBIX MHOT'O?JIEMEHTHBIX METOJIOB.

[IpeumyiiecTBa MHUKPOBOJIHOBOTO Pa3jOKEHUS OOYCIIOBIEHBI  XapaKTEpPOM
HarpeBa MpoObl. [IpoMCXOAUT MOTNIOIIEHHEe MUKPOBOJIHOBOTO H3IYYEHHS, KOTOPOE
IPUBOJUT K TOBBIIICHUIO TEMIIEpaTyphl B MpoOE, YCKOPEHHIO MPOIIECCOB MEepeHOoca
Macc, aupdy3ud U XUMHYECKHUM B3aUMOJCHCTBUAM C Y4YacCTHEM PaCTBOPHUTEIIS.
PeakumonHbIe cOCyIbl MOMENIAIOT HA BPAILIAIONINI POTOP AJIi paBHOMEPHOTO HAarpeBa,
oOecreyeHs: BCHTUISIIMK, KOHTPOJS TEMIIepaTypbl M JaBJICHUS B aBTOKJIaBax [69].
Cnenyer OTMETHTH Takke (aKTOp, KOTOPBIM BaKEH JUIsl BBIJACICHHUS TeIJia TpH
MUKPOBOJTHOBOM HArpeBe — 3TO HAmpaBJICHHAs MUTPAIUS YaCTHI] TPH BO3IACHCTBHH
AJIEKTPOMArHUTHOTO Touist. [lepemenienne 4acTuil moj ACHUCTBUEM IO MPUBOJIUT K
BO3HMKHOBEHHIO BHYTPEHHETO TPCHHWS MW TIIOTEPSAM DHEPTMM B BHJE TEIUIa, YTO
00yciaBIUBaeT OBICTPBIN 00BEeMHBIN pazorpes mpoodsl [70,71].

Takum 00pa3oM TpymHOCTEH TIPU Pa3IOKEHUHM MHUKPOTETEPOTSHHBIX MPOo0
deppociiaBoB  MOXHO U30eXaTh, MPUMEHSAS AaBTOKJIABHYIO MPOOOMOATOTOBKY B
YCJIOBUSIX MHUKPOBOJIHOBOTO HarpeBa. A codeTaHue JaHHOro mpuema ¢ merogom ADC
HCII oOecneuut mnodydeHHe pe3yJIbTaTOB OINPEACNCHUs 3JIEMEHTOB C XOPOILIUMHU
METPOJIOTHUECKUMH XapaKTePUCTUKAMH W TIO3BOJUT OJHOBPEMEHHO OIPEAETATh

KOHOCHTPAIWH BCUICCTB B UAIIa30HAX OT MHUKPO- 10 MAKPOKOJIMYICCTB.
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I'naga 2. lllnakoo0pa3ywiume CMeCH M pyJIHbIe MATEPHAJIBI

ITomMuMoO (heppOCIUIaBOB IMHUPOKOE PACIPOCTPAHEHHE B METALUIYPTUH TOTYYHIH
pa3InyHbIC pyaHBIE MaTepHalbl M CIEHHAIbHBIE CMECH JUIA IIAKOOOpPa30BaHMS
[72,73]. [Imakoo6pa3yromime cMecH (ILIOC) NPECTABIISIFOT co0oif
MHOTOKOMIIOHEHTHYIO CUCTEMY, KOTOPast BBIMOJIHACT PsiI PYHKIIMHN: 3alUINAacT METAJLI
OT BTOPUYHOTO OKHCJICHHUS, OO0CCICUMBACT TEIUIOM3OJIIIUIO 3€pKajla MeTaa,
TOTJIONIAET BCIUTBIBAIOIIME U3 CTAIM HEMETAUTHUECKUE BKIFOUCHHMS, SIBJISICTCS CMa3KOM
MEKIYy CTCHKON KpHCTAIM3aTopa W KOPOYKOH CIIMTKA, CTAOMIM3UPYET MPOIece
TEIUIOOT/JaYM OT 3aTBEPJACBAIONICTO CIMTKA K CTEHKaM KpucTtauim3aropa [74].
MaprasiieBble  pyasl  HCIHOJB3YIOT JUIS  MPOU3BOACTBA  BBICOKOYIJIEPOIUCTOTO
deppoMapranna ¥ CHIMKOMAapraHiia, a TaKKe NPUMEHSIOTCA IS PEryIHpOBaHMS
KOJINYECTBA MapraHiia Ipy MPOU3BOJCTBE YyryHa [75].

HeobxoauMble CBOMCTBa BCIIOMOTAaTEIbHBIX METAJIYPTHYECKHX MaTEpPHAIOB
HAMPSAMYI0 3aBHCAT OT XHMHUYECKOTO COCTaBa, IO3TOMY KOHTPOJb COJCPIKaHHS
WHIMBUIYATbHBIX KOMIIOHEHTOB SIBJIIETCS BAXKHBIM 3TAlIOM B TEXHOJOTHYECKOH IICTH

METAJIITypTHYECKOTO POU3BOJICTBA.

2.1 lIpumeHenue cTanAapTHBLIX MeTOAO0B npH aHaau3e HHIOC u mapranuesou pyabl

[Ipu anamuze xumuueckoro cocraBa IIIOC wu wMapranmeBoil pyasl B
MPOU3BOJICTBEHHBIX JabopaTopusix pykoBoncTBytoTcss ['OCTupoBaHHBIMU METOJaMU
TUTpUMETpUH, (PotoMerpuu, rpaBumerpud U AAC (tabmuna 2). Ilockoneky HIOC
MMEIT CXOKUHW XUMHUYECKUHA COCTAB C OTHEYIIOPHBIMHA MAaTepUallaMU PA3JIMYHOMN
npuponbl, TO Juisi uxXx aHamu3za pexkoMenayrtcss ['OCTsel, pernmaMeHTHpYIOIINE

OIpeJeIeHre KOMIIOHEHTOB B OTHEYTIOPHOM ChIPhE.
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Ta6nuna 2 — CtangapTHRIE METO/IBI JUIs aHaIu3a MapranieBoi pyasl u [HIOC

Kommoneunr I'OCT Crnoco0 paznoxeHus Meroauka onpeaeneHus
1 2 3 4
MapranueBasi pyaa
TumpumempuuecKkuii Memoo.
oc Cnnapnenue OCHOBaH Ha OKHCIIEHUHM Maprasiia
I'oCT
Mn 99779 9 00pa3IoB ¢ pacTBOpPOM TIepMaHTaHaTa Kajaus JI0
' MEPOKCUOM HATPHUS |TPEXBAJICHTHOTO B  TPUCYTCTBUU
nupodocdaTa HaTPUs
Paznoxenue .
. |I pasumempuueckuii memoo:
00pasIoB B COJISTHOM
OCHOBaH Ha BBIJCIICHHAH KPEMHHS B
KHUCIIOTE C .
. T'OCT BU/IC KPEMHHUEBOU KHCIIOTBI,
SIO; MOCJICTYFOIITIM
22772.5 MPOKAIMBAHUU 10 JUOKCUJA KPEMHUS
JIOTUTaBIICHUEM
U yJaJICHUH B BHIE TeTpadTopuaa
HEPaCTBOPUMOTO
KPEMHUS
ocTaTka
Domomempuyeckuil Memoo:
OCHOBaH Ha o0pa3zoBaHUH
PactBopenue B |(hochopHOMOINO1€HOBOM
P T'OCT CMECH COJITHOM,  |TETEPOITOJIMKUCIIOTHI C TTOCIICTYIOIITIM
22772.6 | a30THOI M XJIOPHOW |BOCCTAHOBIICHUEM €€ CEPHOKUCIIBIM
KHCITOT. TUAPA3MHOM 0  KOMIUIEKCHOTO
COCIMHEHUS, OKPAIICHHOTO B CUHUU
I[BET
TumpumempuuecKuii Memoo.
PactBopenne B |oCHOBaH Ha BOCCTAaHOBJICHHH jKelie3a
FOCT COJITHOHM KHCIIOTE B |pacTBOPOM JIBYXJIOPHUCTOTO OJIOBA O
Fe 99779 4 IPUCYTCTBHH JIBYXBAJICHTHOTO C  TIOCIICTYFOIIM
' ¢dbTopuctoro TUTPOBAaHUEM PACTBOPOM JTUXpOMaTa
aMMOHUS KaJus B PUCYTCTBUH
nudeHuIIaMUHCYIb(OHATA HATPHUS
Tumpumempuueckuti memoo:
Paznoxenne B cmecu
TOCT . . |OCHOBaH Ha THUTPOBAaHMHM KaJbIUS
CaO COJITHOU U a30THOU
24937 pacTBOpOM TpujioHa b B mpucyTcTBUn
KHCIIOT C
dbayopekcoHa U TUMOJI(TaIenHa
MOCJICTYFOIITIM
T'OCT AAC: B MIIaMEHU alleTHICH-BO3IyX
MgO JIOTIIIaBJICHUEM
24937 IPH IJIMHE BOJIHBI 285,2 HM
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1 2 3 4
Tumpumempuueckuii Memoo:.
Paznoxenue B cMecu | OCHOBaH Ha o0pa3zoBaHUH
FOCT COJITHOW M @30THOU | KOMILIEKCHOTO COEMHECHUSA c
Al,O; 99772 10 KHUCJIOT C TpujIoHOM b 1 00paTHOM TUTPOBAHUU
' MOCJICTYIONTUM | M30BITKa TpUJIoHa b pacTBopoMm 1uHKa
JIOTUIaBJICHUEM (B TPUCYTCTBUM  KCHUJICHOJIOBOTO
OpaH>KEBOI0
mocC
Tumpumempuueckuii Memoo:.
Cal T'OCT OCHOBaH Ha TUTPOBAHUM KaJIbIIUS
a
2642.7 pacTBOpoM TpuiioHa b B npucyTcTBUmn
dbayopekcoHa U TUMOJITaIenHa
I'pasumempuuecxkuti memoo:
OCHOBaH Ha 00€3BOKUBAHUH
SiO roct KPEMHHEBOU KHCITOTBI B
2 2642.3 .
COJISTHOKHCIION cpene U ee
KOAaryJisiiiuy ¢ MTOMOIIBIO JKEJIaTUHA
oc AAC:
I'oCT
MnO B TUIAMEHU AaleTUJICH-BO3AYX MpH
2642.12
JUTMHE BOJIHEI 279,5 HM
CnnaBnenue
AAC:
TOCT 00pasIioB co
Fe,O, B IUIaMCHU aleTHWICH-BO3AYX IIpHU
2642.5 IEJI0YHBIMU
JUIMHE BOJIHEI 248,3 HM
MJIaBHIMU _
Domomempuyeckuil Memoo:
OCHOBaH Ha 00pa3zoBaHUH
rOCT bochopHOMOITNOIEHOBOM
P,Os 2642 10 TETEPONOJUKHUCIIOTHI C MOCIETYIOIIUM
' BOCCTaHOBJICHHEM ee 70
KOMILJIEKCHOTO COEMHEHUS,
OKPAIICHHOTO B CHHUM IIBET
Domomempuyeckuil Memoo:
OCHOBaH Ha o0pa3zoBaHUH
: I'oCT
TIO, 26426 KOMIIJIEKCHOT'O COCIWHEHUS THUTaHa C

MIEPOKCUAOM BOJIOPOJIa, OKPAIICHHOTO
B JKEJITBIU IBET
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OxoHyauue Ta0IULBI 2

1 2 3 4
AAC:
I'OCT
MgO B IUIAMEHU alETUICH-BO3AYX IIpU
2642.8
JUIMHE BOJIHEI 285,2 HM
PactBopenue B |AAC:
K,O 21(;22(: Il CMECH CEpHOM M |B IUIAMEHH AalETUJICH-BO3YX HPHU
' IUTIAaBUKOBOM KHUCJIOT |JUIMHE BOJIHBEI 766,5 HM
AAC:
I'OCT
Na,O B IUJIJAMEHU alleTWICH-BO3yX IpH
2642.11
JIMHE BOJIHBI 589,0 HM
Paznoxenue B cMecH | Tumpumempuueckuii Memoo:
IJIABUKOBOH U OCHOBAaH Ha THUTPOBAaHUU U3OBITKA
I'OCT . B .
Al,O4 2642 4 CEpHOM KHUCJIOT C | TPUJIOHA pacTBOPOM CEPHOKHUCIION
MOCJIEAYIOIIUM MEAW B TMPUCYTCTBUM HHIUKATOPA
JOIJIaBJIEHUEM ITAH

Kak mpaBwio, MeToapl aHaiu3a BKIOYAIOT pa3iokKeHHE NpoObl IMyTeM
CIUIABJICHMSI WJIM KHUCIOTHOTO PAa3jOXKEHUS C TOCIEAYIOUIMM JOTUIABICHUEM
HEpPaCTBOPEHHOI'O oOcTaTka. TakWe mnpHeMbl B COYETAHMM C OJHODJEMEHTHBIMU
METOJAMM  aHAJIM3a  XapaKTEPU3YIOTCS  BBICOKOW  TPYAOEMKOCTBIO 34  CYeT
MHOTOCTaJJUHHOCTH MpOBeJeHUs aHamu3a. [loaToMy daile BCero uMx HMCHOJB3YIOT B
KayecTBe apOMTPaXKHBIX METOJOB JIsi Pa3pabOTKM HOBBIX METOAUK aHanmuza. Jlis
YOPOUIEHUS MPOLIEAYPbl aHATIM3a U COKPAILIEHUS €r0 MPOI0KUTEIbHOCTH HE0OX0AUMO

IMPUMCHCHUC COBPEMCHHbBIX MHOT'O3JICMCHTHBIX HHCTPYMCHTAJIbHBIX MCTOA0B.

2.2. MHOro3J/ieMeHTHbI€ HHCTPYMECHTAJBbHBIC METOAbI B AHAJIU3C

HVIAK000pa3yIIUX cMecell U PYAHBIX MAaTepPHAJIOB

MeTton aTOMHO-3MUCCHOHHOM CHEKTPOMETPUU C HHAYKTUBHO CBA3aHHOUN
MIa3MON  yKe TPUMEHSETCS IS aHajiu3a IDIaKoOOpa3yIoMmMUX CMECe W pPyHAHBIX
MatepuasioB. OaHako [Js TPOOOMOATOTOBKU HCIIOIB3YETCS CIUIaBJICHUE MPoO Co

IOCJIOYHBIMU  IUJIABHAMHM, 4YTO YIJIMHACT IMPOHCAYPY daHaJIn3a MW IIOBBIIIACT €€
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TpyAaoeMKocTh. Kpome Toro, He Bceraa yaaeTcsl MoaoOpaTh YHUBEPCAIBHBIN IJIaBEHb
JUTSI TIOCTIEAYIOIIETO OMPEACIICHUS BCEX HOPMHUPYEMBIX KOMIIOHEHTOB B TIPO0e.

Ommcana merommka ompeaenenust SiO,, CaO, MgO, Fe.s, Al,O3, Mn, P B
mapranneBoir pyne meronom ADC HCII mocne craBiaeHHss NpoObl CO CMECHIO
K,CO3'Na,CO3; + Na,B40;-10H,0 (2:1) u onpenencHus cepbl MOCC CIICKaHUS TPOObBI
co cmechio Na,CO; + MgO + KBrO; (3:2:0,2) [75]. Beibop miaBHs dYaie BCEro
o0ycioBiieH (GopMol HaxOXKIACHHS cepbl B pyae (cynbduaHas Wik CyabhaTHas).
Omnucanbl MPEUMYIIECTBA HCIIOJb30BAHUS OKUCISIIOMIMX TUIaBHEH Ha ocHOBe Na,Op,
UCKITIOYAIOIIMX MOTEPI0 CYIb(OUIHON Cephl MPHU €€ ONpeeICHUN B FOPHBIX MOpOAax,
KEJIE3HBIX H MoJMMeTainIeckux pynax merogqom ADC UCII [76].

Jlnst  ompeneneHWsT  OKCHUAa  KPEMHHUS B MapraHIeBBIX,  XPOMOBBIX,
TUTAHOMArHETUTOBBIX U JKEJI€30BaHAIMEBBIX PYAHBIX MaTepuanax merogoM ADC UCII
PEKOMEHIOBAHO MIpEeABAPHUTEIILHOE CIIaBIICHUE poOBI co CMECBHIO
Na,B;07:Na,CO3:K,CO; (1:1:1) [77]. Wcnonp3oBaHHEe CMECH Ha OCHOBE BEILECTB,
colepKaluX Kajluid W HaTPHUH, HWCKIIOYAaeT BO3MOXKHOCTH OIPEACICHHUS OKCHJIOB
MIETIOYHBIX METaUIOB B HccienyeMmblx oOpasmnax. [losromy Hamnbosee MepcreKTUBHO
MpUMEHEHUE B KaueCTBE IUIaBHs TeTpaboparta auTus. PazpaboTaHa U METPOIOTHYECKU
aTTeCTOBaHa METOJUKA OJHOBpeMeHHOro ompenencaus Mn, Fe,0;, Ca0, SiO2, MgO,
P,Os, Na,O, K,O, Al,03 TiO, meromom ADC-HCII B Mmaprauiesbix pyaax Ipu
NPOBEICHUH Ie0JI0rOpa3BeI0uHbIX padoT [78].

N3BecTHa MeTonMKa OmpeAesieHUsT OKCUAOB amoMunus, sxeneza (I1I), kambius,
maruus u xpoma (I11) Ha ypoBre 2 — 205 mxr/a metogom ADC-UCII [79]. B nanHoi
paboTe ONTUMHU3MPOBAHBI YCIOBHS IPOOOIIOATOTOBKA OTHEYIMOPHBIX MAaTEpPHAIOB C
NPUMEHEHUEM  pPa3IMYHbIX  CMocoOOoB  cruiaBieHusi.  KoHTponas ~ kadecTBa
MpOOOTOITOTOBKM  CTaHJAPTHBIX  OOpa3IlOB  OTHEYNMOPOB HAa KPEMHUEBOW U
ATFOMUHHEBON OCHOBE MPU MPUMEHEHUH CIUTABJICHHUS CO CMECHIO MEPOKCHIA HATPUS H
YTIEKUCIIOTO HATPHS HE MOKa3aj 3HAYUMBIX OTKJIOHEHHM aTTeCTOBAHHBIX COACpKaHUN
OT DKCIIEPUMEHTANBHBIX. [Ipy BCKpBITUM TTPOO MArHe3WTOB M BBICOKOTJIMHO3EMHCTHIX
OTHEYTIOPOB ITyTEM CIUIABJICHUS C THUPOCYNb(PaTOM Kallusg TIOKAa3aHO OTCYTCTBHUE

BIMsSIHAE KOMMOHEHTOB Matpuibl (Al,O3, MgO) Ha MHTECHCHBHOCTh AHAIUTHYECKOTO
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curHana. Pe3ynbTaThl OmpenesieHHs BEIIECTB B peajbHbIX 00pa3lax OrHEymnopos
COITOCTABJICHBI C JIAHHBIMH, ITOJYYCHHBIMH CTaHIApTHBIM MeTogoM [79]. OmmHako
cleayeT OTMETUTh, YTO NPUMEHEHHE CIUIABJICHUS TMPU BCKPHITUM MaTEpUATIOB
OoOyCJIaBIMBAET BBICOKYIO  KOHIICHTPAlIUI0 HOHOB  HICJOYHBIX  METAUIOB B
aHAM3UPYEMOM PACTBOPE M, KaK CICJCTBUEC, YMECHBIIIAET COOTHOIICHUE CUTHA/IIIYM U
BHOCHT CYLIECTBEHHBIN BKJIa/l B CYMMapHYIO MOTPEIIHOCTh AaHAJIN3A.

UccnenoBanus no npuMeHenuro POA nis onpenenenus komrnoneHToB B [IIOC u
MapraHieBbIX pyAax MOpPeACTaBICHbI CKYJIHO H3-3a TPYAHOCTEW, BO3HUKAIOMIMX MpPH
MOJATOTOBKE O0pa3lioB K aHaIu3y, a TaKKe HEOOXOAMMOCTH HAJIUYMs OMpPEIEIICHHOTO
KOJIMYECTBA CTaHJIAPTHBIX 00pa310OB ISl MOCTPOCHUS TPATyHPOBOUYHBIX 3aBUCUMOCTEH.
Onucana MeETOJIMKA OMNpeAeTeHUus yriepoJa B  NUIAKOOOPa3yIOIIUX  CMECAX
peHTreH¢IyopeCcieHTHBIM METOI0M B Juana3zoHe KoHunentpamuii 0,5 — 15%. B pabote
MpPOBEJIEHAa OllIEHKa pa3Opoca 3HAYEHWW WMHTEHCHUBHOCTEH JMHUU yIJepoja IMpu
W3MEHEHUHU TMapaMeTpoB MpuOOpa C I1ENbI0 BBISBICHUS ONTUMAIbHBIX 3HAYCHUH.
[IpuBeneHbl XapaKTEPUCTUKU TOYHOCTU MOJYYaEMbIX PE3YJIbTAaTOB, I'PaJyUPOBOUYHbIC
rpadMKu CTPOWIIH C MCIIOJIb30BAaHUEM CTaHIAPTHBIX 00pasios [80].

B nacrosimiee Bpems mins ananmza LIOC nambosee mepCrneKTUBHBIM SIBIISETCS
meto ADC UCII. Metoauka ADC UCII [81] pekomenmoBana st onpezenenus Ca0,
Si0,, MgO, Al,O3, MnO, Fe,03, P,Os, TiO, 8 IIIOC. IToaroroBka nmpod B COOTBETCTBHH
C JaHHON METOAMKOW MPOU3BOAUTCS MyTEM CILJIABJICHHS CO IIEJIOYHBIMU IJIABHSIMU, YTO
HE TI03BOJISIET ONPEEATh BCE HOPMUPYEMbIE KOMIIOHEHTHI B Tipode. Hapsiay ¢ nanHoi
METOJIMKOW B TEXHOJOTMYECKUU PEMIAMEHT METAJUIyPrUYeCKUX MNPEaNpUsITUN
BKJIIOUEHa MeToauka [82], pernmamentupytomas omnpenenenue K,O u Na,O metomom
ADC UCII nocne BollTapuBaHus NpoOkl ¢ GTOPUCTOBOIOPOIHOM KucIoToM. [Ipouenypa
BBITTAPUBAHUS MOXKET MIPUBOAUTH K MOTEPSIM KPEMHUS B BUJE JIETY4YETrO COCAUHEHUS, a
TaKKe HCKJIIOYaeT BO3MOXHOCTh €r0 ONpEACNICHUS B TpoOe HapsAy C OKCHUIAMHU
MICJIOYHBIX METAUIOB. TakuMm 00pa3oM, OTCYTCTBYET YHUMDUIIMPOBAHHBIN TOIXOM K
OJIHOBPEMEHHOMY ONpEACICHUI0 BceX HopMmHUpyeMbix komnoHeHToB IIOC. Ora

npobiemMa MOXKET ObIThb pelleHa TMpU TNPUMEHEHUH METOJa MHUKPOBOJIHOBOM
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pOOOMOJITOTOBKH, MMOJIOKUTENBHO 3apEKOMEHIOBABILIETO Ce0sl MpU  Pa3IoKEHUU
pa3IMYHBIX OTHEYMOPHBIX MaTepuaios [83,84].

Pa3pabotana wmeTomMKa KHUCIOTHOTO pAa3JIOKEHUS TPOO MarHe3WabHBIX
OTHEYNOPOB B XOJI€ MHUKPOBOJIHOBOM MPOOOMOATOTOBKA M ONpPENETICHUs OKCHIOB
Kamblus, jkene3a W amomMuuusg Metogom ADC HUCIT [83]. Ormedena BbICOKast
BOCIIPOU3BOJAMMOCTh M TMPAaBUIBHOCTh IMOJYYEHHBIX pe3yibTaToB. HMccnenoBanue
YCIOBUM  MHUKPOBOJHOBOTO  Pa3lIOKEHHs] TPOO0  MEPUKIA30BBIX  OTHEYMOPHBIX
MaTepHAJIOB U OTHEYIOPHOTO CHIPhs MpencTaBieHo B padore [84]. [TomoOpan cocTas
CMECH KHCJIOT, TeMIlepaTypa M BpEeMs MHKPOBOJHOBOTO pa3JIOkKEHUsT MPOObI B
aBTOKJIaBE. DKCIEPUMEHTAIBHO YCTAaHOBJICHO pa30aBleHHE PACTBOPEHHOU MpPOOBI, YTO
o0ecrnieunBaeT OMpe/IEICHNE BCEX IPUBEICHHBIX KOMIIOHEHTOB B IMHEHHOM JHarna3oHe.
J1oCTOBEpHOCTH MOJMYUYEHHBIX PE3yJIbTaTOB MpoBepeHa npu onpenenenun MgO, Al,Os,
Si0,, Ca0O, Fe,0O;3 B TI'CO orreynopoB. MeroauKa OTIMYAETCA  BBICOKOU
BOCITPOU3BOJAMMOCTBIO PE3YyJbTAaTOB, SKOHOMHUYHOCTHIO W 3HAYUTEIBHO COKpalaeT

IMPOAOJIZKUTCIBHOCTL aHAJIN3a.

Takum o0Opa3om, mNpH aHAIM3E psAJia BCIOMOTATEIBHBIX  MaTEpHUAJIOB
COBPEMEHHBIE JIA0OPATOPUN METAJLTYPTrUUYECKUX MPEANPUITUN 10 CUX MOP UCTOJIb3YIOT
OJHODJIEMEHTHBIE METOJUKHU. XOTSA MHCTPYMEHTAIBHBIE METOAbl AKTUBHO BHEIPSIOTCS
B MPAKTUKY JA0OpaTOpUN CYIIECTBYET HEOOXOJMMOCTh MaJbHEUIINX HCCISTOBAHUM
YCJIOBHUM aHajau3a BCIIOMOTATEJbHBIX MAaTEpPUAIOB C UEJIbK) PACHIMPEHUS MEPEUYHS
ONPEIICIISIEMbIX KOMIIOHEHTOB, TIOBBIIIEHUSI JKCIPECCHOCTH W MPEUU3HUOHHOCTH
aHajau3a, B TOM YHCJIC U 3@ CYET COBEPIIICHCTBOBAHKUE CIIOCOOOB MPOOOIOTOTOBKH.

OG630p JUTEpaTypHBIX HCTOYHUKOB TIOKa3ajd, YTO OJHUM U3 HauboJjiee
MEPCHEKTUBHBIX METOJIOB aHAJIN3a BCIIOMOTaTEJIbHBIX MATEPUATIOB METAILTYPTUYECKOTO
Ha3HaueHUs gBisieTcst MHorodjaeMeHTHbIE Meton ADC MUCII, oOecneuuBaromuii
BBICOKYIO TMPEILU3UOHHOCTh OIPEICIICHUS HOPMUPYEMBIX KOMIIOHEHTOB, BBICOKYIO
CKOpOCTh aHanu3a. [lOCKOJIbKYy NIpPOM3BOACTBEHHBIE MATEPHUAIbl XapPAKTEPU3YIOTCS
BbICOKOW HeoHOpoaHOCThIO mepen ADC NCII anann3zoM HEOOXOAMMO TEpPEBE/ICHUE

npo6 B pactBop. CIOXHOCTH Ha 3Tane MNpPOOONOATOTOBKU YCTPAHSIOTCS MPHU
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UCII0JIb30BAaHUU MHUKPOBOJHOBOT'O Pa3joKeHUsi 00pa3lioB B aBTOKJIABaX, YTO MO3BOJISET
COKPATHTh MPOJODKUTEILHOCTh PA3JIOKEHUS TPOO0 W HMCKIIOYUTh TOTEPU JICTYUIHX
KOMITOHEHTOB. Kpome TOro, WHCIONBb30BaHWE PACTBOPOB 3HAYMUTEIHLHO OOJErdaeT
IpaJyUpOBKY CIEKTPOMETpa 3a CYET BO3MOKHOCTU HCIOJIB30BAHUS PACTBOPOB
aTTECTOBAHHBIX CMECEH.

Takue mnoaxonsl paHee MpU pa3pabOTKe METOAUK aHanu3a ¢GeppoBaHaIusA,
beppornodus, deppoBosnbdhpama, (eppobopa, CHIMKOKAIbIUA, (peppoTUTaHa,
dbepponukens, ¢GeppocuIrKoxpoma, (HeppoCUIUKOMApTaHIla, MapTraHICBOM pPYIAbl U
I[IIOC He ucnosp3zoBaMch. B Toxke Bpemsi ucrnons3oBanne ADC MCII meromuk ¢
MHUKPOBOJTHOBOH IMPOOOMOATOTOBKOM IO3BOJUT YMPOCTUTh W 00E30MACUTh aHaJu3,
MOBBICHTH BOCITPOU3BOIMMOCTh M3MEPECHUIA M MPOU3BOAUTEIIBHOCTD, a TAKXKE CHU3UTH

MAaTCPpUAJIBHBIC 3aTPAThI IIPU IIPOBCACHUHN aHAJIN3a.
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11 SKCIIEPUMEHTAJIBHASA YACTb

I'naBa 3. XapaKTepncTHKa MaTEPHAJIOB UCCJICAOBAHUA N OﬁOpYIlOBaHI/Iﬂ

3.1. O0beKTHI UCC/IeI0BAHUSA, CTAHIAPTHBIE 00Pa31bl M XUMUYECKHE PeareHThl

B kadecTBe 00BEKTOB WCCIEIOBAaHMS BBIOpaHBI 00pa3Iel (heppoBaHAANS MapPOK
FeV80, ®Ba40YO75; depponnodus wmapoxk DHO658, FERRONIOBIUM;
dbeppoBosibhpama mapok ®B65 u ®B70; deppobdopa Mapku Pb12; cumukokaibius
mapok CK-15, CK-30 1 npoBojOKa C HAIOTHUTEIEM «CHUIMKOKAIbLUUW»; (eppoTUTaHa
MapoOK ®Tu70C0.5, OTu70CI; beppocunkoxpoma MapKu OCXA40;
beppocumukomaprania mapku FeMnSil8; mapranuesoit pyabl (OO0 «CTM-rpymm);
HIOC mapox Melubir 9563, AccuthermST-SP/235AL4D, AlsifluxGS-C7, SRCP015,
SRCP173P. Juamna3zoHbl ~ HOPMHUPYEMBIX  COJEpKAHUKA  KOMIIOHEHTOB B
paccMaTpuBaeMbIX MaTepuajiaX pPerjJaMEeHTUPOBAHBl HOPMATHUBHBIMHU JTOKyMEHTaMHU

(Tabmuma 3).

Tabnuua 3. HopMupyemble KOHIEHTpaIMM KOMIIOHEHTOB B HCCIIEyEMbIX 00pa3iax

HopmaTtusHsb1i Mapka
Marepuan Hopmupyemoe conepxanue ananuta, %
JIOKYMEHT oOpasna
Mn Si Cu Al P
Vv
He Ooiee
dBn
D®Bo40Y045 | 35-48 2,0 2,0 0,4 0,5 0,08
T'OCT 27130
FeV80 75-85 0,50 2,0 0,10 15 0,06
Ta Si Al Ti P
Nb+Ta Nb
T'OCT 16773 He Ooltee
dHO DOHb58 50-65 - 1,0 2,0 6,0 | 1,0 0,15
TC 0860-001- o
Ferroniobium - 63,5-67,5| 0,20 | 3,0 2,0 - 10,22
6449750
wW Mo| Si | Mn | Cu P As | Sn
OB HE MeHee He Ooiee
DB6S 65 6,0 /1,20| 0,60 |0,30| 0,10 (0,08|0,20
I'OCT 17293
DB70 70 2,010,80| 0,50 |0,20| 0,06 [0,05|0,10
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Martepuan HopwatnsHbiit Mapra HopMmupyemoe conepxanrie anainuta, %
JIOKYMEHT obpasia
B Si | Al
db HE MCHEe He OoJiee
TOCT 14848 D512 12 10 | 10
Si Ca Al | P
HE MCHEe He Ooee
CK I'OCT 4762 CK-15 50 15 1,0 0,02
TV 147980-003- CK-30 50 30 2,0 0,04
31184235 IIposonoxa 50 25 2,0 0,04
o [AL]Si[ P [Cu|V [MofZr]sn
OTx He Oosee
[OCT 4761 @Tu70C05 |68-75 5 |05 (005|022 |06 |06 |06 |0,10
@Tu70C1 |65-75| 5 (1,0 (0,05/04 | 30| 25| 20 (0,15
si Cr P
OCX HE MEHEE He OoJtee
I'OCT 11861 DCX40 37-45 35 0,03
. P
OCMu Mn Sl He Ooiee
I'OCT 4756 FeMnSil8 60,0-75,0 15,0-20,0 0,35
M Mo Mn P [ CaO | MgO |Al,O4 SiO;
aprasie- Fe
Bast pyza JIOTOBOPEHHOCTH 000 HE MEHee He Ooiiee
¢ nocramukom | CTM-Ipynn | 10-25 | 200 | 01 | 30 | 40 |10,0 20,0
CaO | SiO, | MgO | Al,0; [Fe;05Na,0 K0 [P205 [ TT0:
ITo @ 122 | M e s He Oonee
JIOTOBOPEHHOCTH ) 30,2-126,3-| 0,8- | 8,1- |1,2- | 4,9-
¢ noctasmon | PN 9963 | 33 61593 | 24 | 99 |28 | 59|20 | 10|10
. MgO| K,O [Fe,0O5 TiO,
CaO | SiO, |AlL,O3|MnO | Na,O
ITo He Oonee
norosopenHoctu |[AccuthermST-18,9-35,5-| 3,3- | 6,0- | 9,8- 180911405
¢ mocrasmmkom [SP/235 AL4D|21,9(385| 43 | 7,0 | 11,8 | ’ ’ '
MnO
HI0C CaO | SiO; | MgO | Al,O3 | Fe,03 | Na,O+K,O | He
Ooiee
TV 1523-001- |AlsifluxGS-C7|27,5-|29,5-| 2,8- | 4,5- | 1,2- 8.0-10.0 10
09503145 305(325| 48 | 65 | 22 ’ ’ '
ITo CaO | SiO; | MgO | Al,O3 | Fe,0;3 | Na,O+K,0
JIOTOBOPEHHOCTH 24.4- | 28,7- | 4,65- | 4,7- | 1,35-
C TIOCTaBILMKOM SRCPOI5 294 | 34,2 | 5,75 6,7 2,45 10.3-13.7
ITo CaO | SiO, | MgO | AlLO; | Fe;0O3 | MNO | Na,O+K,0
JIOTOBOPEHHOCTH 36,3- | 28,5- | 1,45- | 2,70- | 1,00- | 0,10-
C TIOCTABIIUKOM SRCP173P 3951|320 |265|365]| 155 | 1,20 7,10-9,15
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JIiss KOHTpOJISI TPAaBHJIBHOCTH BBITIONHEHHS HM3MEpPEHUH M0 pa3paboTaHHBIM
METOJMKAM W TIOCTPOEHUS TPaTyHMpOBOYHBIX TpadukoB ucmnois3oBam CO cocraBa:
cummkokanbitusa Tuna CK15 (d258) 'CO 1694-8911, tuma CK25 (D266) I'CO 2072-
911I1; deppoBonbsdhpama tuna GB70 (P186) I'CO 765-92I1, tuna ®B75 (d33a) I'CO
2853-84, tuna ®B65 (D48) I'CO 10223-2013; deppobdopa tauma ®b20 (D216) I'CO
718-83I1, Tuna ®b6 (P228) I'CO 1773-8911; peppocmnmukoxpoma tuna PCX48 (D240)
['CO 1131-85I1; pepporurana Tuna ®Tu3dSC7 (P168) I'CO 2043-9111, Tuna ®Tu70C1
(@306) I'CO 8023-94 u (P30B) I'CO 8023-94, tuna ®Tu35C8 (d43) 'CO 9048-2008;
dbepponukens manoxeneszucroro (O41) 'CO 8695-2005; heppocHIMKOIUPKOHUS TUTIA
OClLp45 (D276) I'CO 2183-93I1; maprania metamundeckoro tumna Mu95 (®56) I'CO
1095-90I1; deppomapranna yraepoaucroro tuna OPMu786 (D7r) I'CO 684-89I1;
dbeppocunmukomapranna tuna MuC17 (923-1) I'CO 10809-2016; xoHueHTpaTa
mapraunuesopyaHoro (P126) I'CO 431-8411; mmaka nomennoro (I1116) I'CO 1783-8911,
(I136) I'CO 1784-89I1; muaka cranermnaswibHoro (I4r) I'CO 1895-90I1; muraka
kouBeptepHoro (III5B) 'CO 1776-8711; ¢gnroca cBapounoro miasneHoro tuna OCI[-45
(IlI66) T'CO 1481-93I1, Tuma AH-20C (I78) I'CO 1769-88I1 mpoussoacta 3A0

«Uuctutyt cranmaptHeix oOpasuoB» (Poccus), a Takke wummnoptasie CO:

EURONORM-ZRM Nr 591-1 («BundesanstaltiirMaterial-forschungund—priifung»
(BAM),  T'epmanms); NCS HC28634  («NationalAnalysis-CenterforlronandSteel»
(NACIS), Kuraii); EURO-CRM 579-1, BCS-CRMNo0.362

(BureauofAnalysedSamplesL.td (BAS), Awnrmms);, SX32-23, SX32-19 (DILLIN-
GERHUTTELaboratory, I'epmanus). ATrecToBaHHBIC CO/IepKaHKs KOMITOHEHTOB B CO
MpeICTaBICHbI B Ta0IUIIE 4.

B pabote ncnonp30Baiy CleayOMne PEaKTHBHL:
— JI7I1 MUKPOBOJIHOBOTO PAa3JIOXKEHUSI MPOO: a30THasI, cepHas (KBamupUKaIUs «OC.9.»,
«Peaxum», Poccust), consHas, xjopHas (kBamudukamus «x.4.», «Peaxum», Poccus),
rIaBuKoBas (kBanmudukarms «x.4.», «Curma Tex», Poccust) u 6opHas (kBamuduxaius

«4.1.a.» «Peaxumy», Poccust) KUCIoThI;



Tabnuua 4. Xapakrepuctuka CO, ucnosib3yembix B pabote

CO, ucnoJb3yembie J1J151 aHaau3a GeppociiaBoB

I'cCO| TUI Si [ Mn]| Cr P Al Cu | Ti |[Ca|] V| Mo | W| B | Zr | Nb|Ta| Ni | As Sn | Co | Fe
® 16| PTu35C7| 6,44 | - 0,063 | 845 | 1,46 (33,11| - |0,208]| 0,112 | - 0,022 - - - - 0,023 | - -
® 186 ®B70 | 0,350,095 0,042 - 0,105| - - - 0,56 |74,7 - - - - 10,028 0,038 | - -
® 216 PH20 |0,73| - 0,0119] 1,546 |0,0120| - - - - - [20,91] - - - - - - - -
®22B| P56 |7,82| - 0,021 | 7,78 | 3,43 - - - - - [8,95] - - - - - - - -
D 246| ©XC48 499 | - (29,18 0,027 - - - - - - - - - - - - - - -
®258| CKI5 |515]| - 0,011 | 0,67 - - |21,3| - - - - - - - - - - -
® 266 CK25 |595| - 0,024 | 1,52 - 10,156|29,9| - - - - - - - - - - -
® 276| PCLp45| 26,1 | - 0,044 | 7,48 | 1,47 - - - - - 515| - - - - - - -
® 306|PTu70C10,191| - 0,0036| 3,76 | 0,040 |71,2| - [{086| 0,96 | - 052 | - - 10,046| - 0,023 | - -
® 30| PTu70CI1| 0,40 | - 0,0044| 3,63 |0,113|700| - |{056| 0,92 | - 0,397 - - 10,60 - 0,100 | - -
® 33a] ®B75 |0,62 0,089 0,017 - 0,060 | - - - 5,39 |78,9 - - - - 10,0020|0,0017| - -
D 41 OH - - - - 0,47 - - - - - - - - 1914 0,058 - 12,04]5,68
®d 43 | @Tu35C8| 2,50 | - 0,038 11,110,336 | 319 | - |0,152| - - 0,059| - - - - 0,013 | - -
®48 | ©B65 | 0,47 10,695 - 0,035 - 0,096 | - - - 10,047 |71,0 - - - - 10,037 0,031 | - -
28634| ®Bo | 1,89 |0,365|0,289| 0,093 - 0,064 | - - |47,32| - - - - - - - - - -
591-1| @Bo |0,847|0,307 0,0299| 3,19 |0,0596| - - 79,72 - - - - - - - - - -
579-1| @®H60 |103| - 0,064 | 1,86 - 10,567 - - - - - 162,87(3,85| - - 0,344 | - -
CO, ucnouanzyembie npu ananause HOC CO, ucnouab3yemble Npu aHaau3e GeppocuJINKOMAPraHua
rco CaO | SiO; | MgO | Al,O3| K;O | Na,O |Fe;,0O3| MnO | P,Os | TiO; ¥ MapraHIeBoOi Pyabl
1116 38,8 | 379 | 9,35 | 8,48 - - - 0,22 - - I'CO | CaO | SiO, | MgO | Al,O3| Fe Mn P
11306 31,7 | 30,1 | 12,1 | 14,5 - - - 0,58 - |16,05*| ®56 - 2,70* - - 2,71 | 95,90 | 0,065
4r 255 | 16,7 | 18,3 | 3,62 - - - 4,37 10,593 | 1,02 | ®7r - |0,575*] - - 12,75 | 79,80 | 0,372
158 48,3 | 16,0 | 3,14 | 1,25 - - - 4,89 - - |®23-1| - |4531*| - - - 67,53 | 0,235
meo |12,72| 39,2 | 1,60 | 3,00 - - 1,30 | 38,5 | 0,316 - D290 - - - - 2,16 | 84,60 | 0,053
178 240 | 234 | 114 | 298 | 0,94 | 1,41 | 0,56 | 0,40 | 0,025 - P126 | 2,02 | 150 | 1,16 | 1,87 | 1,56 | 43,24 | 0,209
SX32-23 138,09 |38,07| 9553 | 9,39 | 1,62 | 0,39 | 1,887 | 0,559 | 0,012 | 0,393 | P136 - 2,01 - - - 58,90 | 0,197
SX32-19 | 39,54 139,26 | 7,47 | 10,0 | 0,744 | 0,299 - 10,760 0,026 | 0,533 | I66 | 12,72 | 39,20 | 1,60 | 3,00 | 0,91 | 29,80 | 0,069
No.362 |44,21| 9,03 | 0,068 | 0,667 | 0,14 | 0,084 | 0,483 - - 0,047 |IIlpumeyanue * - mepecueT Ha OKCUIHYIO (popmy




— JUIS IPUTOTOBJICHHS PACTBOPOB BHYTPEHHHX CTAaHAApTOB KoHueHTparmeil 0,001r/cm’;
kaamui metamummdeckuid (99,9 %, 3A0 «MueHcKpokaTy»), UTTPUNA a30THOKUCIBIN 6-
BOJIHBIN (X.4., “BekTon”, Poccus);

— JIIsl TIPUTOTOBJICHUSI MOJIETIBHBIX PACTBOPOB U BHECEHHUs JOOABOK B aTTECTOBaHHbBIC
CO: uucTble METaUIbl MarHusl, ajJlOMUHUSA, MapraHila, HHUKENs, MEeIu, MOJMOJeHa,
KoOajbTa, HHOOUS, 0J10Ba, IUPKOHUS (> 99,9 % macc., Poccus), Tutan ryodatsiii TT'-90
(99,72 %, 3AO «MueHCKIpoKaT»), MeTaBaHaAaT aMMOHUs (4.1.a., «Pamoru», Poccus),
xKene3o kapbonuwiapHOe (oc.4., «Peaxmm», Poccus), okcum kpemums (IV) (4.nm.a.,
«Peaxum», Poccust), nuruapodocdar kamus (x.4., «Anbdaxum», Poccus), xkapboHat
KampIus (X.4., «Anbdaxum», Poccus), muxpomar kamms (4., «Peaxum», Poccus),
TUBOJb(QpamMaT HaTpusl ABYXBOAHBIN (X.4., «Bekton», Poccus), OopHas kucnora (oc.4.,
«Mercky», I'epmanus), xmopua kamus (X.4., «Crnextpxum», Poccus), Xmopua HaTpus
(x.4., «IITpomxumkommiekT», Poccusi», BonHbIi pacTBop MOHOB Mblbsika (I'CO 7143-

95, «I1ICOBBY), Boausrii pactBop noHoB TanTaia (I'CO 8857-2007, «YI'TY-VIIN»).

3.2. AHAJIMTHYeCKOe U BCIIOMOraTe/ibHOe 000py/10BaHHue

[Tpo6GomoAroTOBKY HCCAEAYEMBIX MAaTEPUATIOB OCYIIECTBIISIIN C UCTIOIB30BAHUEM
MUKPOBOJTHOBBIX CHCTEM:
- «Milestone High Performance Microwave Labstation ETHOS PLUS» (Hranus) [86]
momHocThio 1000 BT ¢ aBTOKIaBamMu potopa Beicokoro nasicaus HPR — 1000/10S
(BuyTpeHHui 00béM 100 wmu, paGouee maBmenme 100 atm), I 3agaHus |
MOCIIEAYIOMIETO KOHTPOJS MapamMeTpOB MHUKPOBOJIHOBOTO PA3JIOKEHUS HCHOJIB30BaJH
NIEPCOHAIBHBIN KOMIBIOTEp ¢ omeparmonHon cuctemoir Widows 98 u mporpaMMHBIM
obecrieuenneM EASYWAVE 3.2, KOHTpoib W3MEHEHHS TEeMIepaTypbl BHYTPHU
aBTOKJIAaBOB OCYIICCTBISUIM C TPUMEHEHHEM BOJIOKOHHO-onTHYecKoro 30Hma ATC —
400, nns nmpaBUIBHOM TE€pPMETU3AIMU aBTOKJIABOB MCIOJIB30BAIN JUHAMOMETPUUYECKUI
KITIOY;
- «SpeedWave four» («Berghoff», TI'epmanus) wmomuocteio 1500 Bt ¢
dropornactoBeiMu cocynamu DAK-100/4 (BryTpenHuit o0bém 100 M, pabodee

nasnenue 100 aTM), KOTOpble CHAOXKEHbI MPEAOXPAHUTENHLHON METaUIMYeCKOn
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MeMOpaHOM, MO3BOJIAIOIIEH O€30MacHO COPOCUTH JABJIEHHWE B Cllydae CIOHTAaHHOM
peaxiuu, Ui yrpaBieHHs apaMeTpaMi MUKPOBOJIHOBOTO PA3JIOKEHUS UCTIOIb30BAIN
KOHTPOJIbHBIHN 070K ¢ MUHU-KOMIIbIOTEpOM «Power PC 5200» 1 ceHcopHBIii SKpaH.

ATOMHO-3MHCCUOHHOE OIPEAEICHUE KOMIIOHEHTOB BBINOJHSUIM C TOMOIIBIO
aTOMHO-3MHCCUOHHOTO CIIEKTPOMETpPA C MHIYKTHBHO CBs3aHHOM 1utazmoit «iCAP 6500
Duo» ¢upmbl «Thermo Fisher Scientificy (CHIA) (tabmuma 7). Hdns 3amanus u
KOHTpPOJISI NapaMeTpPOB NPHUMEHSIN IE€PCOHAIBHBIN KOMIIBIOTEP C OIEPALMIOHHOM
cucremoir Windows 7 u nmporpamusiM obecrieuerneM i TEVA.

Omnpenenenue conep)KaHuWs KOMIIOHEHTOB 10 CTaHJAPTHBIM — METOJUKaM
MPOBOIMIIU TIPU MOMOIIN aTOMHO-abcopOimonHoro crnekrpomerpa (AAC) «SpectrAA
220» ¢upmbl «Varian» (ABctpanusi) [85] u ciektpodorometpa «Helios Alfay upmer
«Thermo Electron Corporationy» (CIIA).

Jl1is 3a1aHust ¥ KOHTPOJIS TapaMeTPOB MPUMEHSUIN TIEPCOHAITBHBIE KOMITBIOTEPHI C
onepanmonnoi cucremoit Windows 2000 u mporpaMMHBIM obOecrieueHrneM SpPectrAA
Win mms AAC u c¢ onepammonHoii cuctemoir Windows 2007 u mporpaMMHBIM
obecrieuernneM Vision Pro mns cnekrpodortomerpa. [Tapamerpsr paboTsl mpuOOpOB

BBIOHpaIM B COOTBETCTBHH C PEKOMEHIAUSIMU (DUPM — IMTPOU3BOIUTEIICH.
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111 PE3YJIBTATBI U OBCYXIEHUSA

I'nmaBa 4. O00cHOBaHUE COCTABOB PEAKIIMOHHBIX cMeceii /151 BCKPHITHS P00
¢peppocmiasos, IIOC, MHM u pe:xuMOB aBTOKJIABHON MPOOONOATOTOBKHU B

YCJI0BHUSIX MUKPOBOJIHOBOI'0 HATPeBa

HaunbGonee »ddexTuBHBIM C€ITOCOOOM BCKPBITHS TPYIHOpPA3IaraeMbIX Mpod
SBJISIETCS. IPUMEHEHUE aHAIMTUYECKUX aBTOKJIABOB, B KOTOPBIX MPOLIECCHI EPEBEACHMUS
B pacTBOP IIPOTEKAIOT MPU MOBBILIEHHOM JAaBJICHUU U TeMIleparype. B Takux ycinoBusix
NOSIBJISIETCS.  BO3MOYKHOCTh ~ NPUMEHEHHS  NPAKTUYECKH  CTEXHMOMETPUUYECKUX
COOTHOILIEHUM 3JIEMEHTA U PEAareHTa. JTO IMO3BOJSET COKPATUTh IPOJOJIKUTEIBHOCTD
BCKPBITHUS MTPOOBI IO CPABHEHUIO C OTKPBITBIMU crcTeMamMu. CoueTaHne aHATUTUYECKHUX
aBTOKJIABOB C MUKPOBOJIHOBBIM HarpeBOM oOecrneunBaeT Hanbosiee ObICTPOE U MOJTHOE
pa3iloKeHUEe  YCTOWYUBBIX  COECOUHEHMM, BXOIAIIMX B  cocTaB  00pa3loB.
NHTeHcnukanuy pas3inoxkeHus: CoCOOCTBYET OBICTPBI HAarpeB MpPOObI «U3HYTPU» 3a
CUCT TMOJIApHU3AIMKM JUMONed W Murpandd wWoHOB [86]. BaxHoi 3amaucit mnpwu
MUKpPOBOJIHOBOM BCKPBITUU NMPOO SIBIsIETCS BBIOOP 3((HEKTUBHON pEaKIMOHHOW CMECH
JUISL TIOJIHOTO TEpPEBEJECHUsT BCEX KOMIIOHEHTOB B pPAcTBOp W  ONTUMHU3ALMSA
TEMIIEpAaTypHO-BPEMEHHBIX  [1APaMETPOB  HAarpeBa  aBTOKJIABOB,  MCKJIFOYAOIINX
BCKPBITUE U MTOTEPU ONMPEAEISIEMBIX 3JIEMEHTOB. [Ipy BbIOOpE peaKIIMOHHOM CMECH IS
BCKPBITHS NMPOO BaXKHO YUUTHIBATh XUMHUKO-aHAIIUTUYECKHE CBOWCTBA aHAIM3UPYEMBIX
OOBEKTOB, PEAareHTOB, a TaK K€ MOCIEAYIOIUN METOoJ aHaiu3a. Takxke HeoOXOAUMO
OpUHUMATh BO BHHMMaHUE BO3MOXHOCTb OOpa30BaHUs JIETYYMX COEIUHEHUUN
ONpENENsieMbIX KOMIIOHEHTOB WJIM COOC&XKIEHHE B XOJ€ MIPOOOIMOATOTOBKH.
[IpumeHeHne KUCIOTHBIX cMecel Juisi BCKpbITHs Tpod (depocmiaBos, IIIOC u pyanbix
MaTepHayioB SIBISETCS Haubojee OBICTPHIM CIIOCOOOM pa3IOKEHUS, HUCKIIOYAIOIIIM

nomnaaaHuc B paCTBOP IIOCTOPOHHHX BCIICCTB.
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4.1. BeiGop cocTaBa KHCJOTHBIX cMecel /I BCKPbITUSI TPO0 (heppociiaBoB,

IIOC u pyAHBIX MaTepHAJIOB

BbIOOp KayeCTBEHHOTO U KOJIMYECTBEHHOIO COCTaBa KHUCJIOTHOM CMECH
IPOBOJMIM C YY4ETOM XHMHYECKOTO COCTaBa HCCIAEAYEMbIX MpoO MpU MEAJIEHHOM
HarpeBe aBTOKJIABA B MUKPOBOJHOBOM Ioje MOIIHOCTBIO 800-900 BT co CKOpOCTBIO
5°C/mun o 100°C, 150°C, 200° u BbIAEpKUBAHUU [IPU MAKCUMAJILHOM TeMIiepaType B
teuenue 20 - 30 mun npu MomtHOCTH 700 BT (Tabnuia 5), KoTopoe KOHTPOIUPOBAIH
BU3yabHO U myTeM aHanu3a CO metomom ADC UCII.

[lepBoHayanbHO Ha 3Tane BbIOOpa PEAKUMOHHOM CMECH  CTPEMMHIIUCH
UCIIOJIb30BaTh HamOoJiee MPOCTOM COCTaB, BKIIOYAIOUIMN IUJIABUKOBYIO KHCIOTY,
00€ECIEYnBAOIIYI0O TIEPEBEACHUE B PACTBOP HE TOJBKO KPEMHHUS, HO H
TPYAHOPACTBOPUMBIX CHJIMUUIOB pA3JIMYHBIX METAUIOB, W Aa30THYK KHUCIOTY,
BBICTYMAIONIYI0O B pojin okucaurtensa. [lo Mepe HEOOXOOUMOCTH KHUCIOTHYHO CMECh
JOTIOJIHSATIM ~ BBICOKOKUITAIIMMH ~ KUCIOTaMH C LENbK0 HCKIIOYEHHS BCKPBITUSA
aBTOKJIABOB 32 CUET TMOBBILIEHUS JABJICHHUS W KUCIOTAMH, WHULIUUPYIOIIUMHU
JNECTPYKLHMIO MHANBUYAbHBIX KOMIIOHEHTOB UCCIEAYEMBIX 00pa3OB.

B T10 xe Bpems, pacTBopeHue ImpoO (deppoHHUKENs, HE COAepIKaIIUX
3HAUUTEIBHBIX KOJMYECTB KPEMHHUSI M, KakK CIEACTBUE, TPYAHOPACTBOPHUMBIX
CHWJIMLIMJIOB, BO3MOXXHO B OTCYTCTBUM IUIABUKOBOM KHCIJIOTBI B PEAKL[MOHHOW CMECH.
VYuuTpiBas MacCUBALMI0 HUKENS B KOHIIEHTPUPOBAHHBIX KHUCIOTaX, pPa30KEHHE
0o0pa3LoB MPEeAJIOKEHO OCYIIECTBIAThH B CMECH pa30aBIEHHON a30THOW M CEpHOM
KHCIIOT B COOTHOIICHUH 5:2. BBeneHue cepHON KHCIOTHI, 00JalaroIieil BBICOKOU
IJIOTHOCTBIO, UCKITFOYAET pa3repMeTHU3aliio aBTOKJIABa U MO3BOJISET MPOBOJIUTH HArpeB
C BBICOKOH CKOPOCTBIO TMOJbEMa TeMIeparypbl. Pe3ynbTaThl  omnpeneiaeHus
HOPMHPYEMBIX dJeMeHTOB Tmocie paznoxeHus ['CO cocrtaBa depponukens (D41)
meronoM ADC MCII nmokaszano, 4TO MOJHOE pPAacCTBOPEHUE MPOObI MPOUCXOAUT IPH
HarpeBe aBTokiana 10 150°C.

st paznoxeHus: mpod heppocUTMKOIUPKOHUS U (peppoBosibPpamMa PUMEHSITH

PEaKIMOHHYI0 CMECh MPOCTOr0 COCTaBa, cocrosiryto u3 nByx kucior: 2ZHNO; + 1HF.
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Hanuurie 0onblIoro KojaudecTBa miaBuKoBON KUchnoThl (=30% oT 0011ero KoJu4yecTBa
CMECH) NO3BOJISIET NIEPEBECTH B PACTBOP TaKWE BJEMEHTHI, KaK LIUPKOHHUI, KPEMHUI U
BosibppaM B BuAe (TOPUIAHBIX KOMIUIEKCOB. BKIIOWeHHE B PEaKIMOHHYIO CMECh
a30THOM KHUCJIOTHI TMOBBIIIAET HMHTEHCUBHOCTH PA3JIOKEHHUS TPYAHOPACTBOPUMBIX
CIJIMIUAOB M KapOWIOB, NPUCYTCTBYIOIIMX B TMpoOax. BcrencrtBue akTHUBHOTO
B3aMMOJICUCTBUSI KOMIIOHEHTOB OOpa3liOB C PEaKIMOHHON CMEChIO MJIsi MCKIIIOYEHUS
pasrepMeTH3alNH ABTOKIABA CYMMapHBIH O0OBEM CMECH YMEHbBIICH 10 3 CM-.
BusyanpHO mpo3pauHbie pacTBOPHI MPH PA3NOKEHUU (PEPPOCUIUKOLMPKOHUS U
dbeppoBosibpaMa MOJydeHBI Npu HarpeBanuu apTokiaBa jgo 100°C. Opnako,
npensaputenbubiii ADC MCII ananu3 obpasnoB mokasan, yto HarpeB a0 100°C we
o0ecrneunBaeT MOJIHOE MEePEBEACHNE KOMIIOHEHTOB (heppOCHIIMKOIIMPKOHUS B PACTBOP.
[ToaToMy paznoxenue mnpod Qeppocuukonupkonus ocymecTBsum npu 150°C, a
deppoBonbsdhpama — mpu 100°C.

st pactBopenust po0 dheppoBaHaius B OTKPBITBIX CUCTEMAX JJIsl ONPEACIICHUS
Si, Al, Mn u Cu mpuMeHsieTcsl pacTBOp Ha OCHOBE COJISTHOM M a30THOW KucioT [87], a
npu onpeneneaun V, P u Cr B cMech JOMONMHUTEIHHO BKIIOYAIOT CEPHYIO H
IUTaBUKOBYIO KUCITOTHI [88-90]. DkcnepuMeHTaIbHBIC UCCICIOBAHMS TOKA3AIH, YTO MPH
pacTBopeHHH (¢eppoBaHaIus B aBTOKJIABE B YCIOBHSIX MHKPOBOJHOBOTO Harpesa,
BO3MOYKHO YMEHBIIIUTH COJEP’KAaHUE IUIABUKOBOW KHCIOTHI M HUCKIIOUUTH U3 CMECH
CEpHYI0, KOTOpasi MOKET CIOCOOCTBOBATh OOPA30BAHUIO OCA/IKa KPEMHHUEBOM KUCIIOTHI
U, CJeIOBaTeNbHO, TOTepsM KpeMmHusa. [lockonbKky B ¢eppoBaHamuu CoAepKaHHUE
yraepojia He mpeBbimaeT 1%, BOZMOXHO TaKKe YMEHBIIHTh M COJEPKaHHE a30THOU
kucnoThl. [lomHOEe KonMMYecTBeHHOE TiepeBeleHHe B pacTBOp MpoO deppoBaHadus
HaOmonaercs npu npuMmeHeHun cmecu kuciaor HCl + HNO; + HF B cooTHoleHuu
6:3:1 mpu HenpepriBHOM HarpeBe 10 200°C, uto 00BACHIETCS MPUCYTCTBUEM B TIPOOE
TPYAHO pa3iaraeMbIX COSAMHEHUN MapraHiia 1 Xpoma.

OCHOBHBIM KOMIIOHEHTOM KHCIIOTHOTO pPacTBOpa JUII MHUKPOBOJIHOBOTO
pacTBOPEHMsI  MapraHercojaepkammux  MaTepuayiioB  (deppocuiIrKkoMapraHiia U
MapraHieBON py/bl), BKIIOYAIOIMINX 3HAYUTENIbHBIE KOJUYECTBA MapraHIla, SBISETCS

COJIs1HasA KHUCJIO0Ta. 9KCHepI/IMeHTaHBHO YCTAHOBJICHO, YTO INPUMCHCHUC PCAKIIMOHHBIX
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cmeceir cocraa HClI + HNO; + HF B pa3iuuHbIX COOTHOIICHHMSX IIPH Harpese
aBTokiaBa 10 100°C u 150°C He mo3BOJSIET NOJHOCTBIO MEPEBECTU HABECKY MPOOBI B
pacTBOp, HaOJIOAAeTCA TPUCYTCTBUE HEPACTBOPHUMOIO OCTaTKa, YTO CBS3aHO C
COJIep)KaHUEM B CTPYKType OOpa3loB CIOXKHBIX KapOWJOB Maprahiia M >Kelesa.
[Tosromy nipu paznoxeHn MHM MHUKPOBOJHOBBIN HATPEB MPEIIOKEHO OCYIIECTBIISITh
no 200°C. Opnako pacTtBopeHHME NTpoO0 B KHUCIOTHOW CMECH, OCHOBY KOTOPOW
COCTAaBJISIET JieTKoJieTydast consiHast kucnota mpu 200°C conmpoBOKIAETCS BCKPBITHEM
aBTOKJIaBa. [loTOMY ISl MCKITIOYEHHS] pa3repMeTH3allii aBTOKJIABa MpPU HArpeBe B
PEaKIMOHHYI0O CMECh MPEJIOKEHO BBOJUTH BBICOKOKHUIIAIIYIO CEPHYIO KHCIIOTY,
CHIDKAIOIIYIO JaBJICHHE HACBHIIICHHOTO Mapa. TakuM o0pa3oM, sl Pa3ioKEeHHS
MapraHelCco/IepKalluX MaTepPHajoB HWCIIONB30BAIA peakiuoHHyto cvech 3HCI +
2HNO; + 1HF + 2H,SO4 u Temnepatypy 200°C.

Hcnonp30BaHne cMecH aHaJOTHYHOTO COCTaBa IS pasiokeHus ¢geppobOopa He
oOecrieynBaeT TMOJHOTO pacTBopeHus mpoOsl. I[lockonbky B mpobax conaepkarcs
3HAYUTENbHBIE COJECpXKaHUS Oopa, KOTOPBIA XOpOIIO PAacTBOPSETCA B KHUCIOTaX-
OKHCIIUTENSIX, B KHCIOTHOM CMECH TPEIJIONKEHO 3aMEHHTh CEpHYI KHCIOTYy Ha
xiopuyto. Takum oOpaszom, cmech Ha ocHoBe HCIl, HNOjz; HF, HCIO,4, B3sThIX B
cooTHotmenuu 1:1:1:1 cnmocoOcTByeT moJiHOMY nepeBeieHnIo heppobopa B pacTBOp MpHU
HarpeBe aBTokiaBa 0 200°C 1 1mMO3BOJIIET UCKIIOUNTH MPOIEAYPY CIUIABICHUS MPOOBI
C TEPOKCUJIOM HATPHSs, HCIOIB3YIONIYIOCS B HACTOAIIEE BpPEeMs ISl Pa3lIOKCHUS
dbeppobopa B MPOU3BOICTBEHHBIX JIA0OPATOPHSIX.

Panee nnst paznoskeHust IPUPOJIHBIX M TPOMBITIUICHHBIX CUJIMKATHBIX MAaTEpUAJIOB
(MMHEpANBHOTO CHIPhsI) B YCJIOBHUAX MHKPOBOJHOBOTO HarpeBa pPEeKOMEHIOBaHA
oJHOCTaauitHas o0paboTka oOpasnoB cmecbio HCI, HF u H3BO; [56]. O6pasyromasics
HEIMOCPEJICTBEHHO B peakinoHHoM cocyae HBF, criocoOcTByeT ynepKuBaHUIO KPEMHUS
B PacTBOPE U MPEAOTBPAIIACT BIMAJICHUE B 0CATO0K (PTOPHUIHBIX KOMIUICKCOB KaJIbITUS U
amomunnst  (Ca[SiFe], [AIFs]®). IlockombKy B CHIMKOKAIBLHH PHCYTCTBYIOT
3HAYMTEIbHBIE KonmudecTBa Si (Oomee 50% wmacc.) u Ca (6omee 15% wmacc.), mis
MOJIHOTO TEpeBe/ieHus B pacTBop MpoO QeppocmiiaBa MOPEIIOKEHO HU3MEHUTD

KAQUECTBEHHbI W KOJWYECTBEHHBIM COCTAB KHCJIOTHOM CMECH U TEMIIEPATypy
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pa3ioXKeHHsl.  DKCIEPUMEHTAIBHO  YCTAHOBJIEHO,  4YTO  JJIil  PAcTBOPEHUS
MPOU3BOJICTBEHHBIX  00pa3lOB  CUJIMKOKAIBIUSA, XapaKTEPU3YIOIIUXCS  BBICOKOU
HEOJHOPOHOCTHI0, HEOOXOAUMO JOMOJHUTh PEAKIIMOHHYIO CMECh a30THOM KHUCJIOTOM.
Jlydmne pe3ynbTaThl NMPU AECTPYKIUU CUIMKOKAIbIUSA MOJYYEHBI MPU NPUMEHECHHUH
KHCIIOTHOM cMecu ciaeaytomiero cocraBa: 2 r HzBOjz; HCI+HF+HNO; (7:7:4).
Paznoxenue npod CUIMKOKAIBLUS MPEAJIOKEHO ocyecTBIATh mpu 150°C, mocKoabKy
HarpeB A0 200°C compoBOXKIAeTCsi BCKPBITUEM aBTOKJIaBa H3-3a ITOBBIIICHHOTO
JIABJICHUSI HACBIIIEHHOTO napa, a npu HarpeBaHuu 10 100°C He mocTUraercs IMoJHOE
paznoxxkenne mpoOwl. [lockonbky IIOC wuMerOT ONM3KHMIA XUMHUYECKHH COCTaB C
CUJIMKOKAJIBIIMEM, PaA3JIOKEHUE MNPOoO0 PEKOMEHJIOBAHO TMPOBOJUTH B PEAKIUMOHHOU
cmecu aHajmoruvHoro cocraba: 2 T HzBOjz;, HCI+HF+HNO; (7:7:4), Ho mpu Ooiee
BbICOKOM  Temmiepatype (200°C) BcieacTBUE MNPUCYTCTBUS B HUX  BBICOKHX
KOHIICHTPAIU} aTIOMUHUS.

W3-3a comepikanus B (eppoTHTaHE 3HAYUTEIbHBIX KommuecTB Al, Mo, V, Si, mis
€ro pas3joKEHUs] MPUMEHSIIA CMECh COJISTHOM, CEPHOM, TIJIABUKOBOM M a30THOM KHUCIIOT.
YuuTeiBas, YTO OCHOBHBIM MAaTPUYHBIM DJEMEHTOM SBJISIETCS THUTaH, KOTOPBIN
XapaKTepu3yeTcss BBICOKOW pPACTBOPUMOCTBIO B COJITHOW KHCIIOTE, €€ 00beM B
PEaKIIMOHHON CMECH MPEIJIOKEHO YBEJIUYUTh M0 CPABHEHUIO C KOJIMYECTBOM CEPHOU U
r1aBuKoBor kuciot. PactBopenne mpoOsl ipu 100°C okazanoch Manod)@PeKTUBHBIM,
MOATOMY JIJIsi MHTEHCU(DUKAIIUU PA3IokKeHUsT (heppOTUTaHA YBEIMUUBAINA TEMIIEPATYpy
HarpeBa aBTokiaBa g0 150°C. Jlna pasnoxenus npoO deppoTuTaHa PEeKOMEHI0BaH
JIBYXATAIHBIA PEXHUM, KOTOPBIM OOYCIIOBIIEH MAacCUBAIIMEH TUTaHA a30THOW KHCIIOTOM.
[TosTomy Ha mepBoM 3Tare oOpasel nmoasepractes aeiicteuio cmecu 2H,SO,+ 3HCI +
0,5HF, uckimrogaromieid pazrepmeTrsaiuio aBTokyiara npu Harpee g0 150°C. 3arem B
CMECh BBOJUTCS a30THAsl KMUCJIOTA U OCYIIECTBIsIeTCsl HarpeB aBTokiana 10 100°C.

ITockonpKy XpOM TakKe MOABEPKEH MAaCCUBALMM a30THOM KHUCJIOTOW JUIA
BCKPBITHS P00 (PeppOoCHIIMKOXpOMA TaK K€ TPEIJIOKEH JIBYXCTYIIEHUYAThIM Harpes. B
COCTaBE PEAKIMOHHON CMECH Ha IMEpPBOM ATare Pa3ioKEeHHS YBEJIMYEHO COJEpKaHue
MJJTABUKOBOM KHCJIOTHI BCJICICTBHE TMPHUCYTCTBUSI B MPOOE 3HAUUTENIHHBIX KOJUYECTB

KPEMHUS Ul MCKIIIOUEHHUsI 00pa3oBaHusl OCaJka KPEMHHEBOW KUCIOTHL. A TMOCKOJIBKY
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XpOM  CIOCOOeH 00pa3oBbIBATh TPYIHOPACTBOPUMBIC CHIIMIHMIBI W KapOWIBI,
Temmneparypa paznoxkenne mnpod mosbimieHa a0 200°C. Takum o6pasom, ams
pasnoxkeHusi  (HEePPOCUITUKOXPOMA  HCTOIB30BAIA  JABYXATAITHBI  MHUKPOBOJHOBBIN
HarpeB aBTOKJIaBa: Ha MEepPBOM 3Tare oOpasell rnmojasepraercs aecteuto cmecu 1H,SO, +
2HCI + 1HF npwu 200°C; Ha BTOpOM 3Talie CMeCh JOTMOJIHSICTCS a30THOW KHCIIOTOW H

HarpeB ocymectisercs 10 100°C.

Tabnuna 5 — Beibop coctaBa peakIIMOHHBIX CMECEH ISl BCKPBITHS 00pa3IioB

Temmneparypa, °C

O0beKT CocTaB KHCJIOTHON cMecH
100 150 200
1 2 3
2HNO; +1HF - + +
OH

5HNO3(1:1) + 2H,S0O, + + I

1HF + 2HCI + 1HNO; - - +

OCllp
2HNO; + 1HF + + !
1HNO; + 1HF - - +
dB

2HNO; + 1HF + . }
2HNO; + 1HF - - +

®Bx  [4HNO; + 2HF - - +
3HCI + 1,5HNO;+ 0,5HF - + +

2HCI+ HNO3 + 0,5HF - - -

MuM |5HCI+2HNO;+ 3HF - + I
3HCI + 2HNO; + 1HF + 2H,S0O, - + +

O 3HCI + 2HNO3 + 1HF + 2H,S0, + + +
3HCI + 3HNO; + 3HF + 3HCIO, - + +

Ir H;BO3; + 1HCI + 2HF - - -

CK |2r H3BO3; + 5HCI + 5HF - + !

2r H;BO; + 3,5HCI + 3,5HF + 2HNO;, + + I

2r H;BO3; + 3,5HCI + 3,5HF + 1HNO, - + +

IIOC |1r H3BO; + 5HCI + 5HF + 2HNO4 - + !
2r H;BO; + 3,5HCI + 3,5HF + 2HNO;, - + +
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Oxonuanue TabIubI 5

1 2 3
3HCI+2H,SO,+1HF+2HNO; - + +
®Tu |13ran: 2H,SO,+ 3HCI + 0,5HF N . |
2 ramn. + 2ZHNO;
1 sram: 1HF + 4H,S0O, |
2 otar; + 2HNO, ) ) '
dCX
1 9ran: 1H,SO, + 2HCI + 1HF
+ + +

27tam. + 2ZHNO;

VcnoBHbIe 0003HAYEHUS

- — IPUCYTCTBUE HEPACTBOPUMOIO OCAJKa B PaCTBOPE;

+ — MyTHBIH pacTBOD;

+ — BU3yaJbHO IPO3PAaYHbII paCTBOP, OCAT0K OTCYTCTBYET;
| — pasrepmeTH3anus aBTOKJIaBa

4.2 OnTuMHU3alUs YCI0BH MUKPOBOJHOBOI0 HarpeBa 00pa3ioB B aBTOKJIABe

Ha nmoiaHOTy MUKpPOBOJIHOBOIO Ppa3lIOKEHUS MATEpUaJIOB TAKKE CYIIECTBEHHO
BIIMSET QJITOPUTM TOBBIIIEHUS TEMIEPATYypbl B ABTOKJIABE - PE3KOE YBEIUYCHHE
TEeMIIepaTypbl NPUBOJUT K CYLIECTBEHHOMY YBEIMYEHUIO JABJIEHUS BHYTPU HETO M
pasrepMeTH3aluy, a MEMJICHHBIM HarpeB YUIMHAET Mpolecc MNpoOONOArOTOBKH.
[ToaToMy OBUIM HCCHEAOBaHbI YCIOBHUSl MOCTAJUMHOTO HarpeBa aBTOKJIAaBa C Oojee
BBICOKOM CKOPOCTBIO U BBIJEPKUBAaHUEM TP IPOMEKYTOUHBIX TeMIEpaTypax B
TeyeHue 2 — 4 MUH Ui cTaOWiu3alMu JaBJieHUsT BHYTpU Hero. [lnms BwiOopa
ONTUMAJIbHOM TeMIepaTyphl, 00€CIIEUNBAIOICH MOTHOE BCKPHITUE MPOO, MOCTENEHHO
CHI)KQJIM MaKCUMAaJIbHYIO TEMIIEPATypy BO3JEHCTBHS, YCTAHOBICHHYIO paHee (paszen
4.1). [ns cokpamieHusi MPOAOHKUTEIIBHOCTH MHKPOBOJIHOBOM MPOOOMOATOTOBKHU
U3ydaJld BIUSHUE BPEMEHU BBIICPKUBAHUA NPU MAKCUMAaJIbHOM TeMIiepaType Ha
MOJIHOTY BCKPBITUSI 00PA3IOB.

AHanu3 TeMmnepaTypHO-BPEMEHHBIX IMapaMeTPOB MUKPOBOJIHOBOW JAECTPYKLUU
nokasaji, 4to (¢eppoBoiibpaM BO3MOXKHO TOJHOCTHIO IEPEBECTH B PacTBOp MpH

HarpeBaHuu 10 95°C. MHKpOBOJHOBBII HarpeB MPEMAJIOKEHO OCYIIECTBISATh B OJHY
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CTaJUI0 TPHU BBIACPKUBAHUU TPU MaKCUMaJIbHOW TeMIiepaType B TEUYEHHE 5 MUH

(pucyHok 1).
. . 100 -
Z 100 - 2
H - i 90 -
= 90 - ‘§.
g | = ]
580 - = 80
1 =
25 70 - Z 70 -
2 - g
g 60 - = 60 -
= ' - g
E 50 - . . . = 50 - . . .
= 100 95 90 = 20 10 c 5
Temmneparypa, °C Bpemsi BbIIep:KMBaHMS, MUH
a) 6)
100
& / °
. 80
3
=3 /
2 60
]
g /
2 40
= /
-5}
= 20
O T T T T 1
0 2 4 6 8 10
Bpems, mun
B)

Pucynox 1. Onrtumuzaiusi MakCUMaJIbHOW TeMIepaTrypbl BO3JeHCTBUS (a),
MPOJOIKUTEILHOCTA  BBIJICP)KMBAHUS TPU  MaKCHUMajdbHOM  Temmeparype (0),
POrpaMMbl MEKPOBOJIHOBOTO pa3jioxeHus (B) heppoBosbdpama

B xome »9KkcnepuMeHTa yIanoch CHHU3UTh TEMIEpaTypy  pa3iiokKEHUA
beppocwnukonpkonusi u - depponukenss co 150°C go 110°C. VYBenuueHwue
TeMIepaTyphbl MPEIJIOKEHO OCYIIECTBIATh B OJIHY CTeNeHb. HarpeB aBTOK/IaBa MpHU
pasnoxkeHnn (GEepPPOCUITUKOIUPKOHUS OCYIIECTBISIA €O cKkopocThio 17°C  /mMuH,
MPUCYTCTBUE B PEAKIIMOHHOM CMECH BBICOKOKHUIIAIIEH CEpPHOM KHUCIOTHI MpHU
pacTBOpeHUH (PePPOHUKEIIS TO3BOJISIET MTPOBOUTH HArpeB ¢ 00JIEe BHICOKOW CKOPOCTHIO
(25°C/mMuH). BBumgy oTCyTCTBHsI B Tpo0Oax TPYAHOPACTBOPUMBIX COCAMHEHUH IS
MOJTHOTO Pa3JIoKEHUs O0Opa3IoB JIOCTATOYHO BBIJEPKUBAHUE TIPU MAKCUMAIbHOM
TeMIiepaType B TeYeHHE 3 MUHYT s (EeppPOCUIUKOIUPKOHUS U 5 MUHYT IS

beppoHukens (PUCYHOK 2).
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TlosiHOTA BCKPBITHS NIPOOBI, Yo

0)

IosHoTa BCKPBITHS NPOOBI, %0

Temnepatypa, °C

e)

100
98
96
94
92

90

100
98
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92
90

120
100
80
60
40
20

20 10 3 2

BpeMﬂ BbIACPKUBAHUSA, MUH

150 130 110 100

Temneparypa, °C

2 4 6 8 10
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Pucynox 2. Ontummzaiusi MakCUMalbHOM TeMIlepaTyphl BO3JEHCTBUS TIPH

paznoxkennn DOCLp (@) u DPH (r), NpoaODKUTEIBHOCTH BBIICPKUBAHUS TIPU

makcumanbHoi Temmepatype @Cllp (6) m ®H (x), mporpamMMbl MHUKPOBOJIHOBOTO

paznoxenust @Cllp (B) u ®H (e)

HJ’IH PAa3JIOKCHUA CHIIMKOKAJIBIUS OITHUMAJIBHBIM ABJIACTCA I[BYXCTyHeH‘-IaTblf/'I

MUKPOBOJIHOBBIM HarpeB aBTOKJIaBa co CKOPOCThio 25°C/MuH u 16°C/MHUH Ha TIEpBOH U

BTOPOIl CTYINEHH, MO3BOJAIONIMN CHU3WTH TemmepaTrypy pactBopenus g0 140°C.

VYMeHbIlleHHe CKOPOCTM HarpeBa Ha BTOPOM CTYNEHH CBS3aHO 0OOpa3oBaHHEM
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3HAUYUTENLHOTO KOJIMYECTBA JIETKOJETYUUX coequHeHui. boiee BhICOKHME copepKaHus
amromuausa B npodax IIIOC, a Takke NMpUCYTCTBUE 3HAYNTEIBHBIX KOJUYECTB MArHHS,
oOycnaBnuBatoT 0Oojiee BBICOKYIO TEMIIEpaTypy pas3joKeHUs oOO0pasloB, KOTOpas
coctaBisieT 165°C, u BpeMs BbIIEp>KUBaHUS MPU MaKCUMallbHOW Temmeparype - 20
MmuH. [Ipu 3TOM yBenudeHNe TeMIepaTyphbl IPeII0KEHO OCYIIECTBIISTh B IBE CTYNICHU

co ckopocTthio 13°C/muH (pucyHoK 3).
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50 T T \ : : :
150 140 130 20 10 3 2
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0 - . . . £ 90 . . |
0 5 10 15 g 200 180 165
=
Bpewsi, Mun Temneparypa, °C
B) r)

Temnepatypa, °C

100 - 200
9% - ._4//,
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94 - "/"_'
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90 = T T T 0 T T T T T T T 1
30 25 20 15

0 5 10 15 20 25 30 35

IlosHOTA BCKPBITHSA IPOOBI, Yo

Bpemsi BoIIep:KHBaHNUS, MHH Bpemsi, mun

1) e)

Pucynox 3. Onrummzarus MaKCUMaJIbHON TeMIlepaTyphl BO3JCHCTBUS TIPH
paznoxxkennn CK (a) u IIOC (r), NpoAOKUTENBHOCTA BBIJECPKUBAHUS TPHU
makcumanbHoi Temmneparype CK (60) u IIOC (x), mporpamMmbl MHKPOBOJHOBOTO

paznoxenus: CK () u LLHOC (e)
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[IpuMmeHeHne JBYXCTYNMEHYATOTO peXHMa BCKPBITUS Npo0 QepoTturana wu
beppoCcuIMKOXpoMa MO3BOJIMIIO0 CHU3UTh MAaKCUMAIBHYIO TEMIIEpaTypy pa3oKeHHS Ha
nepor craauu Ao 140°C u 160°C, a Ha BTOpOM cTaauM, MOCJIE€ BBEACHUS B
PEaKIMOHHYI0 CMeCh a30THOM KHCIOTHI, 1o 100°C. s mosHOro pasioKeHus MpoObl
JTIOJKHBI BBIIEPKUBATHCS MPU MAKCUMAJIbLHON TeMIepaType B TeUeHUe 4 U 5 MUHYT i

dbeppoTuTana u GpeppocuIMKoxpoma (pUCyHoK 4).

: 100 -+
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150 140 130 20 10 4 2
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20 10 5 3 0 5 10 15
Bpems Bbiiep:kMBaHUSA, MUH Bpemsi, Mmun

1) e)

Pucynox 4. OnTtumuzaius MaKCUMaJbHOW TeMIlepaTypbl BO3JECUCTBUS TIPU
paznoxkennn dTu (a) u O®CX (T), TPOAOIKUTEILHOCTH BBIICPKUBAHUS TIPU
MakcumanbHOi Temriepatype ®@Tu (6) u ®CX (;), mporpaMMbl MHUKPOBOJHOBOTO

paznoxenuss ®Tu (B) u PCX (e)
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HccnenoBanue ycioBUH MHUKPOBOJHOBOI'O pas3ioXeHUs (eppoBaHanus U
deppobopa mOKazano, YTO ONTUMAIbHBIM SIBISETCA TPEXCTYNEHYAThII Harpes
aBTokiaBa 0 180°C u 195°C npu BblAEpKUBAHUU NP MAKCUMAJILHON TEMIIEPATYpE B
Te4eHue 3 U 6 MUHYT COOTBETCTBEHHO. [Ipn 3TOM CKOpOCTh MOAgbeMa TEMIEPATYphl Ha
NEepBOM CTYIMEHU MakcuMaibHa U cocTaBisieT 25°C/muH. CHUKEHHE CKOPOCTH Harpena
OpU pa3liokeHuu (eppoBaHaguss Ha BTopod cryneHu 10 15°C/MUH M Ha TpeTbeit
ctyieHd 10 10°C/MMH MO3BONMJIO MCKIIIOUUTH MOBBILIEHHOE TIa3000pa30BaHUE B
aBTOKJIABE M KaK CIEJICTBHE, €ro pa3repMeTHu3aluio. BBICOKME CKOpOCTHM MOoabema
TeMriepaTypbl Ha BTOpod (26°C/muH) u Tperbeit (22°C/MUH) CTyNeHH TO3BOIHIA

COKpaTUTh MPOUEAYPY MHUKPOBOJHOBOW MpoOonoaroroBku ¢eppodbopa B 3 pasa

(pucyHOK 5-6).
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Pucynox 5. OnrtuMuzanusi MakCUMaJIbHOM TeMIeparypbl BO3JeHCTBUS (a),
OPOAODKUTEILHOCTH  BBIICPKUBAHUA TNpPU  MakcUMalbHOW  Temmeparype  (0),

pOrpaMMbl MUKPOBOJIHOBOTO pa3iokeHus (B) peppoBaHaaus
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. 100 -
100 - o8 |
98 - 96 -
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%1 92 - E
92 90 - . . .
20 10 6 4

90

IloHOTA BCKPBITHS POOBI, %
TlosiHOTA BCKPBITHS IPOOBI, Y0
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100 4
50
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Pucynox 6. OntuMmuzanusi MakCHUMaJIbHOM Temmeparypbl BO3AeHCTBUA (a),
MPOJOKUTEILHOCTA  BBIJICP)KMBAHUS TPU  MaKCHUMajdbHOHM  Temmeparype (0),

porpaMMbl MUKPOBOJIHOBOTO paziioxkeHus (B) peppodopa

IIpu pactBopeHun MHM BO3MOXHO YMEHBIICHUE BPEMEHU BO3ICHUCTBHUS
MakcumanbHOW Temmepatypel (165°C) Ha oOpazen g0 9,5 MUH, YTO CBSI3aHO C
OTCYTCTBHEM B COCTaBe OOpa3llOB 3HAUYUTEIHHBIX KOJUYECTB TYTOIJIABKHX METAJUIOB -
HarpeB AaBTOKJIABOB MPEIJIOKEHO MPOBOJUTH €O CcKopocThio 13°C/MuUH Ha mepBOi

CTyNeHHu U cHKaTh 10 10°C/MUH Ha BTOPOU CTYINEHU M3-3a OypHOTO razo00pa3oBaHus

(pucyHOK 7).
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Pucynok 7. Onrtumuzaiusi MakCUMaJIbHOW TeMIIEpaTyphl BO3JEUCTBUS (a),
MPOJOKUTEILHOCTA  BBIJICP)KMBAHUS TPU  MaKCHMajdbHOH  Temmeparype (0),

MpOorpaMMbl MUKPOBOJIHOBOTO pa3ioKeHUs (B) MapraHelcoepKaiiux MaTepruaioB

Pa3paGoTanHpie  crmocoObl  aBTOKJIABHOW  MPOOONOATOTOBKM B YCIOBHSIX
MHUKPOBOJHOBOI'O ~ HarpeBa TIO3BOJSIOT IPOBECTH  paslioKeHHe o0pasuoB ¢
VCTIONB30BAHNEM MHUHUMAIBHBIX KOTHYeCTB KHCIoT (<12 cm®) 3a MHHHMATbHBIC
npoMexxyTku Bpemenu (8 - 33 mwuH). [l pacTBOpeHHS MaTepuasoB, COIAEPIKAIIUX
3HAYMTENbHBIE KomudecTBa KpeMmuus u Kanbius (CK, ILIOC), s yaepkaHus KpeMHHSI
B pacTBOpe U TMpPEAOTBpAILECHUSA BbINAACHUS (TOPUIHBIX KOMIUIEKCOB KaJbIUs
OpeJIOKEHO  HCHOJB30BaTh  OOPPTOPBOMOPOAHYIO  KHCIOTY,  IOJIy4aeMylo
HEMOCPEJCTBEHHO B  aBTokiaBe. Ilpu  mpobomoaroroBke  Qepporurana U
beppocuamKkoxpomMa BBEJAEHUE a30THOM KHUCJIOTHI B PEAKIIMOHHYIO CMEChH MPEI0KEHO
IPOBOJUTH JIMIIb HA BTOPOM 3Tal€ MUKPOBOJHOBOTO PA3JIOKEHUS M3-3a MacCUBaLUU
TuTaHa W xpoMma. [lokazana 5>¢QEeKTUBHOCT, NPHUMEHEHHUS  CTYNEHYaTOro

MHUKPOBOJTHOBOTO HarpeBa, 00ECIEUMBAOIIECTO IUIABHBIA TOIBEM TEMIEpaTyphl Oe3
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pasrepMeTu3alyy aBTOKJIaBa 3a CUET MOBBIIIEHHOTO ra3oo0pa3oBaHMs. Y CTaHOBIIEHO,
YTO  MHKPOBOJHOBOE  pasyiokeHue oOpasioB g0 110°C  Bo3MOXHO  mpu
OJTHOCTYIIEHUYAaTOM HarpeBe aBTOKJIaBa, pu paznoxennu A0 140-165°C >pdexTuBHBIM
SBJIIETCSL BYXCTYIEHUYAThIi HAarpeB, MpU pasiokeHuu cBblme 165°C mnepcrnekTUBHO
UCIIOJIb30BaTh TPEXCTYNEHYAThIN HarpeB aBTOKJIABA.

AHaNOrMuHble MpPUEMBl MOTYT OBITh HCIOJB30BaHbl Ui MHUKpPOBOJHOBOIO
pa3oXKEeHUs IpYrux TPyAHOPACTBOPUMBIX MaTepuaios. Mcnonb3oBaHue repMeTUYHBIX
aBTOKJIABOB TO3BOJISIET MPOBOAMUTH PACTBOPEHHE MPOO C COXPAaHEHHEM B PacTBOpE
3JIEMEHTOB, oOOpasyromue Jjeryune ¢(ropuibl. Jas 3TOro BCKpPHITHE aBTOKIABOB
HEO0OXOAMMO MPOBOAMUTH IOCIIE OXJIAXKIEHUS PACTBOPOB /10 KOMHATHOW TEMIIEPATYypPHI.
Takum 00pa3oM, MPUMEHEHUE MHUKPOBOJHOBOTO HAarpeBa B aBTOKJIABAX IO3BOJISIET
YIOPOCTUTHh TPOLEAYpPY MNpPOOOMOArOTOBKH, COKpPaTUTh BpEMsli Ha pa3joXKeHHUe
MaTepHaoB, a  Takxe IPEIOCTaBIISET BO3MOKHOCTh MOCJIETYIOLIETO

HHCTPYMCHTAJILHOI'O OIIPCACIICHUA BCCX HGO6XOI[I/IMBIX KOMIIOHCHTOB B OIIHOﬁ Hp06€.
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I'naBa 5. UccienoBanmne 3akOHOMepHOCTeH aHaau3a peppocmiasos, HIOC u

mapranuesoi pyasl merogom AJC UCII

Jlns obecrniedeHus MPENM3UOHHOCTA U MPABUIILHOCTU OMpPEACICHUS Makpo- U
MUKpoKoMIIOHEHTOB ~ MeTogoM ADC UCII B mnpobe, modydyeHHOW  mocie
MUKPOBOJIHOBOTO Pa3JIOKEHHUS, HEOOXOJUMO BBISIBUTh HCTOYHUKHU TOTPEIIHOCTEH,
CBSA3aHHBIE CO CIEKTPAJbHBIMU U HECHEKTPAJIbHBIMH TOMEXaMH, YCTaHOBUTH
ONTUMAaJIbHbIE paboyue mapameTpbl CIEKTPOMETpa, BhIOpaTh aHAJUTHYECKUE JTUHUU
AJIEMEHTOB, CBOOOIHBIE OT HAJIOXKEHUM, YCTAHOBUTH CTENEHb pa30aBiiCHUs] paCTBOPOB,

MIPOBECTU IPaAyUPOBKY CIIEKTPOMETPA.

5.1. Bb100p onTUMAJIbHBIX PA00YHX IAPAMETPOB CIIEKTPOMETPA

[Ipy mpoBeneHMH aTOMHO-3MHUCCHOHHOIO aHalli3a HCIOJIb30BaJIU IapaMeTphI
CIEKTPOMETpPA,  PEKOMEHJOBaHHbIE  (upMoil-ipou3BoauTenemM  (tabiauma  6).
ABTOMaTHUECKUH pexXUM 0030pa MIa3Mbl (aKCHAJIbHBIN/paguanbHblil) U HHU3KOE
CTHEKTPATBFHOE pa3pelIeHUE IMO3BOJSIOT MPOBOAUTH aHAN3 CIOXKHBIX MaTepUANOB B

IMUPOKOM KOHIHCHTPAIIMOHHOM OHUAITa30HC.

Tabnuma 6. OnepanoHHbIE TapaMeTPbl U3MEPEHU I

BcnomorarensHBIN NOTOK Ar, J1/MUH 0,5

OxJ1ak JarouK MOTOK Ar, JI/MUH 12

HaOnronenne mia3mel AxcuansHoe/PagnansHoe
KonnuectBo pernnuk 3

O1leHKa UHTEHCUBHOCTH I10 TUIOIIAIN KA
Koppeknus dhona JIBYXCTOPOHHSIS
CnexkTpanbpHbIN AUAIa3oH, HM 166 - 847

CnexrpansHoe paspemenue (A=200 um), am | 0,007

JIns onTUMU3AIUK pabOYHMX MapaMETPOB MHIYKTHBHO-CBSI3aHHOM IUTa3Mbl ObLIa
IpoBEIeHA OICHKA YCTOMYHMBOIO COCTOSHHS OTHOCHTEIHHO HHTEHCHBHOCTEH JIMHMI
maraus Mg II 280,270 uam u Mg | 285,213 um [91]. I'maBHOEe mnperMyIEeCTBO

HUCIIOJIBb30BaHHUA HMMCHHO MarHusgd B Ka4C€CTBE TCCT-3JICMCHTA MABJISICTCA €TI0 BBICOKAsd
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YYBCTBUTEJIBHOCTh K U3MEHEHMSIM MapaMeTpoB mpubopa. s OlleHKH yCTOWYMBOCTH
wia3mMel B pactBopsl ['CO wccieyeMbIX MaTepruaioB BBOJIWIM aJIMKBOTHYIO dacTh (1
CM3) pactBopa Maruus ¢ KonreHTtparuend 0,001 r/cM® W BBIYHCISUTA  BETHYHHbI
OTHOILIEHHWS] UHTEHCUBHOCTH JIBYX AHAJUTUYECKUX JIMHUW MAarHus IpU BapbUPOBAHUU
BbICOKOYacTOTHOM MomHOcTA OT 750 Bt 1o 1300 Bt u moroka pacnsumarens ot 0,25
a/mu 10 0,75 1/mMun (Tabauia 7).

Tabnuua 7 — Ontumuzanus paboynx rnapaMmeTpoB UHIYKTUBHO-CBSI3aHHOM TTa3Mbl

No | Momtnocts, Bt | [loTok pacneimuTes, J1/MUH Img 280,270/ Img 285,213
1 750 0,25 3,86 — 8,56
2 750 0,5 7,35-8,73
3 750 0,6 7,32-17,97
4 750 0,75 1,79 -8,09
5 950 0,25 1,99 -6,01
6 950 0,5 8,31-10,70
7 950 0,6 8,38 — 10,48
8 950 0,75 5,89 -9,53
9 1150 0,25 7,63 —-9,08
10 1150 0,5 9,21-12.21
11 1150 0,6 10,15- 11,96
12 1150 0,75 9,04 —9,95
13 1300 0,25 7,98 — 13,63
14 1300 0,5 10,65 — 13,26
15 1300 0,6 10,83 — 13,22
16 1300 0,75 9,92-11,16

VYcranosneno, uto npu MoutHocTH 1150 BT u ckopocTtu notoka pacnsuiutens 0,6
J/MUH JJI8 BCEX HCCIEAYEeMbIX MaTepHajoB JIOCTUTaeTCS YpPOBEHb OTHOIICHUM
WHTEHCUBHOCTEW JIMHUI MarHus >10, 4TO CBUAETENBCTBYET O MUHUMU3AIUN BIUSHUS

IMOMCX HECIICKTPAJIbHOI'O XapaKTCpa.




54
5.2 Anaaus ¢geppocniiaBos

Bpi6op pabouux UIMH BOJIH OIPEAEISIEMBIX 3JEMEHTOB, MPHUCYTCTBYIOIIUX B

deppocmnaBax (tabmuma 8, 11), OCYMIECTBISUIM C TOMOIIBIO MPOTPAMMHOTO
obecrieuenus «iTEVA» u cipaBouHbIX JaHHBIX [92] ¢ y4eToM XMMHYECKOTO COCTaBa
npo0 U KHUCIOTHBIX CMECEH JUIs MX Pa3JIoKEHMs, a TakKe 3HAUCHUN MHTEHCHBHOCTH
IpU MUHUMAJIbHON KOHIIGHTpAIMM AJIEMEHTA B aHaJU3UpyeMbIX mpobax. OTcyTcTBHE
3HAYUMBIX CHEKTPAJbHBIX HAJOXKEHHUM 3JIEMEHTA-OCHOBBI Ha aHAJUTHYECKUE JTUHHUH
ONpPENENAEMBIX 3JEMEHTOB, a TaKK€ HMX B3aUMHOIO HAJIOKEHUS, MCKAXKAIOIIEro
pe3ynbTaThl aHaun3a, BBIIBISUIA TPU aHAJIW3€ BOJIHBIX PACTBOPOB, COJICPIKAIIUX
MUHUMAJIbHYIO KOHILIGHTpAIMIO  ONPEAENIIeMOro 3JEMEHTa M  MaKCHMAaJbHYIO
KOHIIEHTPALIMI0O MATPUYHBIX U COIMYTCTBYIOIIMX 3JEMEHTOB. Tak, MpU OmpeaereHuu
Meau B (peppoHHKese U (peppoBosibPpamMe MPeasioKEHO UCIOJIb30BAaTh aHATUTUUYECKUE
e (A 324,754 um) u (Acy327,396 uM), cBOOOJHBIE OT 3HAYHUMBIX HAJIOKEHUI.
Omnako mnpu onpenenenndn CU B deppoBaHaanun W (HEePPOCHIIMKOIUPKOHUN
npuMeHeHue JuHuu (Acy, 327,396 HM) UCKITIOUAETCS U3-3a 3HAYMMBIX HaJIOXKEHUMN JTMHUM

MaKpPOKOMITOHEHTOB - BaHaaus (Ay327,303 uM) u iupkonus (Az327,305 Hm).

Tabmuma 8 — VYcnoBus ADC HUCII anamuza ¢eppociyiaBoB 10  aOCOTIOTHBIM

UHTEHCUBHOCTAM aHaIMTH4YeCKuX JnHui ameMenToB (I = (b = Ab)-C + (a £ Aa))

ITapametpsl rpan. Jnanazon
DnemenT |OObEKT| Ay, HM | Ay, HM Gynxunn rpangyupoBku, %
(b + Ab) (a+ Aa) Macc.
1 2 3 4 5 6 7
®Bx 2437+21 - 0,50 —2,00
251,611 -
®H6 1932+10 82+9 0,50-5,0
S ®B 22067 1342 0,235-0,705
db 7370+18 951452 0,438 — 9,581
212,412 | 251,611
®Clp 847+5 - 20,0 -50,0
dTu 2023+8 383+14 0,191- 3,191
®Bx 1490+8 - 0,005- 4,00
Al 396,152 -
®H6 3446+6 72+4 0,20-5,0
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1 2 3 4 5 6 7
CK |308,215| 309,271 | 570+11 7245 0,66 — 2,64
Al |®Clip|394,401] 309,271 | 1863+7 i 5,00 — 10,00
®Tu |308.215) 396,153 | 23917+85 i 2,00 13,76
®Bx 28242 1545 0,02-0,10
178,284/ -
®H6 78+3 | 0,81+0,07 0,030- 0,20
®B 505+7 | 1,10£0,03 | 0,017 - 0,0525
; CK |177,495| 178,766 | 171+4 |0,120+0,003] 0,011 0,044
®b 215+4 | 0,74+0,07 | 0,0072 - 0,0253
®ClLlp 159+6 i 0,03 0,07
178,284| 178,766
®CX 83+2 28+4 0,01 - 0,05
®Tu |178.284) 177,495 | 94+7 i 0,0036- 0,1036
| @Ba 293306 - 4563+15 i 0,20- 5,0
®B [250,373] - 8639+29 | 22547 0,089 — 1,0425
®Bn 324,754 - 8185+19 i 0,030- 0,20
®B |324,754| 327,396 | 6411+8 | 6,14+0,05 | 0,030 — 0,144
Cu | ®B (327,396 - | 2404972 | 49+4 0,0072 — 4,136
®Cllp 4284412 i 1,00 - 2,00
324,754| 224,700
®TH 23303457 i 0,020- 0,540
Cr | ®Bn |[267,716] - 5777+31 | 7,04+0,02 0,10- 2,00
Ti | ®H6 337,279 - 17709422 | 581+17 0,20- 5,0
Ta | ®H6 226,230 - 1644+9 i 0,050- 5,0
®H6 53947 i 0,010- 0,50
sn | ®B |189,989| - 361+5 |0,202+0,009| 0,0017 — 0,0465
®TH 12243 i 0,010 - 0,123
®B 1767+17 | 88+4 0,0235 — 5,39
Mo 202,030, -
®TH 466+4 i 0,112- 2,46
As | ®B 189,042 - 1627+6 | 0,67+0,06 | 0,0020 — 0,0555
®Cllp 16160423 i 30,0 - 60,0
Zr 339,198| 343,823
®TH 00955+ 94 i 0,022- 1,52
V| ®Tn [310,230] 292,464 | 29956+74 i 0,100- 2,86
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OTMedeHbl 3HaUMMBbIE CIIeKTpaibHble HamokeHus auaui V (M257,648 um) u W
(A257,616 uM) Ha anamutuueckue quHuH Mn (Ayn257,610 HM) B (deppoBaHagmu u
dbeppoBobhpame, a HAASHKHOMY OIpeAeseHHI0 Fe 1Mo aHaTuTUYeCKUM JIMHHSIM
(Are240,488) u (A217,809 HM) B (eppoHHKeIe MEMIAIOT HaloKeHus JuHui Ni
(Ani240,517 um), (ANi217,736 HM), NMPUCYTCTBYIOIIETO B 3HAYMTEIHLHOM KOJIMYCCTBE
(=90%) B oOpasnax. Ilpu ompenencaun Al B QeppoBananuu, QeppoHHOOMH U
beppocumukonupkonnn 3HauuMbl BausHus V (A309,311 um) Ha (Ax309,271 uM), V 1
Nb (A\394,366 um) u (Ap394,367 M) Ha (Aa394,401 uM) u Zr (Az396,217 uM) Ha
(Aa1396,152 um).

JIisi  TIOBBIMICHHWS] YYBCTBUTEIBHOCTH M BOCIPOM3BOIUMOCTH PE3YJIHTATOB
ompeseneHus Obljla M3y4eHa BO3MOXXHOCTh W3MEPCHUS WHTCHCHUBHOCTH HECKOIBKUX
CHEKTPATbHBIX JTUHUH IS OJTHOTO AJIEMEHTa B UCCIEAYEMOM 00pasIie U CyMMUPOBAHUS
UX — TpOBeICHHS MHOTroMepHoro anamu3a [93]. Panee Takoii momxon
IPOJIEMOHCTPUPOBAJ YBEIMUYECHHE YyBCTBUTEIbHOCTH onpeneneHus: metoga ADC UCII
[94], ynydiieHWe TOYHOCTH aHajdM3a W YACTUYHOE CHUKCHHE BIIMSHHS IIyMa IpH
WCITOJIb30BAaHUU OOJIBIIETO YMCIa COBMECTHO PETUCTPUPYEMBIX CIIEKTPAbHBIX JTUHUI
npu onpeaencaur Mn, Ni, Cr, V B HU3KOJIETHPOBAHHBIX CTaJIIX METOJOM OITHUKO-
YMHUCCHOHHOM criekTpomerpun [95,96].

[ToaTOMy NSt yIy4IIEHUS METPOJIOTHYECKUX XapaKTEPUCTUK TPU OMpeaesIeHur
W, Ca, B, Ni, Co, Zr B deppocmiaBax; Si B CHIMKOKAIBIHU, (HEPPOCHIUKOXPOME,
deppoBonsppame, deppodope, deppocuarkonupkonuu, ¢depporurane; Al B
dbeppobope, deppoHuKene, CUIMKOKAIBIUU, (HEePPOCUITUKOIUPKOHUHU, (EepPpOTUTAHE,
Cu B depponukene, dheppoBoibhpame, peppocunukonpkonuu, (epporurtane; P B
dbeppoBosibhpame, CUJTUKOKAJIBIUU, dbeppobope, beppOoCHITMKOIUMPKOHUH,
deppocunukoxpome, peppoturane; Cr B heppocunukoxpome; Ti B deppotutane; V B
dbeppoBaHaIMA TPaAYUPOBOUYHBIN TpaduWK CTPOMIM TO CyMMapHBIM 3HAYCHHSIM
WHTEHCUBHOCTEH NBYX AHAIMTUYECKUX JUHHUA (A3 U Ap). JlaHHBIN mpueM NpUBOIUI K
YBEIMYCHUIO KOI(PGDUIIMEHTOB KOPPEISAIMU TPATyUPOBOYHBIX 3aBUCHUMOCTEH H, Kak

CJICACTBHC, K ITOBBIMICHUIO IMTPCHU3HUOHHOCTHU PE3YJILTATOB aHAJIM34a.
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Taxxe BaxHOU 3a1aueil npu nposeaeHun ananuza metogom ADC UCII seisieTcs
BEIOOp CTEmeHW pa30aBICHUS UCCIEAYEMBIX pPacTBOPOB, KOTOpass OOECIeYuT
YCTONYUBOCTD CHEKTPAIbHBIX XapaKTePUCTHUK nocJe MHUKPOBOJIHOBOM
poOOIOATOTOBKM  (eppPOCIUIABOB  JIJIT  JIOCTOBEPHOT'O  ONPEACIICHUS MakKpo- H
MHUKPO3JIEMEHTOB.

BriOop crenenu pa3z0aBiieHHST PAacTBOPOB MPOBOJUIN ITYTEM COMOCTaBJICHUS
3Ha4YeHUS K03 UITMEHTA KOPPEISAIUK TPATyHPOBOYHBIX 3aBUCUMOCTEH IS AJIEMEHTOB
C CaMbIM BBICOKMM M CaMbIM HHU3KHUM COJIEpKAHUSMU B HCCiemyeMoM ¢eppocIiiase,
BapbUpysl CTENEHb pa30aBJICHUS aHAIM3UPYEeMOW MpoObl MOCie MHUKPOBOIHOBOM
npooOomoaroroBku (tabmauma 9). PesynbraThl HWCCIICIOBaHHWIA IOKa3ajiW, YTO IPH
ONMpEJEICHUH MATPUYHBIX KOMIIOHEHTOB B (eppoBaHaauu, ¢(eppoHUOOMH U
dbeppoTuTaHe peKOMEHAYEeTCs NMPUMEHSATh Oosiee pa30aBlieHHBIE PACTBOPHI, YeM IPH
OMPEICICHUH PUMECHBIX 3JIEMEHTOB.

Hecmotpss Ha ucnons3oBanue B ADC MCII BBICOKOCTAOMIBHOTO HCTOYHHUKA
BO30YXKJIEHUSI BO3MOKHO BO3HHMKHOBEHHE IIOMEX HECIEKTPaJIbHOTO XapakTepa,
CBSI3aHHBIX C BBEJICHHEM IMPOO B IJIa3My W BO3HUKAIONIMX B PE3yJbTaTe U3MEHEHUS
CKOPOCTH IOTOKa W TEMIIEpaTyphl aHAIM3UPYEMOrO0 pacTBOpa, KPaTKOBPEMEHHOTO
W3MEHEHUSI MOIIHOCTH pa3psija, YacCTUYHOTO OJOKUPOBAHUS PACHBUIUTENS WIH
UHKEKTOpAa TOPEJKA  OCWKIAIOIIMMHUCS  KOMIIOHeHTaMu  npooObr  [97]. s
HUBEIIMPOBAHUSI TAaKUX TMPOIIECCOB OOBIYHO MCMOJB3YIOT METOJ BHYTPEHHETO
CTaHJapTa, BBOAS B MNpoOy DOIEMEHT CpaBHEHUS, OTBEYAIOIIMM CIETYIOUIUM
TpeOOBaHMSIM: OH JIOJDKEH OTCYTCTBOBaTh B HCCIEAyeMbIX oOpaslax, HMETh
MaJoJIMHEHYaThli CHEKTp, 00JIaJaTh YCTOMYMBOCTBIO B pPACTBOpAxX, HAXOIUTHCS B
OJIMHAKOBBIX KOJIMYECTBAX B TPAayUPOBOUYHBIX W pabo4yux pacTBOpax Mpoo.
[IporpammMHOe oOOecriedeHMEe COBPEMEHHBIX CIIEKTPOMETPOB TIO3BOJISIET — CHIENaTh
000CHOBaHHBIM BBIOOP BHYTPEHHETO CTaHJapTa C HMCIIOJIb30BAHUEM CTATHUCTUYECKHUX

KPUTEPUEB OLIEHKU BapUAllM UHTEHCUBHOCTEM.



Tabnuua 9 — 3Haduenust K03PGUIMEHTOB KOPPEISAILUU MTPU BIOOPE CTETIEHU pa30aBieHUs paCTBOPOB

Crenennb pa30aBieHUs

OOBbeKT 1:500 1:1000 1:2500 1:5000 1:10000 1:25000

Marp. | OpUM. | MaTp. | IPUM. | Marp. | IPHUM. | Marp. | HOPUM. | MaTp. | NpPUM. | Marp. | IPUM.

®Bna 0,992 | 099 | 0,994 | 0,998 | 0,994 | 0,996 | 0,996 | 0,994 | 0,999 | 0,993 | 0,999 | 0,990

®HO 0,996 | 0994 | 0,995 | 0,997 | 0,995 | 0,997 | 0,998 | 0,992 | 0,999 | 0,991 | 0,999 | 0,992

®B 0,999 | 0,999 | 0,996 | 0,993 | 0,999 | 0,992 | 0,998 | 0,994 - - - -

CK 0994 | 0999 | 0999 | 0997 | 0,998 | 0,994 | 0995 | 0,992 ] ; ; ;

®CX | 0092 | 0998 | 0,992 | 0997 | 0,995 | 0997 | 0998 | 0997 | 0,999 | 0995 | 0,998 | 0,995

®b 0994 | 0998 | 0999 | 0997 | 0,997 | 0,995 | 0,998 | 0,994 ; ; ] ]

©CHp | 0976 | 0998 | 0987 | 0996 | 0999 | 0998 | 0,995 | 0977 | 0,999 | 0966 | 0999 | 0,972

©H 0,988 | 0999 | 0,989 | 0,999 | 0,999 | 0,999 | 0,998 | 0,998 | 0,999 | 0,956 | 0,999 | 0,955

OTu 0,990 | 0,99 | 0,990 | 0,995 | 0,995 | 0,998 | 0,995 | 0,994 | 0,996 | 0,992 | 0,999 | 0,993




Takum  obOpazomM, B paboTe [  TOBBIIIEHHS  BOCIPOU3BOJIUMOCTHU
AHATMTHYECKOTO CUTHAJIA MTPU OTPEICTICHUN HOPMHUPYEMBIX JICMEHTOB B HCCIICTyEMBIX
deppociaBax Oblla HW3y4eHA BO3MOXXHOCTH TPUMEHEHHUS METO/Ia BHYTPEHHETO
cTaHjapTa. B kauecTBe BHYTpEHHEIro CTaHJapTa UCIOIb30BaIM UTTpul (Ay 362,094 |
HM U Ay 242,220 Il am) u xagmuit (Acq 228,802 | HM u Acy 226,502 11 HM). Bei6op
BHYTPEHHETO CTaHAapTa TMPOBOJIWIM HCXOJIS W3 MHUHUMAIBLHOTO 3HAYCHHS BEITMYUHBI
OTHOCUTEJIBHOTO CTaHJIAPTHOTO OTKJIOHEHMS Mpu aHanuze Tpex pemmmk CO meTonom
ADC UCII npu BBIOpaHHOI AJTMHE BOJHBI OMpefenseMoro snemenrta (tabmumna 10).
Tak, npu ompenenenurn Nb B depponnodoun, W B deppoBonasdppame, Ca u Si B
cumkokaneiud, Cr m Si B deppocmmmkoxpome, B u Al B deppobope Oonee
BOCITPOM3BOJAMMBIC PE3yJbTAaThl TOMYyYCHBl JUIA KaaMus, a Tpu omnpencneHnn V B
¢deppoBanaauu, TiI B (deppoTuTaHe, a TaKkKe BCEX HOPMHUPYEMBIX JJIEMEHTOB B

(beppoHUKele pEKOMEHJ0BAHO UCTIOIb30BaTh UTTPHUH.

Ta6J'II/I]_Ia 10 — 3HaueHUs] OTHOCHUTEIBHOI'O CTAaHJAPTHOI'O0 OTKJIOHCHUS S; IIPH BLI60p€

BHyTpeHHero ctanaapra (n=3; P=0,95)

— Cd Y
OOBeKT | DieMeHT
7\.1 7\.2 }\,1 7\.2 }Ll }LZ
1 2 3 4 5 6 7 8
V 0,015 0,004 0,001
®Bx
P 0,009 0,019 0,043
®HG Nb 0,088 0,003 0,017
P 0,004 0,061 0,052
OB 0,012 0,010 | 0,0005 | 0,002 0,005 0,010
Cu 0,003 0,020 0,005 0,033 0,018 0,096
Ca 0,004 0,004 0,004 0,002 0,005 0,009
CK Si 0,004 0,009 0,002 0,002 0,036 0,013
Al 0,006 0,017 0,010 0,021 0,014 0,044
Zr 0,003 0,003 0,010 0,011 0,005 0,006
©Cllp :
Si 0,003 0,003 0,009 0,011 0,006 0,006
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1 2 3 4 5 6 7 8
Cr 0,003 | 0,002 | 0,0005 | 0,0004 | 0,0009 | 0,001
OCX Si 0,015 | 0,042 | 0,002 | 0,002 0,007 0,010
P 0,0001 | 0,0003 | 0,006 | 0,073 0,016 0,026
B 0,028 | 0,028 | 0,001 | 0,002 0,010 0,010
®b Al 0,018 | 0,018 | 0,008 | 0,003 0,010 0,008
P 0,008 | 0,005 | 0,017 | 0,023 0,022 0,022
Ni 2,72 5,48 | 0,0007 | 0,0017 | 0,0001 | 0,0002
*H As 0,003 0,005 0,0001
Ti 0,047 | 0,070 | 0,002 | 0,001 | 0,0006 | 0,0009
e P 0,0008 | 0,008 0,18 0,24 0,33 0,63

B T0 ke Bpems, nydire pe3ysbTaThl IPH ONPEIEICHUHA IPUMECHBIX 3JIEMEHTOB B

(beppoBaHaauy, beppoHnoduu,

dbeppoBosibhpame,

dbeppoTuTane,

CHJIMKOKAJIbIIUH,

¢eppobope,

AJIEMEHTOB B (EPPOCWIMKOIUPKOHUM TIOJYYEHbl MPU HU3MEPEHUH aOCOJIFOTHBIX

heppoCUITHKOXpOME, a TaKXke BCEX HOPMHUPYEMBIX

WHTEHCUBHOCTEN aHAJIUTUUYECKUX JTUHUU.

Tabmuma 11 — Yenous ADC UCII ananuza ¢GeppociuiaBoB ¢ MPUMEHEHUEM METOAa

BHyTpenHero crangapta (l,., = (b £ Ab)-C + (a + Aa))

IIapameTpel rpaxyMpOBOYHON | Jyanason
OnemeHT| OOBEKT | Ay, HM | Ay, HM yHKIHH TPayupOBKH,
(b + Ab) (a+ Aa) % wmacc.
1 2 3 4 5 6 7
\Y ®Bx | 214,009 } 0,211+0,007 - 40,0 -85,0
Nb ®Ho6 | 313,079 - 0,59+0,04 | 0,103+0,002 | 40,0-70,0
W ®B | 207,911 | 265,738 | 0,042+0,003 | 0,021+0,001 | 35,5-78,9
Ca CK | 315,887 | 318,128 | 2,35+0,06 -0,64+0,05 20,5-41,0
. CK 0,70+0,03 | 0,487+0,009 | 51,5-77,25
Si 212,412 | 251,611
dCX 0,124+0,005 - 10,0 — 55,00
B ®b | 208,893 | 208,959 | 0,113+0,006 | 0,020+0,002 8,4—-20,9
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Oxonyanue Tadbaunsl 11

1 2 3 4 3) 6 7
Ni ®H | 231,604 | 341,473 | 0,040+0,007 - 75,0-97,0
Cr ®CX | 205,552 | 206,149 | 0,250+0,009 - 20,0 -50,0
Ti ®Tu |334,941|337,280 | 1,83+0,05 - 20,0 -76,2
Al ®b 309,271 396,152 | 4,66+0,08 0,359+0,007 | 0,93 -9,493
Fe 238,204 | 259,837 | 0,083+0,008 - 2,00 - 8,00
Cu 324,754 1 327,396 | 0,316+0,009 | 0,011+0,001 | 0,10-0,80
Co et 228,616 | 258,033 | 0,065+0,003 - 1,00 -2,50
As 189,042 - 0,032+0,002 - 0,010-0,070

Jlns  rpaaydpoOBKH CIEKTPOMETpa HCIOJb30BaIM MOJEIbHBIE PAacTBOPHI,
pactBopsl CO, B KOTOpbIE JOIMOJHUTEIBHO BBOJWIM JI00AaBKH aTTECTOBAHHBIX
PacTBOPOB OMPENECTAEMBIX 3JIEMEHTOB; pacTBOpbl CO ¢ pa3nuyHONM Maccod HABECKH.
[IpoBepky 3HAUMMOCTH TAPaAMETPOB I'PATYUPOBOYHBIX (YHKIUNA MPOBOAMIN TIO TPEM
perukam ¢ mpumenenueM kputepust Ctorozienta [98]. OTMeueHo, 9To B OOJIBIIMHCTBE
ciydaeB KOA(QPUIMEHTOM a B YpPaBHEHHUSAX MOXKHO MpeHeOpeub W B JaJIbHEHIIEM

IPOBOUTH FPAIYUPOBKY CIIEKTPOMETPA MO OJTHOMY 3TaJIOHY (Tabsua 8, 11).

5.3. IIpoBepka NpPaBWIBHOCTH Pa3pad0TAHHBIX METOAUK AHAJIN3A (PEPPOCIIIABOB €

NPUMEHEeHUEM CTAHAAPTHBIX 00Pa3IoB

HeoTnhemiiemMoli 4acThi0 XMMUYECKOTO aHajn3a SIBJSIETCS OIEHKA MPAaBUIHLHOCTU
MOJIYYCHHBIX pe3yibTaToB. OMHUM M3 TOJIXO0JI0OB OICHKH IMPaBUILHOCTH PE3yJIbTaTOB
spasiercs ananu3z CO [99]. [lnst »Tux menei B paboTe BwIMoMHEHO 1o 11 cepwmii
m3Mmepernii  CO  deppoBanagus EURONORM-ZRM Nr591-1 u NCS HC28634
(trabmuma 12), pepporutana ['CO 8023-94 (®308) u I'CO 9048-2008 (D43) (Tabmura
13), deppornodus EURO-CRM 579-1 (tabauma 14), depposoasppama I'CO 765-92I1
(®186) (tadbmuua 1, Ilpunoxenue), heppodopa I'CO 718-8311 (d216) u I'CO 1773-
89I1 (d22B) (tabmuma 2, Ilpunoxkenue), cwmmkokanbius ['CO 2072-91I1 (D266)
(tabmuma 3, Ilpunoxenue), ¢epponukens ['CO 8695-2005 (d41) (tabmuma 4,
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[Ipunoxenue), deppocwmukonupkonuss ['CO 2183-93I1 (d270) (Tabmuma 3,
[Tpunosxenue), peppocumukoxpoma ['CO 1131-85I1 (D246) (Tabnuna 6, [Ipunoxenue).
OrneHka TpaBWJIBHOCTH ObUIa MPOBEIEHA MYTEM COMOCTABICHUS MAaCCOBBIX JOJIEH
DJIEMEHTOB, TIOJYYEHHBIX TMPU NPUMEHCHHH  pPa3pa0OTaHHBIX  METOAMK  C
arTecToBaHHBIMU xapakrepuctukamu B CO. [l BBIABICHHS CHCTEMATHYECKOU
MOTPEITHOCTH MPUMEHSITH TIpocTol TecT CThIOACHTA, CPaBHHUBASI PACUCTHBIC 3HAYCHUS

koadduimenTa t, ., ¢ TabnuuHoM BeauIuHOM (1,5, = 2,23).

Tabmuna 12 — IlpoBepka npaBmibHOCTH onpenencHus V, Si, Al, Mn Cu, P, Cr 8 CO
¢eppoBanaguas EURONORM-ZRM Nr591-1 - | u NCS HC28634 — II, (n =11, P =
0,95, tre: = 2,23)

Conepxanue, % Macc
DJIEMEHT CO Sr taKcn
aTTECTOBAHHOE HalJIcCHHOE
. I 79,72 79,97 £ 0,42 0,008 | 1,97
Banaouu
1 47,32 47,15 +£0,26 0,008 | 2,17
I 0,847 0,832 +£0,024 0,04 2,07
Kpemnuii
1 1,89 1,92 £ 0,05 0,04 1,99
| 3,19 3,25+ 0,09 0,04 2,21
Anomunuti
1 - - - -
I 0,307 0,312 £ 0,007 0,03 1,52
Mapeaney
1 0,365 0,369 + 0,005 0,02 1,89
I 0,0596 0,0601 £ 0,0020 0,05 0,83
Meobw
I 0,064 0,065 + 0,002 0,05 1,66
I 0,0299 0,0303 +£0,0011 0,05 1,21
Docgop
I 0,093 0,091 + 0,003 0,05 2,21
I - - - -
Xpom
1 0,289 0,293 +£ 0,007 0,04 1,90
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Tabmuna 13 — [IpoBepka npaBuinbHOCTH onpenencuus Ti, Si, Al, P, Cu, V, Mo, Sn, Zr B
'CO 8023-94 (®30B) ¢epporuTrana tuna O®Tu70C1 u I'CO 9048-2008 (D43)
depporurana tama Tu35CS8, (n = 11, P = 0,95, t.5, = 2,23)

Conepxanue, % macc
DJIeMEHT I'CcCO Sy toen
aTTECTOBAHHOE HaWJIEHHOE
D306 70,0 70,1+0,2 0,003 | 1,38
Tuman
D43 31,9 32,0+0,1 0,005 | 2,13
D308 0,40 0,39 +0,01 0,04 | 2,10
Kpemnuii
D43 2,50 2,48 + 0,03 0,02 1,59
D306 3,63 3,64 +£0,02 0,006 | 1,41
Antomunui
D43 11,11 11,01 +£0,11 0,02 1,42
D306 0,0044 0,0043 + 0,0002 0,05 1,48
Docop
D43 0,038 0,037 + 0,001 0,04 | 1,96
D308 0,113 0,115+ 0,004 0,05 1,12
Meow
D43 0,336 0,334 + 0,007 0,03 1,64
D306 0,56 0,55+0,01 0,03 | 2,14
Banaouu
D43 0,152 0,153 + 0,003 0,03 | 0,73
D306 0,92 0,93+0,01 0,02 | 2,00
Monuboen
D43 - - - -
D306 0,100 0,098 + 0,002 0,03 | 2,19
Onoeso
D43 0,013 0,013 + 0,001 0,04 | 0,64
D306 0,397 0,398 + 0,002 0,008 | 1,09
Lupronuii
D43 0,059 0,058 + 0,002 0,04 | 1,33
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Tabmuna 14 — IIpoeepka npaBuiabHOCTH onpeaenenuss Nb, Si, Al, Ti, P, Ta, Sn B CO
¢pepponnodous EURO-CRM 579-1, (n =11, P = 0,95, t6, = 2,23)

N Conepxanue, % Maccu N -
aTTeCTOBAaHHOE HalIeHHOE
Huobuu 62,87 63,02 +£0,29 0,007 1,72
Kpemnuti 1,03 1,05+ 0,04 0,06 1,66
Anromuruil 1,86 1,90 £ 0,07 0,05 1,90
Tuman 0,567 0,574 £0,012 0,03 1,93
Docghop 0,064 0,063 + 0,002 0,05 1,66
Tauman 3,85 3,88 £0,05 0,02 1,99
Onoeso 0,344 0,347 + 0,007 0,03 1,42

Takum 00pazoM, COTOCTaBICHUE TAOJMYHBIX M PACCUUTAHHBIX KOAPPHUITUCHTOB
Cretogmenta  (tyen < tugy) CBHIETENBCTBYET 00 OTCYTCTBHM CHCTEMAaTHYECKOU
MOTPEITHOCTH PE3yJbTAaTOB HM3MEPEHHU, YTO YKa3blBaeT HA HE3HAUYMMOE pa3IUdue
MEXKTy TOJIyYeHHBIMH M aTTECTOBAHHBIMU 3HAYCHUSMU KOHIICHTPAIMH 3JIEMEHTOB U
MOATBEP)KIACT MPABUILHOCTh Pa3paOOTAHHBIX METOMHWK. BEMMUMHBI OTHOCHTEIHHOTO
crangaptHoro otkiaoneHus S; (0,01 — 0,07) mo3BoastoT caenaTh BBIBOI 00 OTCYTCTBHH
MOTEPh  ONPEACIIEMBIX DJIEMEHTOB TIPH  MHKPOBOJHOBOW TOATOTOBKE IMPOO

dbeppocIaBos.
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5.4. OcobeHHOCTH TPAAYUPOBKH crieKTpoMeTpa npu anajause IHOC,
(eppociIMKOMAPraHia U MapraHieBoil pybl B OTCYTCTBHHU CTAHIAPTHBIX
o0pa3uos

OCHOBHBIMM KOMIIOHEHTaMHU, COJIepX,aHUe KOTOpbix Hopmupyercs B IIOC
spistores Ca0, Si0,, MgO, Al,Os, K,0, Na,O, Fe,03, B HekoTophix Mapkax IHIOC
TakKe perimaMmentupoBano coaepxkanue MnO, P,Os u TiO,. B dbeppocunukomaprasiie
HOPMHUPYEMBIMH KOMIIOHEHTaMu sBisiIorcs Mn, Si m P, B Mapranuesoit pyzae
pernamenTupyercs coaepskanne Mn, SiO, P, Fe, CaO, MgO u Al,Os. Berencreue
OTCYTCTBUSI cTaHAapTHBIX 00pa3ioB IIOC u MHM s TpayupoBKH CIEKTPOMETpa
NpeMIoKeHo ucnoiab3oBath CO, wumeronme ONMM3KUM XUMHYECKHH COCTaB ¢
aHAIM3UPYEMbIMUA TIPOOAMU: IIIAKOB JIOMEHHBIX, CTAJICTNIABUIIBHBIX, KOHBEPTEPHBIX,
(barocoB cBapoYHBIX IJaBlieHbIX Npu aHanuze [IOC u mapradiia MeTaqIM4ecKoro,
dbeppoMapraniia, KOHIIEHTpaTa MapraHIEBOPYIHOTO, (iiroca CBAPOYHOTO ILJIABJIECHOTO
npu a”amse MHM. Ilpumenenne Heckompkux CO MO3BOJNSET OCYIIECTBIATH
TPaIyUPOBKY CIIEKTPOMETPA B AWAMa30HE KOHIIEHTPAIIMH HOPMUPYEMBIX KOMITOHEHTOB,
pErJIaMeHTUPYEMBIX B TPOMBIIIUICHHBIX MaTepuaiax. Takke IOMOJHUTEIBHO TMpU
TPagyrpOBKE CIEKTPOMETPAa W KOHTPOJIE MPABMIBHOCTH ompeneneHus B pactsop CO
BBO/JIMJIM QJIMKBOTHBIC YACTH aTTECTOBAHHBIX PACTBOPOB OIPEACIIEMbIX KOMIOHEHTOB.

ITepen mposenennem ADC UMCII ananuza HIOC u MHM OCyIIECTBIISUIH BBIOOD
JUTMH BOJIH aHAJUTHYECCKUX JIMHWUHA, PYKOBOJICTBYSCH 3HAYCHUSMU WHTEHCUBHOCTEH U
OTCYTCTBHUEM 3HAYMMBIX CIEKTPAIbHBIX HaJOkeHUN (Tabmuua 15). ONBITHBIM MyTeM
YCTaHOBJICHO OTCYTCTBUC BIHUSIHHUS Fe (Ar257,574 HM) Ha aHATUTHUYSCKYIO JTUHUIO MN
(AMn257,610 uMm). UM3-3a HU3KOH YyBCTBUTEIBHOCTH JMHUN (ocdopa aHamu3
PEKOMEHJIOBAaHO TMPOBOJUTH IO HanbOJIee HWHTCHCUBHBIM AHATUTUYCCKUM JIMHUSM
(Ap177,495 uM) m (Ap178,284 HM). HesHauuTenbHble COJACP)KAHUSA KalblU B
MapraHIeBOM pyJie MO3BOJSET UCIOIb30BaTh 00JIee MHTCHCUBHYIO JIMHUIO (Ac,317,933
HM), JUIsl KOTOPOH OTCYTCTBYIOT 3HaYMMBbIE HAJOKEHUs JTMHUM MapraHua (Avn317,850
uM). [Ipumenenue muanu (Aa309,271 uM) npu onpenencaun Al B MEHM 3atpyaHeHO

U3-3a CIIEKTPAILHOTO HamokeHus auaur Mn (A,309,335 um).
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Tabmuna 15 - Yenosust ADC UCII ananuza HIOC u MM (1, = (b = Ab)-C + (a = Aa))

JIJTMHBI BOJTH

" AQHATUTUYCCKHX HapaMeTp;;;fiizpoBOqHOﬁ Jnanaszon Koo uient
OMIOHHT| it gy rpzt)iyzz:(}jm, S —
M Ao (b + Ab) (a+Aa)
[11{0]6
CaO (315,887|318,128| 0,09+0,01 |0,022+0,002| 12,72—44,21 0,999
SiO, |212,412|251,611| 0,007+0,002 |0,008+0,001| 15,0— 39,26 0,997
MgO |279,079|285,213| 2,0+0,3 0,21+0,03 | 0,068 —12,1 >0,999
Al,O; 309,271/396,152| 0,11+0,03 |0,052+0,005| 0,667— 14,5 0,997
Fe,O; (240,488 0,013+0,002 |0,038+0,003|0,483 — 1,887 >0,999
MnO |257,610 0,51+0,07 0,24+0,02 | 0,100 - 38,5 >0,999
P,Os |177,495|178,284| 0,006+0,002 |0,010+0,002|0,012 — 1,526 0,996
TiO, (334,941 0,46+0,09 | 0,35+0,04 |0,047 —16,03 0,996
K,O [766,490 0,16+0,04 |0,060+0,006| 0,14-1,62 0,999
Na,O |589,592 1,8+0,1 0,28+0,07 |0,084— 12,299 >0,999
MuM

CaO (315,887(317,933| 2,51+0,08 | 0,19+0,03 | 1,00 —12,72 >0,999
SiO, |212,412|251,611| 0,21+0,02 0,40+0,05 | 0,61-45,0 >0,999
MgO |279,079|285,213| 1,81+0,07 1,42+0,07 | 0,200- 1,60 >0,999
Al,O; 396,152 0,89+0,03 - 1,00 - 8,00 >0,999
Fe 240,488|217,809| 0,44+0,03 - 0,91-22,76 >0,999
Mn 257,610 9,3+0,2 - 10,0 -95,9 >0,999
P 177,495|178,284| 0,18+0,04 |0,002+0,001| 0,053 - 0,50 >0,999

[Tockoneky Ca, Si, Mg, Al, Fe, Mn, P, Ti, K, Na B IIOC u Ca, Si, Mg, Al B

MapraHiieBoi pyze cojiepKarcsi B BUA€ OKCUIOB, IPaAyUpPOBOUHbIE (DYHKIIMH MOTy4Yaan

B TIepecyeTe Ha OKHUCHYIO (JOPMY C MOMOIIbIO MEPEBOIHBIX KO3 duimeHTor (Tadimia

16).
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Tabmuna 16 — 3nauenus kodddunrenton nepecuera (K) areMeHTOB Ha OKCHIBI

DJeMeHT Oxcun k DJIeMeHT Oxcup Kk
Ca CaO 1,3992 Na Na,O 1,3480
Si SiO, 2,1394 Fe Fe,0; 1,4297
Mg MgO 1,6583 Mn MnO 1,2912
Al Al,O3 1,8895 P P,0s 2,2914
K K,O 1,2046 Ti TiO; 1,6685

JIist ynydiieHus: BOCIPOU3BOIUMOCTH aHAIMTHYECKOTO CUTHaja Obla M3yueHa
BO3MOXXHOCTh MPUMEHEHHUSI B KAue€CTBE BHYTPEHHETO CTaHAApTa UTTPUS U KaJIMHUS.
[Ipumenenue uttpus npu ananusze [LHIOC u MHM 3aTpyaHEHO 3a CUET CHEKTPaJIbHOIO
HAIOKCHHUST JIMHUKA Kambiusad (Ac,317,933 umM) u wutrpus (Av317,942 HM), a
MCIIOJb30BaHUE B KAYECTBE BHYTPEHHETO CTaHJapTa KaJMHs MO3BOJISIET CYIIECTBEHHO
CHU3UTh BEIUYMHY OTHOCUTEIBHOIO CTAHAAPTHOTO OTKIIOHEHHS IOJy4aeMbIX
pe3ynbraroB. Tak, npu ananuze LHIOC meTonoM BHYTpEeHHEro cTaHaapTa HaOIro1aeTcs
yMeHblIleHHne 3HaueHus S, mpu onpenenenun Ca0, Al,O3 Na,O u Fe,OzHa 30%; SiO,,
MgO, MnO u TiO, na 20%; K>0 u P,Os Ha 10%.

[Tockonbky pa30aBjieHME PacTBOPOB JIOHKHO 0O€CHedYrBaTh OMNPEICICHNUE
HOPMHUPYEMBIX KOMIIOHEHTOB B OJHOW Mpo0O€ C BBICOKOW YYBCTBUTEIHHOCTHIO H
BOCIIPOU3BOJAMMOCTBIO, MPHU BHIOOPE CTENEHU Pa3z0aBICHUs] YUUTHIBAIM 3HAUYCHUS
OTHOCHUTEJIHHOTO CTAaHJAAPTHOTO OTKJIOHEHHS] MHTEHCUBHOCTEH JTMHUIN U KOADPUITMEHTHI
KOppEeJsiIUMA ~ TPaAydpOBOYHBIX  3aBUCHUMOCTENM  MHTEHCHUBHOCTM  CUTHajda  OT
KOHIICHTpaluu KommoHeHTa. Jlydmme pesynbratel (5,<0,09; R>0,996) npu ananmse
[IOC momyvensl mpu crenenn paszdasieHust pactBopoB 1:10000. MakcumanbHbie
3HAYCHUS KO3(DPHUIMEHTOB KOPPEISAIUN TpaayupoBouHbIX rpadpukoB (R>0,999) mis
onpeiesieHns KOMIOHEHTOB B MHM NOCTUTHYTHI TIPU CTETICHU pa30aBJICHUSI paCTBOPOB
1:5000. Kpome TOrO, MpH MOCTPOCHHH TPalyHPOBOYHBIX 3aBHCHMOCTEl (Tabnuia 22)
s onpenenenus CaO, SiO,, MgO, Al,O3 P,Os B LIIOC u CaO, SiO,, MgO, Fe, P B
MHEM wucCnonp30BAIM CyMMapHbI€ 3HAYECHUSI MHTEHCHUBHOCTEW [IBYX AHAIMTUYECKUX

JIMHUH, 9TO CTIOCOOCTBOBAIIO eIie 00siee 3HAYNTEIIbHOMY CHIDKCHHIO Sy,
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5.5. Ounenka npaBujbHOCTH MeToAuK aHaau3za HIOC u MHM ¢ npuMeHeHueM

CTAHIAPTHBIX 00pPa3L0B

[IpoBepka NPaBHIBHOCTH W TPEIU3UOHHOCTH OTMPEACICHUS KOMIIOHEHTOB B
HIOC 6bna BeIOIHEHA B cooTBeTCTBUU ¢ Pekomenmammsamu M 24 [100] Ha ocHoBe
BOCTIpOM3BeeHUsT arTecToBaHHbIX Xapaktepuctuk B CO u CO c¢ pobGaBkamu
arrecroBaHHbIX pacTBopoB Na,0O, Fe,03, P,Os (Tabmuna 24). Beimonaeno mo 50 cepuid
uaMepenuit (N=2) mns pacu€ra mokasarens TOYHOCTH [1,, moka3areys MOBTOPSEMOCTH
I1;, moka3zatest Boctipon3BoguMocTH Ilg, B cooTBeTCTBUU ¢ ypaBHeHHSIMH (1-3).

1 |Ci—C°

m, -1y le =l ),

i=1 O Ry
0 .

raie C° — aTTecTOBaHHOE 3HA4Ye€HHE MaccoBoul nonu kommnonenta B CO; Cj —
cpenHee apu(METHUECKOE pPe3yabTaTOB IMapajUIeIbHBIX OIMpPEACICHUN B 1-TOW CEpHH;
ORx— ITOKa3aTellb BHYTPUIA00pATOPHOUN MPEIM3UOHHOCTH; 1 — YUCIIO CEPUM U3MEPEHHUI;

K — 4ncno cepuii n3mMepeHui.

k
H — EZ(Cmax _Cmin)i (2)
r k — r H

A€ Cpax U Cpin — MakCUMaJIbHbIH U MUHUMAJIbHBIA pE3yJIbTaThl B 1-OM CEpUU
M3MEpPEHUN; I — Tpenen MNOBTOPSAEMOCTH, JOMYCKAEMOE PACXOXKICHUE MEKIY

pe3yJibTaTaMM JBYX IapaJlJICIbHBIX U3MEPEHUMN.

g, = L Zk:(Ci _C)z (3)1

2
k — 1 i=1 GRJ‘I
rac Ci - CpeI[Hee apI/I(l)MeTI/I‘-IeCI(OG peSYJ'IBTaTOB HapaJ'IJ]eJ'IBHI)IX Ol'IpeI[eJIeHI/Iﬁ B i'

oif cepum; C - cpeaHee apuMeTUIecKoe pe3yIbTaTOB MapalIeIbHBIX OMPEAeIeHUN 0

BCEM CEPHSIM U3MEPECHUN:
= 1 1 _

HopmupoBanHbsie 3HaYeHHWsI IIOKa3aTelied  BOCHPOM3BOJMMOCTH  Gr  JUIA
onpenensemMbix komnoHeHTOB [IIOC mnpuHSITBI B COOTBETCTBUM C TaOnuiein A.4

Pexomenmammit M 20 [101]. Pacyer 3HadyeHmii moOKas3aTellss BHYTPHIA00pATOPHOM
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MPELM3UOHHOCTU OR; M TMpejaena MOBTOPSIEMOCTH I MPOBOJAUIN B COOTBETCTBUHU C
ypaBHEeHUsMH (5-7).

ORpy — 0,84 * OR (5);

o,=0,70 * or (6),

r=277" o, .

Kak cnemgyer w3 naHHBIX, NMPUBEACHHBIX B TaOmuie 17, 3HaueHUs IMOKa3zaTeseH
TOYHOCTH HE€ TpeBbIMIaioT jaomyckaeMbix 3HaueHu (I1+< 0,75; I1,< 0,35; Ilg, < 0,85),
KOTOpPBIE MPHUHATHI B coOTBeTCTBHU ¢ Pexomennmammsmu M 24 [100], ciemoBaresbHoO,
MOTPEIIHOCTh H3MEPEHUH COOTBETCTBYET PETIAMECHTUPOBAHHBIM TpPEOOBaHUSM U
Meroauka aHanmuza [IOC wmerogpom ADC MHCII nocne  MUKPOBOJIHOBOM
npoOOMOATOTOBKM ~ MOXET  ObITh ~ pEKOMEHJO0BaHa  JJisi  NPUMEHEHUs B

IIPONU3BOACTBCHHBIX na60paTopH51x.

Tabmuna 17 — PesynbsraTel onpenenenus CaO, SiO,, MgO, Al,Os, K,0, Na,O, Fe,03,
MnO, P,Os u TiO, B CO mmaka momennoro (III10), cramemiaBwisHoro (I114r),

konBepTepHoro (I1158) u dmroca cBapounoro miasiaeHoro (LL7B)

Paccuurannbie 3HaUeHUS
Kommonenr | CO Conepixanue, % macc ToKa3arese, 10U

aTTECTOBAHHOE HaWIEHHOE I+ I1, Ig,

1 2 3 4 5 6 7
178 24,0 24,0+ 0,7 0,70 0,07 0,84
ca0 1116 38,8 38,9+0,7 0,62 0,06 0,82
_ 158 16,0 16,0 0,3 0,58 0,34 0,68
o1 11116 37,9 379405 | 066 | 015 | 0,80
1158 3,14 3,09+0,18 0,72 0,21 0,54
MgO 116 9,35 9,32 £ 0,25 0,67 0,17 0,82
178 11,4 11,3+0,4 0,72 0,14 0,84
1158 1,25 1,24+ 0,12 0,40 0,30 0,43
AOs i 8,48 8474029 | 021 | 031 | 0,28
N&,O 178 1,41 1,41 +0,12 0,65 0,33 0,79
178* 4,41 4,40 £ 0,19 0,44 0,34 0,61




Oxonyauue Tadaunsl 17
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1 2 3 4 5 6 7
K;0 178 0,94 0,94 + 0,08 0,45 0,33 0,55
Fe,0, 1178 0,56 0,56 0,05 0,71 0,34 0,61
178* 1,56 1,55+ 0,07 0,71 0,34 0,82
1116 0,22 0,22 +0,04 0,75 0,24 0,83
MnO 178 0,40 0,40 +0,04 0,72 0,34 0,84
4r 4,37 4,37+0,13 0,69 0,23 0,84
178 0,05 0,056+0,01 0,74 0,35 0,84
P,0Os 178* 0,35 0,34 + 0,03 0,74 0,34 0,85
[4r 1,186 1,190 + 0,130 0,67 0,08 0,85
TiO, [4r 1,02 1,01 £0,11 0,67 0,27 0,82

[Ipumeuanue: * — oOpasel MPUTOTOBJIEH IyTEM BBEICHHS JOOABKH aTTECTOBAHHBIX
pactBopoB Na,0, Fe,;03,P,05(0,001 r/mi) B crangapTHbIi oOpaserr 11178

OI.[GHKy IMPaBUJIBHOCTHU OIIPCACICHUA KOMIIOHCHTOB B MM OCYHICCTBIIAIN

nyTém ananuza ['CO (tabauna 18).

Tabmumna 18 — Pesynbratel onpenenenus komrnoHeHToB B 'CO (eppocuinkomaprania

(d23-1) u xoHreHTpaTa MapranmeBopyaHoro (P126) (n =11, P = 0,95)

KomrmioneHnT I'co Conepane, %}4 ace S ke
aTTECTOBAHHOE HalIeHHOE
Mn 67,53 67,61+0,13 |0,003 | 2,04
Si CDePPOCHg)g‘;OTaPmHeH 21,18 21,24+0,20 | 0,01 |0,99
P 0,235 0,231+0,009 | 0,06 | 1,47
Mn 43,24 4320+0,12 |0,004 0,78
SiO, 15,0 15,1+0,2 0,02 | 0,68
P KoHneHnTpar 0,209 0,205+0,010 | 0,07 | 0,91
CaO MapTaHIeBOPYIHBIN 2,02 2,05 £0,09 0,07 | 0,79
MgO P126 1,16 1,14 + 0,06 0,08 | 0,64
Al,O4 1,87 1,85+ 0,06 0,05 | 0,61
Fe 1,56 1,54 + 0,06 0,06 | 0,68
Al,O4 P126* 6,87 6,89 + 0,06 0,013 | 0,88
Fe 16,56 16,53 +0,08 | 0,007 | 0,86

[Ipumeuanue: * — oOpaser] MPUTOTOBJIEH ITyTEM BBEICHHS N00ABKU aTTECTOBAHHBIX
pactBopoB Fe u Al,O5 (0,001 r/mi) B ctanmapTHeIid obpaser P126
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YCTaHOBJICHO OTCYTCTBHE CHCTEMATHYECKOH IOTPEIIHOCTH IPU OINPEACICHUN
KOHUEHTpauuu  3nemeHToB  MerogoM ADC HCII mocine  MHUKpPOBOJHOBOMN
poOOoTOATOTOBKH (b, <trs6,=2,23). IlonydeHHBIE 3HAYCHHS S; CBUACTEILCTBYIOT O
BBICOKOHM TPEIU3HMOHHOCTH PE3yJIbTaTOB, CPABHUMON C KJIACCHYCCKUMH XHMHUYCCKUMU

MCTOJaMHM.
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I'naBa 6. Meroauku ADC UCII ananu3a MaTepuajoB MeTAJIYPru4eckoro

nmpousBoacTrsa mocje MHKpOBOJ’IHOBOﬁ leOﬁOHOIlI‘OTOBKI/I

[Tpu gectpykiuu mpoO B aBTOKJIABAX B YCJIOBUSIX MUKPOBOJIHOBOTO HarpeBa JJis
MOCJIEYIONIETO0  aTOMHO-DMUCCHOHHOTO  aHajdu3a MPOMBIIIIEHHBIX MaTepHallOB
MCIIOJIb30BAIM MUHUMAJIBHYIO Maccy IpeacTaBUTeNbHOM npoOsl (M, = 0,1 1), koTOpas
oOecrieunsia KOJIMYECTBEHHOE MEPEeBEICHUE B PACTBOP MCCIEIYEMBIX MATEPUATIOB MPHU
NPUMEHEHUU MAaJIbIX KOJIMYECTB KUCIOT B PEAKIIMOHHOM cMecH (00mmii o0beM cmecu
He mpeBbiman 12 cm’).

Onpeoenenue \V, Si, Al, Mn Cu, P, Cr ¢ ¢hepposanaouu. Jlns nposencHus
ananuza 0,1000 + 0,0002 r ¢eppoBaHagus MoMemiaId B CyXHe TE(IOHOBBIE COCYIbI
o6bemoM 100 cm®. K HaBeckaM IMOCIEI0BATENIBHO, C YIETOM BO3PACTAHHS IUIOTHOCTH,
nobaemstmn 0,5 ma HF, 3 ma HCI, 1,5 mn HNO;. ABTOKIaBBI IepMETH3HUPOBAIIH,
MOMEIIadd B MHUKPOBOJIHOBYIO CHUCTEMY W IPOBOAWIIA Pa3JIOKEHUE O0paslioB MpHU
TpexcTyneH4aTom noabeMe temieparypsl 10 180°C. IlapamiensHO depe3 BCe CTaUU
npoOONOArOTOBKM MNPOBOJAWIM CTaHAAPTHBIE 00pa3lbl M Xojnoctyio mnpody. Ilocne
3aBEpIICHUS TPOTrpaMMbl PA3J0KEHUS ABTOKJABBI OXJAXIAAIM B MHUKPOBOJHOBOM
CUCTEME B T€UEHHUE 25 MHH, 3aTEM HA BO3/lyXE O KOMHATHON TemnepaTypbl. PacTBopbI
KOJIMYECTBEHHO TMEPEHOCUIIM B MEpHbIE KOJIObI BMeCTUMOCThIO 100 CM3, JIOBOIWINA O
OTMETKH  JUCTHUIMpOBaHHONW Bomod (pactBop 1). IlomydeHHBIE  PacTBOPBI
UCIIOJIB30BAIM  JIJISL  OTNPEACJICHUS TPUMECHBIX JJIEMEHTOB B  (peppoBaHaIuu.
['panyupoBounbie rpaduku mis onpeaenenus Si, Al, Mn Cu, P, Cr crpounu B
KOOpJIMHAaTax aOCONIOTHAs WHTEHCHUBHOCTh — KoHmeHtpanus (% wacc.). Jns
ompeesieHus: BaHaiusl U3 pactBopa 1 otoupanu 10 M B MEpHYIO KOJI0Y BMECTUMOCTBIO
100 CM3, nobasmsuim 1 mim pactBopa Y (0,001 r/mi), moBOAMIM 10 OTMETKH
JTUCTUIUTMPOBAaHHOW Bojoi ['pamynpoBounblii rpaduk mis onpenencHuss V cTpowid B
KOOpAMHATaX OTHOCUTEJIbHAsI MHTEHCUBHOCTDH — KOHIIeHTparus (% macc.).

Meronnka u3MepeHui MaccoBBIX jaojiel docdopa, BaHaaus U xpoma (Tadiuia
19) meronom ADC-UCII aTTecToBaHa 1 BHECEHA B TexHOJIOTrH4ecKuil permamedT [TAO
«HJIMK» (Ne AM 05757665-072-411-2016). CBuaeTeIbCTBO 00 aTTECTAMH METOIUKH

npezacrasieHo B [Ipunoxenun.
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Ta6nuna 19 — JlnanazoHsl u3MepeHUN MaccoBbIX Jojel dochopa, BaHAIUI U XpOMa B

dbeppoBananuu mo metoauke AM 05757665-072-411-2016

DJIeMEeHT Jlrana3oH u3MepeHuii MaccoBoil 10, %o
Docghop 0,015 - 0,500
Banaouu 20,0 -90,0
Xpom 0,10 - 2,00
Tabnmuma 20 — MeTposioru4ecKre XapaKTePUCTUKH H3MEPEHUS] MaCCOBBIX JOJICH

dbocdopa, Banaaus u xpoma B peppoBanaanu merogom ADC UCITI

ATTECTOBAHHOE PaccunTaHHble 3HaYEHUS TOKA3aTeNE,
I'co,
DeMeHT AC (pacueTHOE) AOJIH
cojepkanue, % Macc I1, I1, IIg,
D40 0,022 0,36 0,32 0,45
Docghop D198 0,059 0,38 0,24 0,42
AC 0,300 0,52 0,33 0,55
D198 42 6 0,51 0,33 0,55
Banaouu
D40 80,1 0,53 0,33 0,53
D40 0,185 0,49 0,31 0,53
Xpom D40 0,370" 0,56 0,27 0,62
D198 1,21 0,33 0,27 0,43

[Ipumeuanue: * — maccoBas J0Jig dJeMEHTa paccuuta”a Jjisi maccel HaBecku ['CO,

YBEJIIMYCHHOMU B 2 pa3a B CPABHEHHH C TPEyCMOTpeHHOM MeToaukon (M, = 0,2 1)

Onenka

COOTBCTCTBUA

oKas3aTeJieu

TOYHOCTH, IMOBTOPACMOCTHU u

Bonpou3BoguMocTi TpeboBanusm ['OCT P 54569 [102] BeimonHeHa HAa OCHOBE

BOCIIPOU3BEECHUS aTTeCTOBaHHBIX (pacu€THhIX) XxapakTtepuctuk B I'CO u B pacTBOpax,

MIPUTOTOBJICHHBIX Ha OCHOBE XOJOCTOW MpPOOBI C J00aBKaMH aTTECTOBAHHON CMecH

noHoB pocdopa (AC). Ina pacuéra mokazareneii 11,, I, u I, BeimoaraeHo o 50 cepmii

u3MepeHuid maccoBoit gomu (docdopa, Banagusa, xpoma B I'CO um AC mo 1aBa

napajuielbHbIX OoNpeaeseHus B Kaxaon cepun (tadbnuua 20). PacueTHble mokaszarenu He

IPEBBINIAIOT JonyckaeMbix 3HadeHui (I11<0,75; I1,< 0,35; Tlg, < 0,85), cenoBarenbHO,

yIOBJIETBOPSIOT TpeOoBanusm [102].
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Onpeoenenue Nb, Si, Al, P, Ti, Ta, Sn ¢ ¢pepponuoouu. JIns nposeneHus
ananuza 0,1000 = 0,0002 r ¢epponnoOus momemand B cyxue TehIOHOBBIE COCYIbI
o6bemom 100 cm®. K HaBeckaM MOCIIEI0BATENBHO, C Y4ETOM BO3PACTAHHS IUIOTHOCTH,
nobaBmsimn 2 mun HF, 4 ma HNO;. ABTOKIaBBI TepMETH3UPOBAIM, IOMENIAId B
MHUKPOBOJIHOBYIO CUCTEMY U MPOBOAWIM PA3JIOKEHUE 00pa30B MPU JIBYXCTYNEHYATOM
noabeme temneparypsl 10 110°C. [NapamnensHo yepe3 Bce CTaauu MPoOONOIArOTOBKU
NPOBOJMIM CTaHIAPTHBIE 00pa3lpl U XoJocTylo mpody. I[locne oxmaxaeHus
aBTOKJIABOB B MHMKPOBOJIHOBOM CHUCTEME€ U Ha BO3JyX€ TMOJYy4YEHHBIE PACTBOPHI
KOJIMYECTBEHHO MEPEHOCHIH B MEPHBIE KOIOB BMecTHMOCTBI0 100 cM®, moBommmy 10
OTMETKH JUCTWLIMPOBAHHON BojoW W mepemenmBamu (pactBop 1). IlomyuyeHnsie
pacTBOpBI Mcmosib3oBaau i ompexaenenus Si, Al, P, Ti, Ta, Sn B ¢epponnodun,
IpaayrupoOBOYHbIC T'PAPUKU CTPOWIM B KOOpJAMHATAX aOCOIIOTHAS MHTEHCUBHOCTh —
koHueHntpauuss (% wmacc.). [ns onpenenenuss HMoOua U3 pactBopa | oTOupanu
anmkBoTy 10 MII B MepHYI0 K010y BMecTHMOCTBIO 100 cM®, noGasmsumn 1 M1 pactBopa
Cd (0,001r/mi1), JOBOAMIIN IO OTMETKH AWCTHJUTMPOBAHHOW BOJOW M MEPEMEIITUBAIIH.
I'panyupoBounbiii  rpadpuk s omnpeaenenuss Nb  crpomnmu B koopawHaTax
OTHOCUTEJIbHAST MHTEHCUBHOCTh — KoOHIeHTpauus (% Macc.). AKT ampoOaruu
pa3paO0OTaHHOW METOJAMKA Ha METAUIYPTHUYECKOM MPEINPUITHH TMPEICTABICH B
[Tpunoxenun.

Onpeoenenue W, Mo, Mn, Si, P, Cu, As, Sn ¢ ¢epposonvgppame. s
npoBenenust ananuza 0,1000 £ 0,0002 r dbeppoBonbhpama nmomemanu B Te€hI0HOBBIC
cocysl oobeMom 100 cm®. K HaBeckaM IOCIEIOBATENBHO, ¢ yYETOM BO3PACTAHMUS
mwioTHocTH, goOamsuim 1 mun HF, 2 man HNO;. ABTOKIaBBI TrepMeTU3UPOBAIIH,
MoMeIagd B MHUKPOBOJIHOBYIO CHCTEMY W TPOBOAWIIA Pa3JIOKEHUE O0paslioB MpHU
MOHOTOHHOM ToAbeMe TeMmreparypsl a0 95°C. I[lapannenbHo uepe3 BcCe CTaIUU
poOOIOATOTOBKY MPOBOJWIN CTaHJIApTHBIE 00pa3libl U Xosoctyto mpody. Ilocne
3aBEpPIICHUS TMPOTPAMMbl PA3JIOKCHHS] aBTOKJIABBI OXJAXJAIM 10 KOMHATHOM
TEMIIEpaTypbl M aKKypaTHO BCKpbhIBaIH. [lomydeHHBIE pPacTBOPHI KOJIMYECTBEHHO
MEPEHOCUIN MEpPHBIE KOJOBI BMECTUMOCTHIO S50 CM3, nobasmsuin 1 mi pactBopa Cd

(0,001r/mm), moBogwIM A0 OTMETKH IWUCTHJUTUPOBAHHOM BOJOM M IepeMelInBaju.
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3aTeM pacTBOpPHl PACHbULUIA B WHAYKTUBHO-CBS3aHHYIO IJIa3My CIEKTPOMETpa U
U3MEpSUTd  WHTEHCHBHOCTH JJIEMEHTOB C Y4YETOM BBIOpaHHBIX JUIMH — BOJIH.
['panynpoBounble TpaduKH I OMpPEACNCHUS TPUMECHBIX JJIEMEHTOB CTPOWIN B
KOOpJIMHATax aOCOJIOTHAs HMHTEHCUBHOCTh — KoHIeHTpauus (% wmacc.), a s
ompejeNeHuss BoyibppamMa - B KOOpJAWHATAX OTHOCUTEIbHAST WHTEHCUBHOCTH —
koHuentpamuss (% wMacc.). AxT ampoOauuu pa3paOOTaHHOM METOAMKH  Ha
METaJUTypruyecKOM MpeANpUiTUH NpeAcTaBieH B [IpunoxxeHun.

Onpeoenenue B, Al, Si, Cu, P 6 ¢heppodope. [1nst nposenenus ananusa 0,1000 +
0,0002 r dbeppobopa momemmanu B cyxue Te(HIOHOBBIE COCY/IbI, BXOASIINE B KOMIUIEKT
MUKPOBOJIHOBOM cucTeMbl. K HaBeckam mOCIE€IO0BaTEIbHO, C YYE€TOM BO3pacTaHUs
mrotHoctH, podasisum 3 mia HF, 3 mu HCI, 3 max HNO;, 3 mun HCIO,. Pasnoxenue
00pa3loB OCYIIECTBIISIIA B MUKPOBOJIHOBOM CHCTEME NPU TPEXCTYNEHYATOM IMOAbEME
temneparypbsl 1o 195°C mocne repmeTuszanuu aBTOKIABOB. [lapaimnensHo yepes Bce
CTaauu MPOOOMOATOTOBKM MPOBOAMIIA CTaHAAPTHBIE O0pa3lbl U XOJOCTYIO MpPoOy.
[Tocne oxyaxkneHUs aBTOKJIABOB B MUKPOBOJIHOBOW CHUCTEME B T€UEHUE 25 MHH, UX
JIOTIOJIHUTENIHHO OXJIKIAJIA HAa BO3yX€e 10 KOMHATHOUM TemnepaTypsbl. [locie BCKpbITHS
aBTOKJIABOB PACTBOPHI KOJUYECTBEHHO MEPEHOCHIA B MEPHBIC KOJOBI BMECTUMOCTHIO
100 oM, mobasmum 1 mia pactBopa Cd (0,001r/mim), HOBOZMIM 1O OTMETKH
JACTWUIMPOBAHHOW BOAOM H mnepeMemmBaid. llpy pacnpuieHMH MOJIyYEHHBIX
pPacTBOPOB B MHAYKTHUBHO-CBSI3aHHYIO IJIA3My CIIEKTPOMETPa U3MEPSIIU WHTEHCUBHOCTHU
DJIEMEHTOB C YyYe€TOM BBIOpAaHHBIX JUIMH BOJH. ['paaydpoBouYHbIE TpaduKH IS
ompenenenuss Si, Cu, P crpownu B koopauHatax aOCOJIOTHAsT HMHTEHCHUBHOCTh —
koHneHTpaius (% macc.), a aus onpenenacHus B u Al - B koopauHaTax OTHOCHTEIbHAsS
MHTEHCUBHOCTb — KOoHLeHTpaus (% macc.). AKT anpobanuu pazpadoTaHHON METOIUKU
Ha METAJUTypTUYECKOM IIPEANPUATHN TIpeacTaBiieH B [Ipunoxkenun.

Onpeoenenue Si, Ca, Al, P ¢ cunuxokanvuyuu. Jns npoBeneHus aHalvd3a B
Cyxoii Te(noHOBEIH cocya BMecTHMocThio 100 cm® momemamu 0,1000 + 0,0002 r
curkokanbis u 2,00 £ 0,50 T 6opHo# kucioThl. Coep>XKUMOE COCy1a TepEeMEeITUBaIN
CTEKJISTHHOM MaJ0uKOM 10 OAHOPOIHOTO COCTOSIHUSA. 3aTeM K HaBecKaM J00aBIsiIn 7 Ml

cmecu HF:HCI (1:1) m 2 mn HNO;. ABTOKJIaBBI TepMETH3MPOBAIIM, MOMEMIATN B
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MHUKpPOBOJIHOBYIO CUCTEMY U TIPOBOJMIIM Pa3iiokeHHe 00paslioB MPHU JBYXCTYIIEHYATOM
noabeme temnepatypsl 10 140°C. IlapamiensHo yepe3 Bce CTaauu MPOOONOJATrOTOBKH
MPOBOJMIM CTaHAAPTHBIE O00pa3ibl W XoJocTyro mpolOy. Ilocne oxmaxkmeHus
aBTOKJIABOB JI0O KOMHATHOM TeMIlepaTypbl MU HMX aKKypaTHOW pa3repMeTU3aluiu
MIPOBOJIMIIN KOJTMYECTBEHHOE MEPEBEICHUE PACTBOPOB B MEPHBIE KOJIOBI BMECTHMOCTHIO
100 CM3, nobasienne 1 mi pactBopa Cd (0,001r/mi), ¥ AoBeaeHHE OO0 OTMETKH
JUCTUIIMPOBAaHHOW BoAOW. IlomydeHHblE pacTBOpPHI pPacHbUISIIM B  HHAYKTHBHO-
CBSI3aHHYIO IUTa3My CIIEKTpoOMeTpa Ui m3MepeHus a0comoTHBIX (it Al m P) wm
OTHOCHTEJIbHBIX MHTEHCUBHOCTEH 371eMeHTOB (1711 Si 1 Ca) ¢ y4eTOM BBIOPAaHHBIX JITMH
BONH. ['pamyupoBouHble TpaduWKd CTPOWIM B KOOpPJAWHATAX WHTEHCHBHOCTh —
koHueHTparwus (% macc.).

Mertoauka onpeaenacHus MaccoBbiX jgosed Si, Ca B CHIMKOKAIbIUHK (TaOauIa
21) arrecroBana Ha mnpemnpuatuu (AM 05757665-252-004-2017) u BHeceHa B
«DenepanbHbli MHPOPMAIIMOHHBIM (QOHJT MO OOECIEUEHUI0 €IMHCTBA H3MEPEHUI»
(®P.1.31.2017.28287). CBuaeTenbCcTBO 00 arTecTalid METOAMKUA TMPEACTABICHO B

[Ipunoxenun.

Tabmuma 21 - Jluama3zoHsl M3MEpPEHUN MACCOBBIX [IOJIEM KPEMHHsSI W KajbIlus B

CUIMKOKAJIBIMKU 110 MeToauke AM 05757665-252-004-2017

OnpenensieMbie 2JIEMEHTbI JlnamnazoH u3aMepeHust MaccoBoi J10H, %o
Kpemnuii 30,0 — 80,0
Kanvyuu 10,0 - 50,0

Pacuér xapakTepHCTHK TMOTPEIIHOCTH, TMPEIEIOB W HOPMATHBOB KOHTPOJIS
METOAMKH BBINOJHEH B cooTBeTcTBHMM ¢ TpeboBanmsmu [100] Ha ocHOBe
BOCIIPOU3BEECHUS aTTeCTOBaHHBIX (pacu€THhIX) xapakTtepuctuk B I'CO u B pacTBOpax,
MIPUTOTOBJICHHBIX Ha OCHOBE XOJOCTOW MpPOOBI C J00aBKaMH aTTECTOBAHHON CMecH
nonoB kpemuus (AC 1) u xampums (AC ). TloaydeHHbIE 3HAYCHHS MOATBEPIKIAIOT

COOTBETCTBHE pa3pabOTAHHOW METOAMKHU MPEIbABIIEMbIM TpeOOBAHUM (Tabauna 22).
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Tabnuna 22 — Pe3ynbTarhl OIEHKH NpUrogHocTu meroauku AM 05757665-252-004-
2017 (I1;<0,75; 11, 0,35; I1g,, < 0,85)

o ATTECTOBAHHOE Paccuntannbie 3HaYCHUS TIOKa3aTeleH,

DJeMeHT AC ’ (pacuetHoe) AOCJIH
conmepkanue, % macc I1, I, IR,

ACI 40,0 0,46 0,25 0,53
Kpemnuii

D266 59,5 0,51 0,12 0,59

AC I 15,0 0,47 0,25 0,53
Kanvyuu

D266 29,9 0,68 0,23 0,79

Onpeoenenue Ti, Si, P, Al, Cu, Mo, V, Sn, Zr ¢ ¢eppomumane. Jns
nposenenust ananuza 0,1000 = 0,0002 r depporurana nomemand B TehIOHOBBIE
cocymsl obbeMoMm 100 cm®. K HaBeckaM IOCIEIOBATENHHO, C YIETOM BO3PACTAHHS
mwrotHoct, pobasmmu 0,5 s HF, 3 ma HCl, 2 min H,SO,. ABTOKIaBHI
repMETU3UPOBAIH, TTOMENIATN B MUKPOBOJHOBYIO CUCTEMY M MPOBOAWIN Pa3I0KEHUE
o0Opa3loB IpH JBYXCTylleHYaToM mnoabeme Ttemmeparypbl 1o 140°C. IlapamnensHo
yepe3 BCE CTaauU MPOOOIMOArOTOBKH MPOBOJUIN CTaHIAPTHBIE 00pasibl U XOJIOCTYIO
npoOy. Ilocre 3aBepiieHUss MPOrpamMMbl PaA3JIOKEHUsS] TEPBOrO HTara AaBTOKJIABbI
OXJIXK/1alli, aKKypaTHO OTKphiBaH U q00aBisu 2 i HNO;. 3arem repmerusupoBanu
aBTOKJIaBbl U MOHOTOHHO HarpeBanu A0 100°C. Ilocne oxJiakJeHHs aBTOKJIABOB O
KOMHATHOM TeMIlepaTypbl PacTBOPHI KOJMYECTBEHHO IMEPEHOCUSIM B MEPHBIE KOJObI
BMECTUMOCTBIO 250 CMS, JOBOJAWIN JO OTMETKH JHUCTWUIMPOBAHHOW BOJIOW H
nepememuBaiu (pactBop 1). IlodydeHHBIE pacTBOPHI UCIOIB30BAIH JUIS ONPEICICHHUS
MIPUMECHBIX 3JIEMEHTOB B (peppoTutane. ['pamyupoBounbie rpaduku A onpeaeaeHus
Si, P, Al, Cu, Mo, V, Sn, Zr ctpomiu B KOOpAWHATaxX aOCOJIOTHAs WHTCHCHBHOCTH —
koHeHTparus (% macc.). st onpeneneHus TUHTaHa U3 pacTBopa 1 oTOupaiu aJukBOTY
10 M1 B MepHyo Komby BMecTEMOCThIO 100 cm®, moGapmsmm 1 M pactBopa Y
(0,001r/mum), moBOIMAM AO OTMETKH JUCTUUTMPOBAHHOM BOJOW U TEpPEMENTUBAIIH.
I'pagyupoBouHbIli Tpaduk Uil ONpeaeiaeHHs 1 CTPOMJIM B  KOOpAMHATAX

OTHOCUTEJIbHAST MHTEHCUBHOCTh — KoOHIeHTpamus (% Macc.). AKT ampoOaruu
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pa3pabOTaHHOW METOJUKM Ha METAUIyprMueCKOM NpPEANpUsATAN TPEJCTaBICH B
[Ipunoxenun.

Onpeoenenue Ni, Fe, Cu, Co, As ¢ ¢pepponuxene. JIjis IpoBeIicHUS aHAIIN3Aa
0,1000 = 0,0002 r deppoHuKenss MOMeMATd B Cyxue Te(IOHOBBIE COCYIbl U
nocnenosareabHo  jmobaBmsm 5w HNO; (1:1), 2 min H,SO, ABTOKIaBHI
repMETU3UPOBAIIU, MOMENIATM B MUKPOBOJHOBYIO CUCTEMY U MPOBOAMINA PA3JIOKEHUE
o0pa3loB IpH OJHOCTyHeH4YaToM NoabeMe Temneparypsl Ao 110°C. IlapamiensHo
Yyepe3 BCE CTaud MPOOOTOATOTOBKH MPOBOIMIN CTAHAAPTHBIE OOpA3Ibl U XOJIOCTYIO
npoOy. Ilocie 3aBepiieHUss MporpaMMbl Pa3jOKEHUS AaBTOKJIABBI OXJIAXKIAIU JI0
KOMHATHOM TeMIlepaTypbl CHayajia B MHUKPOBOJIHOBOM CHCTEME, 3aT€M Ha BO3JyXe U
KOJIMYECTBEHHO NEPEHOCUIIM PAcTBOPbl B MEpHBIE KOJIObI BMECTHMOCTHIO 250 cm®,
nobasysmi 1 mit pactopa Y (0,001r/mi), 10BOIMIM A0 OTMETKH JAUCTHILTUPOBAHHOU
BOJIOM W mepeMemuBaiu. I[lodydeHHbIE pacTBOPHI pPACHbUIIIA B HWHIYKTUBHO-
CBSI3aHHYIO JIa3My CIIEKTPOMETpa M U3MEPSIIH OTHOCHTEIbHbBIC HHTeHCHMBHOCTH Ni, Fe,
Cu, Co, As Ha BRIOpaHHBIX JUIMHAX BOJH. AKT anmpoOanuu pa3paboTaHHOW METOIUKHA HA
METAJLTypruueCcKoM NpeAnpUsITUN TIpeAcTaBiieH B [Ipunoxxenun.

Onpeoenenue Zr, Si, Al, P, Cu ¢ ¢eppocunuxoyupxonuu. Jns nposeneHus
ananuza 0,1000 = 0,0002 r dhbeppOCUIMKOIUPKOHUS MTOMEIIAIA B T€(IOHOBBIE COCY/bI,
BXOJSIIME B KOMIUIEKT MUKPOBOJHOBOM cucTeMbl. K HaBeckam mocienoBaTeibHO, C
yaeToM IioTHocTH, 1o6aBisn 1 ma HF, 2 Mt HNO;. TTocne repmeTnsanum aBTOKIIaBBI
MoMeIaad B MHUKPOBOJIHOBYIO CHUCTEMY W TPOBOAWIIM Pa3JIOKEHUE O0paslioB MpHU
MOHOTOHHOM moabeMe Ttemmepatypbl 10 110°C. IlapannensHo dYepe3 Bce CTaauu
poOOIOATOTOBKY MPOBOJWIN CTaHJIApTHBIE 00pas3libl U Xosoctyto mpody. Ilocie
3aBEpIICHUS TPOrpaMMbl PA3J0KEHHUS ABTOKJIABBI OXJAXIATM B MHUKPOBOJHOBOM
CUCTEME B TEUYEHHE 25 MHH, 3aT€M Ha BO3JyXe O KOMHATHOM Temneparypsl. Ilocie
OXJIQXJCHUS TOJYyYCHHBIC PACTBOPHI KOJIMYECTBEHHO MEPEHOCHIM B MEPHBIE KOJIOBI
BMeCTUMOCTBbIO 250 CMS, JOBOJAWIN 1O OTMETKH JUCTWIUIAPOBAHHOW BOJOM H
nepeMemuBaiu. [lomydeHHbIe pacTBOPBI PACHBUISUIM B UHIYKTUBHO-CBSI3aHHYIO IJIa3My

CIIEKTPOMETpPa M U3MEPsIU aOCOTIOTHBIE MHTEHCHUBHOCTH 3JIEMEHTOB Ha BBIOPAHHBIX
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JUIMHaX BOJIH. AKT ampoOauuud pa3pabOTaHHONW METOJUKH Ha METaJLTypruyecKoM
MIPEANPUATHAN TIPEACTaBICH B [IprmoskeHnn.

Onpeoenenue Si, Cr, P ¢ gheppocunukoxpome. J1iis nposenenus anammsza 0,1000
+ 0,0002 r deppocuinkoxpoma MoMeIaIi B cyxue TeIoHOBbIe cocyibl 00beMoMm 100
cm’. K HaBeckaM MOCIIEIOBATENBHO, C YIETOM BO3DACTAHMS ILUIOTHOCTH, TOGABISUIH 1
ma HF, 2 ma HCIl, 1 mn H;SO,. ABTOKIaBBI T€pMETH3UPOBAIM, ITOMEINAIH B
MUKPOBOJIHOBYIO CUCTEMY U TIPOBOJUIIM Pa3iioKeHHe 00pasiioB P JBYXCTYIIEHYATOM
nogbeme temnepatypsl 10 160°C. IlapamienbHo yepe3 Bce CTaauu MpoOONOJArOTOBKH
MIPOBOJIMIIN CTaHIAPTHBIE 00PA3IIbl U XOJOCTYIO Mpooy. [locie 3aBepiieHus: mporpaMmbl
pa3lIOKEHUsI TMEPBOTO ATala aBTOKJIABBl OXJIAXKJAIU, AaKKypaTHO OTKPBIBAIM W
no6apismi 2 Mi1 HNO;. 3aTteM repMeTH3upoBaii aBTOKIABEI I MOHOTOHHO HarpeBaiu
no 100°C. Ilocne oxiaxkIeHWs aBTOKJIABOB JO KOMHATHOM TeMIIEpaTypbl PacTBOPBI
KOJIMYECTBEHHO TEPEHOCHIM B MEpPHBbIE KOJOBI BMECTUMOCTHIO 50 CMS, JIOBOIWJINA 10
OTMETKH JTUCTHUTMPOBAHHON BOZOM M mepememuBanu (pactBop 1). M3 pactBopa 1
otOupanu anukBoty 10 Ma B MepHYIO K010y BMecTUMOCThIO 100 cm®, no6asmsu 1 M
pactBopa Cd (0,001r/mi), AOBOAMJIM 1O OTMETKH JUCTHILIMPOBAHHON BOJOH U
nepemerBaiy. [lomydeHHbIe pacTBOPHI PACTIBUISUIA B UHYKTUBHO-CBA3AHHYIO TIJIa3My
CIIEKTPOMETpPAa M HM3MEPSUTM WHTEHCUBHOCTH JJICMEHTOB C YYETOM BBIOPAHHBIX JIHH
BOH. ['pamynpoBouHblii Tpaduk ansi ompeneneHus P cTpounum B KOOpAMHATAX
a0COJTIOTHAsT MHTEHCUBHOCTh — KOHIIeHTpanus (% macc.), a s onpeaeienus Si u Cr -
B KOOPJAMHATaX OTHOCHWTEJbHAs HWHTCHCHUBHOCTh — KoHIeHTpamus (% wmacc.). AKT
anpobaruu  pa3pabOTaHHOM  METOJUKM Ha  METAUTyPTMUYE€CKOM  MPEANpPUSITHH
npeacrasieH B [Ipunoxenun.

Onpeoenenue Mn, Si, P ¢ gpeppocunuxomapanuye, Mn, SiO,, P, Fe, CaO, MgO,
AlL,O; ¢ mapzanyesou pyode. Jlna mnposenenus anamuza 0,1000 = 0,0002 r
MapraHercojepxalx MarepuanoB nomemanu B TedyioHoBbie cocyabl. K HaBeckam
nocaenosarenbao gobasmsm 1 Mo HF, 3 ma HCI, 2 mur HNO;, 2 M H,SO,.
ABTOKJIaBBI TEPMETU3UPOBAIA U TIPOBOJMIH PA3JIOKEHUE 00PA3I[0OB B MUKPOBOJIHOBOM
CHUCTEME NPH JIBYXCTYNEHYATOM MogbeMe Temneparypsl 10 165°C. IlapannenbHo uyepes

BCE CTaauu MPOOOTOATOTOBKY MPOBOAMIA CTaHIAPTHBIE 00pa3Ibl U XOJIOCTYIO MPoOy.
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[Tocne 3aBepiieHus NPOrpaMMbl Pa3I0KEeHUS aBTOKJIABBI OXJIAXAAIH B MUKPOBOJIHOBOM
CUCTEME B TEYECHME 25 MHUH, 3aT€M Ha BO3AYyXE [0 KOMHATHOM TeMIEpaTypbl MU
KOJIMYECTBEHHO IMEPEHOCHIA PACTBOPHI B MEPHBIE KOJIOBI BMECTHMOCTBIO 50 oM,
JIOBOJIUITM JIO OTMETKHU JUCTHJUIMPOBAHHOM BOJOW U mepeMemuBanu. M3 momydeHHbIX
pacTBOpoB oTOMpanu anukBoTy 10 M B MepHyr KojOy BMmectuMocThio 100 cM®,
nobassun 1 M pactBopa Cd (0,0011/mi1), TOBOAWIM A0 OTMETKH AMCTUUIMPOBAHHOMN
BOJOW M TepeMelMBaid. PacTBOpBI pacnbUIsId B WHAYKTUBHO-CBS3aHHYIO IUIa3My
CIIEKTPOMETPAa M U3MEPSUIM OTHOCUTEIbHBIE WHTEHCUBHOCTU DJIEMEHTOB C Y4YE€TOM
BBIOpAHHBIX JUIMH BOJH. AKT amnpoOanuu  pa3paboTaHHON  METOJMKH  Ha
METAJLTypruueCcKoM NpeAnpUsITUU TIpeAcTaBiieH B [Ipunoxenun.

OnpeOereHue Cao0, SiOz, MgO, A|203, Kzo, Nazo, MnO, Fezo3, P205, Ti028
HIOC. [1ns npoBeneHus aHainu3a B cyxoi TeduioHOBbIM cocyn momertanu 0,1000 +
0,0002 r LIOC u 2,00 + 0,50 T 6opHoit kucaoTel. ComepkUMOe cocyaa MepeMenTnBaIN
CTEKJISTHHOM MaJIOYKO# 10 OTHOPOJIHOTO COCTOSIHUS. 3aTeM K HaBeCKaM J00aBsIn 7 M
cmecu HF:HCI (1:1) m 2 mn HNO;. ABTOKIaBBl TepMETH3MPOBAIM, MOMEIIATH B
MUKpPOBOJHOBYIO CUCTEMY U MTPOBOJIMIIM PaA3IOKEHHE 00pa3lOB MPHU JIBYXCTYIIEHUYATOM
nogbeme temneparypbl 10 165°C. IlapamienbHo depe3 Bce CTaauu MPOOOMOATrOTOBKH
NPOBOJMIM CTaHAApPTHBIE 00pa3npl U XoJocTyro mnpoOy. Ilocne oxmaxnaeHus
aBTOKJIABOB HMX AaKKypaTHO OTKPBIBAIIM M KOJMYECTBEHHO TEPEHOCUIIU PACTBOPHI B
MepHbIe KOI0bI BMecTHMOCThIO 100 cM®. U3 MOJNydeHHBIX PacTBOPOB OTOHpAiH
annkBoTy 10 M1 B MepHyro konby BMecTHMOcThi0 100 eM®, mo6asmsuin 1 M pactBopa
Cd (0,001r/mi), MOBOAMIM IO OTMETKH AMCTHUILTUPOBAHHON BOJOW M TIEPEMEIINBAIIH.
PacTtBOpBl pacnbuIsiiiM B UHAYKTHBHO-CBSI3AHHYIO IJIa3My CHEKTPOMETpa M U3MEPSUIH
OTHOCHUTEJIbHbIE MHTCHCUBHOCTH DJJIEMEHTOB C yYE€TOM BBIOpAHHBIX JJIMH BOJH. AKT
anpobaruu  pa3pabOTaHHOM METOJUKM Ha  METAUTyPTMUYECKOM  MPEANPUSITHH

npeacrasieH B [Ipunoxenun.
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6.1. Anpodauus pazpadoranubix MeToauK ADC UCII ananu3a npoMbIILIEHHBIX

MaTEpPHAJIOB I0CJIE MI/IKpOBOJIHOBOﬁ HpOﬁOHOIlFOTOBKI/I

6.1.1. Anaau3 npon3BoaACTBeHHBbIX 00pa31oB peppocmiaBoB MeToaoM AIC UCII ¢

MHKPOBOJHOBOM MPOOONOAT0OTOBKOM

Pa3paborannpie  ADC UCII Meroaukyd  ONpEAENeHHsT  HOPMHUPYEMBIX
KOMIIOHEHTOB  anpoOMpOBaHbl  IPU  aHajJu3€  IMPOU3BOJACTBEHHBIX  OOpPAa3IOB
deppoBananus wmapok FeV80, @Bo40YO75; deppounodbuss wmapoxk DH6S5S,
FERRONIOBIUM; deppoBonshpama mapok @B65 u @B70; deppobopa mapku
®Fb12; cunukokanpituas Mapok CK-15, CK-30 u nposonoxa ¢ HanonHumenem
«cunukoxanvyuiy; pepporutrana Mapok @Tu70C0.5, ®Tu70CI1; heppocunnkoxpoma
Mapku @PCX40. PesynpraThl aHanuza (eppocIiaBoB MO pa3pabOTaHHBIM METOJIUKAM
COIIOCTABJIEHBl C JaHHBIMHU, NOJy4YeHHbIMU ¢ mnomoulbto ['OCTupoBaHHBIX METOAOB

(Tabnuma 1).

Tabnuma 23 - Pe3ynbTaThl ONpeAeieHns] HOPMUPYEMBIX 3JIEMEHTOB B (peppocIuiaBax 1o

CTaHJAPTHBIM U pa3padoTaHHbIM MeToaukam (N=11; P=0,95)

CrannapTHbBIN METON ADC UCII
O6pazenr | KommnoneHT toxen | Foxen
X+ A, % Mmacc. S |X£tA,%mace.| S
1 2 3 4 5 6 7 8
deppoBaHaauil
\Y 47,0+0,3 0,009| 47,1+0,3 ]0,009|0,59|1,07
Si 1,75 + 0,05 0,04 | 1,77+0,05 | 0,04 |0,69|1,09
Al 0,102 +0,003 | 0,04 | 0,104 + 0,003 | 0,04 |1,05|1,00
dBay045 P 0,055+ 0,002 | 0,05 | 0,055+0,002 | 0,04 {0,19|1,44
Mn 2,91+ 0,05 0,02 | 2,89+0,05 | 0,02 |0,66|1,18
Cu 0,196 £ 0,005 | 0,04 | 0,192 +0,004 | 0,03 |1,39|1,56
Cr 0,229+ 0,006 | 0,03 | 0,224 +£0,006 | 0,04 [1,38|1,15
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1 2 3 4 5 6 | 7| 8
V 792404 |0,008| 79,5+04 |0,008/0,95/1,16
Si 0,87+0,03 | 005/| 0,88+0,03 | 005051115
Al 1,06+ 0,04 | 0,06 1,03+0,03 | 0,05 |1,33|1,33
FeV80 P 0,045+ 0,002 | 0,05 | 0,046+ 0,002 | 0,05 |0,43|1,15
Mn 1,85+0,04 | 0,03| 1,82+0,04 | 0,03 |1,26|1,31
Cu 0,073 + 0,002 | 0,05 | 0,072 + 0,002 | 0,05 |0,55|1,19
Cr 0,244 + 0,007 | 0,04 | 0,245+ 0,006 | 0,04 |0,25|1,06
DeppoHuoOUt

Nb 56,9+03 |0,007
= 57,1+03 | 0,008 252000 003 0,55 1,23
Si 0,82+0,02 | 0,03 | 0,81+0,02 | 0,04 0,91]1,00
DHE58 Al 2,75+0,08 | 0,04 | 2,72+0,08 | 0,04 |061|1,14
P 0,13940,002 | 0,02 | 0,138+ 0,002 | 0,02 |0,55/1,00
Ti 0,43+001 | 0,03 | 044+0,01 |003083|1,23
Sn  [0,0132+0,0004/ 0,05 |0,0135+0,0004) 0,04 |1,261,31

Nb 658+04 |0,009
= 662+05 | 0,01 45320000 | 003 1,06| 1,64
Si 0,70+ 0,02 | 0,04 | 069+0,02 | 004 |1,36|1,11
n'lzoeglrﬁm Al 1,22+0,04 | 0,04 | 124+0,04 | 0,04 (0.90(1,00
P 0,145+ 0,002 | 0,02 | 0,146 + 0,002 | 0,02 |0,35|1,31
Ti 0,86+001 | 0,02 | 0,86+0,01 | 0,02 0,90 1,00
Sn 0,068+ 0,002 | 0,03 | 0,068+ 0,002 | 0,03 |0,65|1,15

®eppodop

B 126402 | 0,02 | 125+02 |0,02|1,11]0,81
Al 452+0,07 | 0,02 | 4,58+0,09 | 0,03 |1,65|1,17
DB12 Si 3424004 | 0,02 | 347+0,05 | 0,02 156 174
Cu 0,81+0,03 | 0,06 | 0,82+0,02 | 0,04 |2,25|0,62
P 0,025+ 0,001 | 0,06 | 0,024+ 0,001 | 0,06 |1,23|1,65
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1 2 3 4 5 6 7 8
deppoBoJbppam
W 71,7+0,3 0,007 | 71,3+0,2 |0,005|1,78|1,77
Mo 0,045 £0,002 | 0,07 | 0,046+0,002 | 0,06 |1,17|0,26
Mn 0,61 +0,02 0,05 | 0,59+0,02 | 0,06 |1,25|1,46
Si 0,50 + 0,03 0,09 | 047+0,02 | 0,07 |2,24|1,87
PBOS P 0,034 +0,002 | 0,09 |0,033+0,001 | 0,06 |2,41|0,79
Cu 0,093 £0,002 | 0,03 | 0,095+0,001 | 0,02 |2,34|1,83
As 0,038 +0,001 | 0,04 |0,036+0,002 | 0,06 |2,23|1,96
Sn 0,033 +0,002 | 0,07 |0,032+0,001 | 0,05 |2,25|1,36
W 73,2+0,2 0,005 | 734+0,2 |0,004/1,32|1,71
Mo 0,024 £ 0,001 | 0,06 | 0,025+0,001 | 0,04 {1,50|1,96
Mn 0,37+ 0,01 0,03 | 0,38+0,01 | 0,02 |1,23|1,80
Si 0,45+ 0,02 0,07 | 045+0,01 | 0,06 |1,13|0,21
P70 P 0,035 +0,001 | 0,08 | 0,034+0,001 | 0,02 |1,89|1,76
Cu 0,037 £0,001 | 0,05 | 0,039+0,001 | 0,05 |1,05|1,98
As 0,042 +£0,001 | 0,08 | 0,041 +0,001 | 0,03 |1,25|1,51
Sn 0,019 £0,001 | 0,04 | 0,019+0,001 | 0,05 |1,94|0,51
DeppoTUTAH
Ti 69,7 +0,2 0,003 | 69,5+0,2 |0,004/1,59|1,61
Si 0,40 £ 0,01 0,04 | 038+0,01 |0,04|1,19|1,99
P 0,030+ 0,001 | 0,04 |0,029+0,001 | 0,05 |1,97|1,44
Al 3,62+0,02 | 0,008 | 3,60+0,02 |0,007/1,06|1,72
dTu70C1 Cu 0,122+0,001 | 0,02 |0,120+0,001 | 0,02 |1,14|1,91
Mo 0,60 + 0,01 0,02 | 0,62+0,01 | 0,02 |1,10|2,08
\Y 1,03 0,02 0,03 1,05+0,02 | 0,03 {1,13|1,40
Sn 0,064 £ 0,001 | 0,02 | 0,063 +0,001 | 0,02 |1,65|1,98
Zr 0,103 +0,002 | 0,08 | 0,105+0,002 | 0,04 |1,22|1,04
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Oxonyauue Tadbaumel 23

1 2 3 4 5 6 7 8
Ti 73,5+0,1 0,002 | 73,7+0,2 |0,003/1,83|1,81
Si 0,20 +0,01 0,05 | 0,19+0,01 |0,05|1,31|1,68
Al 2,12+0,04 | 0,02 | 2,10+£0,02 | 0,02 [2,32|1,15
Cu 0,039 £0,001 | 0,04 |0,038+0,001 | 0,04 {1,49|1,81
®Tu70C0.5
Mo 0,43 +£0,01 0,04 | 045+0,01 | 0,04 |1,19|1,99
VvV 046+001 | 0,04 | 0,44+0,02 | 0,04 181|191
Sn 0,028 £0,001 | 0,03 | 0,029 +0,001 | 0,03 |{1,00|1,71
Zr 0,108 £0,002 | 0,02 | 0,110+0,002 | 0,03 |2,01|1,60
DeppocHINKOXpPOM
Si 352+01 |0,004 | 350+0,1 |0,005/1,25(1,95
OCX40 Cr 40,43+0,12 | 0,004 | 40,55+0,08 |0,003|2,36|1,85
P 0,040 +£0,001 | 0,05 | 0,039+0,001 | 0,04 {1,83|1,36
Cuimkoxkaabuui
Si 51,6+0,2 | 0,006 | 513+0,2 |0,006/1,11/0,24
CK15 Ca 21,4+0,1 0,005 | 21,3+0,1 |0,005[1,23|1,97
Al 0,70+0,04 | 0,08 | 0,68+0,06 | 0,06 2,15]|1,03
P 0,012+0,001 | 0,09 | 0,011+0,001 | 0,09 |{1,03|1,89
Si 575+0,2 |0,006 | 573+0,2 |0,005/1,11/1,90
CK30 Ca 31,0£0,2 | 0,007 | 309+0,1 |0,006(1,49|1,97
Al 2,01 +£0,04 | 0,03 1,99 +0,03 | 0,02 {1,23|0,62
P 0,044 £ 0,003 | 0,09 | 0,041 +0,002 | 0,07 |2,56|1,92
Si 549+04 |0,009 | 553+03 |0,007({1,59|1,28
Hanonxu- Ca 27,1+0,3 0,01 269+0,2 |0,009|2,36|0,85
e Al 1,99+0,06 | 0,04 | 2,01+004 | 003 |1,59]053
P 0,043 +£0,002 | 0,06 | 0,041 +0,001 | 0,05 |1,32|1,97

[Ipumeuanue * - ananuz ®Ba nposoawiu o I'OCT 13217, ananuz ®HO — o 'OCT
15933, ananu3 @b — o 'OCT 14021, anamu3 @B — o I'OCT 14638, ananu3 ®Tu —
o I'OCT 14250, ananu3z ®CX — 1o I'OCT 13201, ananu3 CK — o 'OCT 14858.
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CpaBHeHME AUCHEPCUM U CPEHUX PE3yIbTaTOB aHaIU3a aHAIM3UPYEMbIX MPOO
(tabmuua 23) mo kpurepuro Pumiepa HE BBIIBUJIO 3HAYMMBIX PACXOKICHUH MEXITY
HUMH, YTO CBUJICTEIBCTBYET O MPUHAAJICKHOCTH PE3YyJIbTaTOB OAHOW TeHepaIbHOU
coBOKynHOCTH (Fr6,= 2,98>F,), a mpHMeHeHHe MOAU(UINPOBAHHOIO TeCTa
CrproficHTa MOKa3ajda OTCYTCTBHE CHCTEMAaTHYECKOW IOrPEIIHOCTH W IMOATBEPAMIIA
NPaBUJIBHOCTh OIpPEACNICHUS HOPMHUPYEMBIX KOMIIOHEHTOB B (eppociuiaBax o
pa3paboTaHHBIM METOTUKAM (L 56,= 2,23> tycn)-

Kak BHIHO W3 NIPHBEACHHBIX JAaHHBIX (Tabnmuma 23), 3HAYCHHS OTHOCHTEIHLHOTO
CTaHJApTHOTO OTKJIOHEHUS TPU ONPEJCICHUH DSJIEMEHTOB IO pa3pabOTaHHBIM
METOJIMKaM, KaK MPaBUJIO, HE MPEBBIMIAIOT S, JIJIsl CTAHAAPTHBIX METOJOB aHAN3a, U4TO
TOBOPUT O BBICOKOM MPEUU3MOHHOCTH TOJYYEHHBIX pe3yiabTaToB. (OTMEYEHO
YIY4IIEHHE  BOCIPOM3BOAMMOCTH  PE3yJIbTaTOB  aHAjW3a  CHJIMKOKAJIBIUS 1O
NPENIOKEHHOW METOJMKE, CBS3aHHOE CO 3HAYUTENbHBIM YIPOUIEHUEM MPOLEIypPbl
poOOMOITOTOBKM M MUHUMHU3AIMEN BOZMOKHBIX 3arpsS3HEHUN aHATU3UPYEeMOU MPOOHI.
[TockonbKy BBICOKOW TpPYAOEMKOCTBIO XapakTepHu3yeTrcsl (OTOMETPUYECKHM METO[
onpenenenus Qgochopa B deppociiiaBax, pe3yiabTaThl ATOMHO-3MHUCCHOHHOTO
OTpeJIeieHUs] JaHHOTO JJIEMEHTa B (peppocmiiaBaXx TakXKe dYalle BCEro OTIMYAIOTCS
JYYIIUMHA METPOJIOTUYECKUMHU TOKa3aTelsiMu. Takke W OIpelnesieHHe MaTpUYHBIX
3JIEMEHTOB (PEPPOCIUIABOB BO3MOXHO C JIy4lI€il BOCIIPOU3BOJMMOCTBIO 110 CPABHEHUIO
¢ TI'OCTupoBanubimu  merogukamu (W B deppoBonshpame u Cr B
beppoCcCHITMKOXpOME). Onnako OTMEYEHO HE3HAYUTEIHHOE CHUIKEHUE
BOCIIPOU3BOAMMOCTH TIpU onpezeseHun 11 B ¢pepporutane u Si B heppoCcHInKOXpoMe,
B TO BpeMsI KaK pacCUMTAHHbBIC 3HAYEHUS JOBEPUTEIHHBIX HHTEPBAJIOB HE MPEBBIIIAIOT
nokasarelieid TOUHOCTH CTaHAapTHHIX MeToauk. K Tomy ke npu ananuze GpeppoHuoOus
ctaHgapTHeIM rpaBuMmeTpudeckum MmetojoM (I'OCT 15933) B0o3MOKHO ompeneneHue
TOJIbKO cymMMapHOW koHueHTpanuu ND u Ta, permamMeHTHpYeMON OTE4YeCTBEHHBIMH
I'CO. [IlpumeHnenne mjisi TpaayupoBKH crHekrpoMerpa eBpomeiickux CO ¢
aTTECTOBAaHHBIM Pa3JIETbHBIM COJEP)KAHUEM WHAUBUIYATbHBIX 3JEMEHTOB TO3BOJIMIIO

pazpabdorath HOBYIO MeToauky ADC MCII ananuza ¢pepponnodus.
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6.1.2. ADC UCII ananu3 npousBoacTBeHHbIX 00pa3nos [IIOC u MuM nocJie

MHKpOBOJ’IHOBOﬁ HpOﬁOHOIlFOTOBKI/I

Paspaborannsie MeTomuku omnpenencHus CaO, SiO,, MgO, Al,Os, K,0, Na,0,
MnO, Fe,03, P,0s, TiO, B IIIOC; Mn, Si, P B deppocunukomapranie u Mn, SiO,, P,

Fe, CaO, MgO, Al,O3 B mapranreBoii pyjae anpooupoBansl npu aHanmmsze [LIOC mapok
Melubir 9563, AccuthermST-SP/235AL4D, AlsifluxGS-C7, SRCP015, SRCP173P;

deppocumkomapraniia mMapku FeMnSil8; mapranneBoii pyabl mpousBojctBa OO0

«CTM-rpynmn» (tabmmua 24).

Tabnuna 24 - Pesynbratel onpeneneHus kommnoHeHToB B IIIOC u MHM 1o

CTaHJAPTHBIM U pa3paboTaHHbIM MeToaukam (N=11; P=0,95)

OBpaser | Kommomeit CrannmapTHbIi MeTOT ADC UCII e
X+ A, % macc. S |XxA, %wmMmace.| S
1 2 3 4 5 6 7 8
[11(0]6
CaOo 32,5+0,7 0,03 32,7+0,7 | 0,03 |1,00|0,45
SiO, 28,8+ 0,5 0,03 284+0,6 | 003144114
MgO 1,84 + 0,07 0,06 1,89+0,08 | 0,06 {1,31]1,05
Al,O3 8,27+ 0,29 0,05 8,37+0,3 | 0,05|1,07|0,53
Melubir 9563 K.0 0,41+ 0,02 0,07 | 042+0,02 | 0,07 |{1,00|0,79
Na,O 5,6 +0,2 0,05 54+£0,2 0,06 {1,00|1,58
Fe O3 1,65+ 0,02 0,02 | 1,63+0,03 | 0,03 |1,25|1,09
P,O5 0,25+ 0,01 0,05 | 0,24+0,01 | 0,07 |1,47|1,62
TiO, 0,35+ 0,02 0,07 | 0,33+0,02 | 0,07 |1,17|1,37
CaO 21,1 £0,7 0,05 214+0,6 | 0,04 11,36|0,73
SiO, 36,7+0,5 0,02 36,3+0,6 | 0,03 |1,44|1,14
ég‘;g;gez‘jg MgO | 1,00+0,04 | 006 | 1,02+004 | 0,06 |1,00|0,79
Al,O3 4,30 +£0,19 0,07 | 439+0,20 | 0,07 |1,11|0,73
K,O 0,42 +0,01 0,04 | 0,43+0,01 | 0,04 |1,00|1,58
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1 2 3 4 5 6 | 7| 8
Na,O 10,8+04 | 0,06 | 11,005 | 0,07 |1,56]0,70

AccuthermST-|  MnO 6,48+0,02 |0,005| 6,50+0,02 |0,0050,99|1,67
SP/235 AL4AD | Ee,0, 1274002 | 002 | 129+002 | 0,03 |1,29/1,75
TiO, 0,12+0,01 | 0,09 | 0,13+0,01 | 0,09 |1,06|1,48

CaO 282+0,7 | 004 | 280+06 | 0,03 [1,36/0,48

SiO, 315+04 | 003 | 31,1+06 | 0,03 [225| 1,24

MgO 3,64+0,15 | 0,06 | 3,76+0,17 | 0,07 |1,28|1,18

ASilGS.C7 AlLO; 4,68+020 | 0,06 | 4,80+020 | 0,06 |1,00| 0,95
K,0 0,29+0,01 | 0,05 | 0,28+0,01 | 0,05 |1,00|1,58

Na,O 90+0,3 | 005| 88+04 | 007 [1,78 0,89

MnO 043+0,02 | 0,07 | 041+002 | 0,06 |1,95|1,58

Fe,0; 1,67+0,02 | 0,02 | 1,70+0,03 | 0,03 |1,85 1,47

CaO 26,0+0,7 | 004 | 258+06 | 0,04 |1,36/0,48

SiO, 309+06 | 003 | 313+06 | 0,03 [1,00/1,05

MgO 4,97 £0,18 | 0,05 | 4,92+0,20 | 0,06 |1,23| 0,42

SRCP015 Al,O; 538+0,25 | 007 | 523+024 | 0,07 |1,09]0,97
K,0 052+0,01 | 0,03 | 051+001 | 0,03 1,00/ 1,58

Na,O 116+0,4 | 0,05 | 11,5+0,5 | 0,07 |1,56 0,35

Fe,0; 1,45+0,02 | 0,04 | 1,44+0,02 | 0,03 1,07/ 0,95

CaO 36,7+0,7 | 003 | 365+06 | 0.03 (136|048

SiO, 292+0,5 | 0.03 | 288+0,5 | 003|100/ 1,26

MgO 2,46+0,10 | 006 | 252:011 | 0.07 |121/0,90

SRCP173p Al,O, 356+0,16 | 9.07 | 368+0,17 | 0.07 |113/1,15
K,0 0,20+0,01 | 907 | 020+0,01 | 907 |100|1,58

Na,0 84+03 | 005 83+04 | 007 178045

MnO 0,27+0,02 | 0,08 | 0,28+0,01 | 0,07 |1,42|0,81

Fe,0; 1,40 +0,02 | 0,02 | 1,42+0,02 | 0,02 1,89 1,68
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Oxonyauue Ta0omuner 24

1 2 3 4 3) 6 7 8

DeppocUIMKOMapraHen

Mn 745+01 |0002| 746+01 |0,002|1,65 1,30
FeMnSi18 Si 186+0,1 | 001 | 184+02 |001|1,33173
p 031+0,02 | 008 | 030+0,01 | 0,06 1,60 1,15
Mapranuesasi pyaa
Mn 238+04 | 002 | 237+03 |002|1,20] 0,63
Si0, 17103 | 003 | 172+02 | 0,02 |2,49] 045
P |0075+0,004 | 0,08 | 0,071+0,004 | 0,09 |1,00 1,77
OOF(;;;?IIM' Fe 210+04 | 002 | 208+03 |002]|112]1,21

CaOo 2,15+0,08 | 0,06 | 221+0,08 | 0,06 {1,02|1,16

MgO 0,41+0,01 0,04 | 0,40+0,01 | 0,05 (1,41)1,15

Al,O3 7,15+0,05 | 0,011 | 7,18+0,04 |0,009|1,48| 1,00

[Tpumeuanue * - ananu3 IOC npoBoanmu no 'OCT 2642, anaiu3z @®CMu — no 'OCT
16591, ananu3 mapranneBoit pyael - mo 'OCT 22772, TOCT 24937.

Pe3ynbrartel ompeneneHus HOPMHUPYEMBIX 3JEMEHTOB MO pa3pabOTaHHBIM
METOAMKAM COIIOCTABJIEHBl C JAHHBIMM, ITOJIYYEHHBIMU CTAHIAPTHBIMA METOJAMHU.
CpaBHeHue nucnepcui ¢ MpUMEHEHHEM KpurTepus Puuiepa HE NMOKas3alo 3HAYMMBIX
PaCXOXKJI€HUM, 4YTO CBHUJIETEIBCTBYET O CIy4allHOM XapakTepe pasiuuus B
BocripousBoaumMoctd ['OCTupoBaHHbIX H pa3paboTaHHbIX MeToauk. IIpoBepka
NpaBWIBHOCTH  OmpeaelieHus 1o  MoauduuupoBaHHoMmy  Tecty  CrbrojeHTa
CBUJACTEIbCTBYET PABHOTOYHOCTH IMOJYYEHHBIX JAHHBIX U 00  OTCYTCTBHH

CHUCTEMAaTUYECKOU MOTPEIIHOCTH.
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6.1.3. CpaBHUTeJIbHAS XapPAKTEPUCTHKA PA3PA00TAHHBIX U CTAHJIAPTHBIX METOIUK

a”Hanu3a ¢eppocmiaasos, [IOC u MaEM

Kommniekc pa3paOoTaHHBIX METOJMK BKIIOYACT pA3JIOKEHUE MaTepuasoB
METAJITyprUYeCKOr0 IPOU3BOJICTBA IPHU MHUKPOBOJHOBOM HAarpeBe B TI'€pMETHYHBIX
aBTOKJIABaX M IOCJIEIYIOUIEE ONpPENEICHUE HOPMHPYEMBIX KOMIIOHEHTOB METOIOM
ADC HCII. IlpuMeHeHME MHMKPOBOJHOBOTO PpAa3JIOKEHUS IIO3BOJISET 3HAYUTEIIBHO
COKpAaTUTh BpeMs MepeBeieHus MPoObl B pacTBOpP (10 3 — 5 1), yMEHBIIUTh [IEPEUEHD U
o0beM mpuMeHsieMblX peakTuBOB. Mcmonb3oBanue meroma ADC HCII cokpamaer
CyMMapHO€ BpeMs aHallu3a HCCIEAYEeMbIX MaTepuanoB (tabiuua 25) 3a cyer
OJTHOBPEMEHHOTO ONPEJEIECHUSI HOPMHPYEMBIX KOMIIOHEHTOB, a TaKXKe 3a CYeT
UCKIIFOYECHHS JUIMTENIbHBIX M TPYJOEMKHUX CTaJAuid pa3feleHuss U MACKUPOBAHUS

MCIIAOMINX KOMIIOHCHTOB, UCIIOJIb3YCMBIX B FOCTI/IpOBaHHI)IX MCTOJax.

Tabmuua 25 — CpaBHHTENbHAas XapaKTEPUCTUKA CTAHJAPTHBIX M Ppa3pabOTaHHBIX

MCTOJHUK aHaJIn3a

O6bem
[TpoaomKUTENBHOCTD Macca npo0s 1115t
KOHIIEHTPUPOBAHHBIX
aHanausa, 4 aHanausa, r
O6pasen KHCJIOT, MJI
Cranpaptabiii | ADC | Cranpaptaeii | ADC | Cranpaptaeiii | ADC
METOJT NCII METOJI NCII METOJI NCII
DB 96 3,85 142 5
®HO 112 3,1 134 6
®B 144 3,55 661 3
®b 80 2,75 225 12
CK 72 1,5 265 9
8 0,1
dTu 144 10,35 137 8,5
OClIlp 88 1,9 180 8
DCX 56 1,25 220 6
MuM 128 4,65 442 8
HIocC 104 1,65 151 9
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Tak, Hanmpumep, pa3paboTaHHass METOJIMKA aHAJIM3a CUJIMKOKAIbLHUS MO3BOJISIET
COKpPATUTh BpEMs MPOBEICHUS aHAIM3a B 9 pa3, UCKIIOYNTh NPUMEHEHHUE TIIATUHOBOMN
nocyabl, pekomMeHgoBaHHoM ['OCTupoBaHHBIMH MeTOAAMU IS PaA3JIOKEHUS
deppocmnasa. Ilpu onpeneneHUM HOPMUPYEMBIX 3JIEMEHTOB B (eppodOpe MEeToIoM
ADC UCII nocne MHKPOBOJHOBOW MPOOOMOATOTOBKH HCKIIOYAIOTCS TAaKUE CTaIUU
MPOBE/ICHUS aHANIM3a, KaK CIUIaBJICHHE MPOObI B BBHICOKOTEMIEPATYPHBIX MY(PEIbHBIX
neyax, HEOJJHOKPATHOE YIIapUBaHUE, a TAK)KE YMEHBIIAETC He00XoauMast 1Jisl aHallu3a

Macca HaBECKHU 00pasiia, ¥ COKpaIaeTcsi o0mas mpoJobKUTEIbHOCTh ananu3a B 10 pas.
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1V 3AK/ITIOYEHUE

[losiBNieHHE COBPEMEHHOTO aHAIUTUYECKOTO OOOPYAOBAHUSA AJISl CIIEKTPaIbHOTO
aHanu3a JOJDKHO CIIY)KMTh IPEANOCBIIKOM I IIHPOKOTO BHEAPEHUS METOIUK
MHOT'03JIEMEHTHOTO aHaJIW3a IMPOMBIIUICHHBIX MaTEpPUaIOB, KOTOPHIE B COYETAHUU C
MHUKPOBOJHOBOM  NMPOOOMOJArOTOBKOM  SIBISIIOTCS ~ OCHOBOW  JJI1  TOBBIIICHHUS
IPELU3UOHHOCTH, SKOHOMUYHOCTH U JKCIPECCHOCTH aHaimu3a. K coxkaneHuro 1o cux
nop B TPOU3BOACTBEHHBIX JAOOPATOpUAX NPEANPUATANA N1 aHaIM3a MHOTHX
(GeppocIIaBoB, NUIAKOBBIX U PYJHBIX MAaTE€pPUAIOB MPUMEHSIOT CTaHAAPTHBIE METObI
rpaBuMeTpuH,  TUTpumeTpun,  ¢otomerpun U AAC,  pEKOMEH/IOBaHHBIE
['OCTupoBanHplMM MeTOAMKaMH. HecMOTpss Ha TO, YTO Takue METOJABI aHAIM3a
aTTecToBaHbl U BKIMoueHbl B «®DenepanpHplii  MHQOpPMALMOHHBIA  (oHA 1O
00€eCIeYeHUI0 €AMHCTBA U3MEPEHUIN, CYIIECTBYET HeoOXxoaumocTh nepecmorpa 'OCT
u TY, HanpaBlieHHOr0 Ha MPUMEHEHHWE COBPEMEHHOrO0 O0OpYIOBaHUS [Js aHalU3a

IMPOMBIINIJICHHBIX MaTCpHUAJIOB.

[lo pesynbraram  TPOBENEHHBIX  HCCIENOBAaHMW B  JAaHHOW  pabote
c(OpMYIMPOBAHBI CIEIYIOUIUE BHIBO/BI:

1. OGocHOBaHBI COCTaBbl KHUCIOTHBIX CMECEH M TeMIlepaTypHO-BPEMEHHBIC
pEeXUMBI MUKPOBOJIHOBOTO HarpeBa aBTOKJIaBa JJISI MOJHOIO MEPEBEACHUS B pacTBOP
deppocriaBoB, IIIOC wu  MapraHencoiepkammx pyJa MOpH  HCIOJIb30BaHUU
MHUHHMATbHBIX OOBEMOB KOHIEHTPHPOBAHHBIX KHCIOT (<12 ¢M°) 33 MHHHMAIbHEIG
NpOMEXYyTOK BpemeHu (8 — 33 muH). s pacTBOpeHHs MaTepHUalioB, COJAEPKAIIUX
3HAUYUTENIbHBIE KOJUYECTBA KPEMHHUS U Kanbius (cuiukokansiui, [IIOC), ynepxanus
KPEMHHUS B PACTBOPE U MPEJOTBPAIICHUS BBINAICHUS (PTOPUIHBIX KOMILIEKCOB KaJIBITUS
NPEMJIOKEHO  UCIONb30BaTh  OOp(PTOPBOAOPOJHYIO  KHUCJIOTY,  IOJY4aeMYIO
HENOCPEACTBEHHO B aBTokiaBe. Ilpu  mpoOomoaroroBke  deppotutana u
beppocuaMKoxpomMa BBEJAEHUE a30THOM KHUCJIOTHI B PEAKIIMOHHYIO CMEChH MPEJI0KEHO
MPOBOJUTH JIMILIb HA BTOPOM ATarle MUKPOBOJHOBOTO PA3JIOKEHUSI M3-3a MacCUBALUU
TuTaHa W Xpoma. [lokazaHa 2¢@GEeKTUBHOCT, TPUMEHEHHS  CTYIEHYATOTO

MHKPOBOJIHOBOT'O HarpeEBa, 06CCHC‘II/IB3IOHICFO TIABHBIN ImoaAbEM TEMIICPATYPLI oe3
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pasrepMeTH3ali aBTOKJIABa 3a CYET IMOBBIIIEHHOTO ra3000pa30BaHUs. Y CTAHOBJICHO,
YTO  MHKPOBOJHOBOE  pasyiokeHue oOpasioB g0 110°C  Bo3MOXHO  mpu
OJTHOCTYIIEHUYAaTOM HarpeBe aBTOKJIaBa, pu paznoxennu A0 140-165°C >pdexTuBHBIM
SBJISICTCSl JIBYXCTYIIEHYAThI HAarpeB, MpU pasziioxkeHuu cBbilie 165°C nepcrneKkTUBHO
UCIIOJB30BaTh TPEXCTYNEHYAThIH HAarpeB aBTOKJIaBa. TOJBKO MOpH Pa3iioKEHUU
dbepponnodust HarpeB A0 110°C pexoMEHJOBAHO OCYIIECTBISATh B JIBE CTYNECHH IS
MPEeIOTBPAICHUS] BCKPBITHSI aBTOKJIABA.

2. ONTHMH3UPOBAHBI YCIOBHS aTOMHO-3MHCCHOHHOTO omnpenencHus V, Si, Al, P,
Mn, Cu, Cr B deppoBanaauu, Nb, Si, Al, P, Ti, Ta, Sn B ¢peppornooun, W, Mo, Mn,
Si, P, Cu, As, Sn B depposoasdpame, B, Al, Si, Cu, P B deppobope, Si, Ca, Al, P B
cuimkokaneiuy, T1, Si, P, Al, Cu, Mo, V, Sn, Zr B pepporurane, Ni, Fe, Cu, Co, As B
¢depponukene, Zr, Si, Al, P, Cu B deppocunukonupkonun, Si, Cr, P B
(beppoCIMKOXpOME TOCIIe€ MUKPOBOJHOBOM MpoOONOAroToBKHU. V3ydeHO BIMsHUE
MOMEX CHEKTPAIbHOTO M HECHEKTPAJIbHOIO XapakTepa Ha pe3yibTaThl aHalu3a
MPOMBIILJICHHBIX MaTEpUalIOB. YCTAaHOBJICHBI CTENEHU pa30aBiICHUS PACTBOPOB A
HAJIC)KHOTO OMNpEJENIEHUs] MUKPO- M MaKpOKOMIOHEHTOB. OIlleHEeHa BO3MOXKHOCTH
NPUMEHEHUsT METOJa BHYTPEHHEro CTaHAapTa [JIsi TOBBIIICHUS MPABUILHOCTH
OTpENCNICHUs] KOMIIOHEHTOB  WHIYCTPUAIBHBIX  MATEpUANIOB, MPELHU3UOHHOCTH
ompenenenuss W, Ca, B, Ni, Co, Zr B ¢eppocmnaBax; Si B CHIMKOKAJIBIUH,
beppocunukoxpome,  ¢deppoBoibdpame,  peppodbope,  GepPPOCHINKOIUPKOHUH,
dbeppoTuTane; Al B dbeppobope, beppoHukerne, CUJTUKOKAJIBbIUH,
dbeppocunukorupkonnu, ¢epporutane; Cu B depponukene, deppoBoabdpame,
beppocuwukonupkonun, depporutane; P B (eppoBoiibPpame, CUITUKOKAIBIIUH,
beppobope, (Peppocunukonrpkonuu, Qeppocunukoxpome, depporutane; Cr B
deppocunukoxpome; Ti B peppotutane; V B heppoBaHATMHUIIO CYMMAapPHBIM 3HAYCHHUSIM
MHTEHCUBHOCTEM JIBYX AHAIIMTUYECKUX JIMHUM.

3. N3yyeHnsl 0COOGHHOCTH TpaayupoBKu crektpomeTpa mpu ananuze [1IOC u
MHuM 1no cranmapTHBIM 00pa3iaM, UMEIOIIUM OMM3KUI XUMUYECKUNW COCTaB: IIIAKOB
JIOMEHHBIX, CTaJICTUIABMUIIBHBIX, KOHBEPTEPHBIX, (DIIFOCOB CBAPOYHBIX IIIABJICHBIX IPHU

ananmuze [IOC wu wMapraHna MeTauIM4eckoro, ¢eppoMaprasiia, KOHIIEHTpaTa
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MapraHieBOpyAHOro, (hiiroca CBapOYHOTO MIIaBJIeHOTo Mpu aHanu3ze MuHM. O6ocHOBaHO
NPUMEHEHHE B KAaueCTBE BHYTPEHHETO CTaHIapTa KaaMmusa. PacdeTHble 3HaYeHHS
nokasarenst  TouHoctu I, mokasarenss  moBTopsemoctu  II;,  moxazarens
Bocrpou3BoauMocTu Ilgr,, MoigydeHHble B COOTBETCTBUU C Pexkomenmanusamu M 24
NCO pnsa anammsza IIOC, noarBepauian COOTBETCTBHUE NOTPEMIHOCTA HW3MEPEHUN
periiaMeHTUPOBAHHBIM TPEOOBAHUSIM.

4. Pa3zpaboranbl MeTo/IuKH aHanu3a ¢eppociiaBoB, LHIOC u pyaHbIX MaTepuasioB
Merogom ADC HCII, BxiIoyamMe MHUKPOBOJHOBOE pa3ioKEeHHE 00paslioB B
aBTOKJIaBe. METOJIMKM aTOMHO-IMUCCHOHHOTO aHalln3a (eppoBaHaaus, GeppoHHOOHs,
dbeppoBosibhpama, (eppodbopa, CUIUKOKAIBIUS, (PeppoTUTaHa, (PEePPOCUIUKOXPOMA,
dbeppocuwukomMapranna, [HIOC u mapraHieBoil pynabl anmpoOUpOBaHbl NPU AHAIHU3E
IPOU3BOJCTBEHHBIX 00pa3loB B J1a00OpaTOpUu METAJULypTUYECKOro HpPEaNpUsITUS,
XapaKTePU3YIOTCSl BBICOKOW MPEIM3MOHHOCTHI0 M MPAaBUIBLHOCTHIO. MUKpPOBOJIHOBAs
npoOonoAroToBka o0pa3uoB B couetaHuu ¢ MHoroasneMeHTHbIM ADC HCII meronom
aHallM3a TPUBOAUT K CYIIECTBEHHOMY COKPAIEHHUIO MPOJIODKUTEILHOCTH aHaJIN3aA.
Metonuka onpenenenus Si, Ca (®P.1.31.2017.28287) B CHIMKOKAJIBIUA METOJIOM
ADC HUCII Buecena B «®enepanbHbiii MHOOpPMAIMOHHBIA (OHI MO OOECIECYCHHUIO
eIMHCTBA 3MepeHui». Metoauka onpenenenus V, P, Cr B ¢eppoBaHaany BKIIOUYECHA B
TEXHOJIOTUUECKHM pernamenT npeanpustus (AM 05757665-072-411-2016) u ycneniHo

BHeJIpeHa B ipakTuky ysadbopatopuit [TAO «HIJIIMK».
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V CIIUCOK NPUHATBHIX COKPAIIEHUHI U YCJIOBHBIX OBO3HAYEHUM

rocrt ['ocynapcTBeHHBIN CTaHAAPT

TY TexHuyeckue ycioBus

AAC ATOMHO-a0COpOLIMOHHAS CTIEKTPOMETPUS

ASC HCII ATOMH(?’-BMI/ICCI/IOHHa}I CHEKTPOMETPHUS C UHAYKTUBHO CBSI3aHHOM
1a3Mon

CK CHIMKOKaIbIINHU

OCMHu deppocunmKomMapraserl

®HO deppoHnoOuii

®B deppoBoiibppam

DTu deppoTuTaH

PD®A PeHTrenoguyopeclieHTHbIN aHaIu3

DBn deppoBaHaau

IocC [ImakooOpa3yrorue cMecH

db deppobop

®H DeppOHUKETD

OCllp DeppOCUITNKOLTUPKOHUI

DCX DeppOCUTUKOXPOM

MuaM Mapranercoaepxxanye MaTepualibl

CO CranmapTHBIHA 00pa3eln

AC ATTrecToBaHHAas CMECH
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IHPUJIOKEHHUE

Tabmuna 1 — IIposepka npaBuibHOCTH onpeneiacaus W, Si, Mn, P, Cu, Mo, As, Sn B
I'CO 765-92I1 (®186) dpeppoBoandpama tuna ®PB70, (n = 11, P = 0,95, t,u5, = 2,23)

Conepxkanue, % Macc

DieMeHT . St tyen
aTTeCTOBAaHHOE HalICHHOE

Bonvghpam 74,7 74,6 £ 0,2 0,004 1,39
Kpemnuii 0,35 0,35+0,01 0,04 0,73
Mapeaney 0,095 0,096 + 0,001 0,02 2,15
Docghop 0,042 0,041 £ 0,001 0,04 1,48
Meov 0,105 0,104 + 0,002 0,03 0,62
Monuboen 0,56 0,57 £ 0,01 0,03 1,87
Mbuuvsx 0,028 0,029 + 0,001 0,05 1,44
Onoso 0,038 0,039 + 0,001 0,04 1,24

Tabmuna 2 — IpoBepka npaBuiasHOCTH onpenencHus B, Al, Si, Cu, P 8 I'CO 718-83I1
(9216) peppodopa turna ®B20 u 'CO 1773-8911 (D22B) deppodopa Tuma b6, (N =

11, P = 0,95, t;s6, = 2,23)

Conepxanue, % Macc

DIIEMEHT I'CO Sy tal(cn
aTTECTOBAHHOE HalJIeHHOE
5 D216 20,91 20,83 +£0,12 0,009 | 1,77
o)
P D226 8,95 8,98 £ 0,05 0,009 | 1,99
D216 1,546 1,582 + 0,060 0,06 2,21
Anromunuu

D226 7,78 7,82 + 0,09 0,02 1,47
D216 0,73 0,71 £0,03 0,06 2,21

Kpemnuii
D226 7,82 7,76 £0,10 0,02 1,99
D216 0,012 0,012 +£0,001 0,06 0,66

Meow

D226 3,43 3,40 £ 0,05 0,02 1,99
D216 0,0119 0,0121 + 0,0005 0,06 1,33

Docgop
D226 0,021 0,021 £0,001 0,06 1,11
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Tabmuna 3 — IpoBepka mpaBuiabHOCTH onpenenenus Ca, Si, P, Al 8 'CO 2072-9111
(D260) ecumukoxkanbuus tuna CK25, (n =11, P = 0,95, t,., = 2,23)

DIIeMEHT Kanvyuii Kpemnuu Docgop Antomunuii
ATT. 3Hauenue, % macc 29,9 59,5 0,024 1,52
x, % Macc 29,8 59,4 0,024 1,54
+ A, % macc 0,1 0,2 0,001 0,06
S 0,005 0,004 0,06 0,06
token 1,34 0,88 0,45 0,92

Tabmuna 4 — Iposepka npaBuiabHOcTH onpeneieHus Ni, Cu, As, Co, Fe B 'CO 8695-
2005 (D41) dpepponukens manoxenesucroro, (N =11, P = 0,95, t.6, = 2,23)

Onpenensempli Huxenv Meow Mvuuvsk | Kobanem | JKenezo
DJIIEMEHT
ArTT. 3HayeHue, % macc 91,4 0,47 0,058 2,04 5,68
x, % Macc 91,2 0,48 0,057 2,03 5,71
+ A, % macc 0,3 0,02 0,001 0,01 0,05
S 0,005 0,05 0,03 0,008 0,01
ken 1,54 1,42 2,13 2,06 1,27

Tabmuna 5 — IpoBepka npaBuibHOCTH onpeaencuus Zr, Si, Al, P, Cu B I'CO 2183-93I1
(D276) peppocumkonupkonns turma OCLp45, (n =11, P = 0,95, t6, = 2,23)

Onpa?e?:;f]ﬂﬁ Hupxonuit | Kpemnuti | Amomunuti | @ocgop Meow
ATT. 3Hauenue, % macc 51,5 26,1 7,48 0,044 1,47
x, % Macc 51,4 26,0 7,47 0,043 1,48
+ A, % macc 0,2 0,2 0,01 0,001 0,01
S 0,006 0,01 0,002 0,04 0,01
txen 1,16 1,20 2,00 1,91 1,85
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Tabmuna 6 — [Iposepka npaBuabHOCTH onpexaeneuus Cr, Si, P 8 'CO 1131-85I1 (d246)
peppocuuxoxpoma tuna PCX48, (n = 11, P = 0,95, t.5, = 2,23)

OnpenensieMblii 3J1EMEHT Xpom Kpemnuii Docgop
ATT. 3Hauenue, % macc 29,18 499 0,027
x, % Macc 29,23 49,8 0,026
+ A, % Macc 0,07 0,2 0,001
S 0,004 0,006 0,07
token 1,59 1,12 1,90
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Yreepwaalo:

HayanoHuk uexa LlewtpansrHan naboparopus

kombunara NAO «H/IMK» ==
/ /

if_fﬁ_ 2018 r. “C- {
(mara) (

AKT
anpobuposanun meroauku onpeaenenun Si, Cr, P
meroaom A3C UCT 8 peppocnankoxpome ¢ MHKPOBONHOBOK NpoBonoaroToBKOM

Mbi, HMMenoanucaswmMecs, npeacrasureny JINNEUKOro rocyAapcTBEHHONO TEXHHYECKOro
yHueepcuteTa, a.x.H,, npod. T.H. Epmonaesa, acnupant U.W. Yepuukosa u npeacrasurenn NAO
«HNAMK» CHO. Kynukosa — Havanohuk uexa WIK, B.A. PonayruHa — uHxeHep nabopatopum
GHANUTUNECKOTO KOHTPOAA COCTEBMAM HACTOAWMA 3KY O TOM, YTo pa3paboranHas MeToauka
onpegaenenun Si, Cr, P metogom A3C UCT nocne MUKPOBOAHOBOTO Pa3NomeHuA anpobuposana Ha
obpa3suax peppocunukoxpoma 8 SIAK uexa LWIK NAO «HIMK»,

Npu anpobuposaHuu METOANKM Ha CTaH[apTHOM oBpasue deppocnankoxpoma Tuna CX48
@246 (I'CO 1131-850N) noayueHsl Chegyowme MeTpoorTHYeckue xapakTepuctukm (n=11; P=0,95);

Copepmanue, % macc
i ATTECTOBAHHOE HalpenHoe - Tovcn
Si 49,9 4981 0,2 0,006 1,12
Cr 29,18 29,23+ 0,07 0,004 1,59
P 0,027 0,026 + 0,001 0,07 1,90

Meroguka anpobupoBaHa Npu aHann3e NPon3BoACTEEHHLIX 06Pa3L08 deppocuNnKoxXpoma
mapun PCX40. Pesynvrarst onpegeneuna Si, Cr, P merogom A3C WUCM 8 coveTaHuu C
MWKpPOBONHOBOW NPOBONOArOTOBKOM CONOCTABAGHLI € AJHHLIMW ONPEefeNeHHWA 3INEMEHTOB
OCTHpoBaHHBIMKU METOASMM FPABMMETPUM, THTPUMETPUM U doTomeTpuu (FTOCT 13201). Nposepxa
NPaBUNLHOCTH ONPeAeNeHna C NPUMEHEHUeM Kputepua Puwepa u MoAHPUUMPOBAHHOIC TecTa
CrblogenTa NnoaATEEPAUNE PABHOTONHOCTS NONYYEHHBIX PE3YNLTATOS.

Npeacrasurenu IMTY: zs Mpeacrasurenn NMNAO «H/IMK»:
A.X.H., npod, % HavanoHvk uexa WK - -
Epmonaesa T.H, Kynukosa CI0. "= ~ 7}
ACNUPaHT P nxenep JIAK
YepHukosa UKW, {‘/ﬁ o PonayrvHa B.A, @od -
»
A0
Ao

22
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YTeepwaao:
HavanbHuk uexa LentpansHan nabopatopun
Kombuxata MAO «H/IMK»
s g 2018, H0.
(mama) (moarn (pacImiag
AKT

anpobuposanua MeToauku onpeaenenus Mn, Si, P s deppocunmkomapranye u
Mn, Si0y, P, Fe, Ca0, MgO, Al;O38 mapranuesoin pyae meronom A3C UCM
€ MUKPOBONHOBO NPoBoNOAroTOBKOM

Mbi, HUMENOANUCABWIMECA, NPEACTABUTENH JIMNEUKOrO roCyA3PCTBEHHOID TEXHUYECKOro
yHusepcutera, ax.H., npod. T.H. Epmonaesa, acnupant U.WU. YeprHurkoea u npeacrasurenn MAO
«H/IMK» CIO. Kynukosa — Hauanbhuk uexa LWIK, B.A. PonayruHa — urkenep nabopatopum
AHANMTUMECKOTO KOWTPONR COCTABMAW HACTOAWMWA aKT O Tom, YTo pa3paboranHas meroamka
onpegenenvws Mn, Si, P 8 deppocunukomapranvue w Mn, SiOz, P, Fe, CaO, MgO, Al;O3 B
mapraHyesoi pyae merogom A3C UCT nocne MUKPOBONHOBOIO Pa3nomeHus anpobuposana Ha
ofpa3uax GeppoCMAMKOMAEPraHUa M KOHUEeHTpaTa mapraHuesopyaHoro s JIAK uexa UK NAO
«H/IMK»,

Ana  rpagyvposKK  CNEKTPOMETPa MCNOAL30BANM CTaHAapTHoie o6pasum maprawua
meTaniuMyeckoro, Geppomapradua, KOHUEHTPaTa MapraHuesopyaHoro u Galca CsapoNHOro
nnasnenoro. Monyuewwbie npu anpobupoBaHMM METOAMKM Ha cTaMpapTHbix  obpasuax
deppocunukomaprakua tuna MuC17 ©23-1 (FCO 10809-2016) 1 KOHUEHTPATa MapPraHL@BoPYAHOrO
P126 (FCO 431-8471) METPONOTHYECKME XAPAKTEPUCTUKM NpUBEAEHs! B Tabauue 1.

Tabnnua 1- Peaynbratel ananmn3sa NCO GeppocMAMKOMapraHuya W KOHUEHTPATa MapPTraHUeBOPYAHOrO

KomnowneHTt rco SORSpIEI, % ack S | tomen
aTTecToBanHoe HalpeHHoe

Mn SRR 67,53 67,61+£0,13 0,003 | 2,04

Si ®23-1 21,18 21,24+0,20 0,01 | 0,99

P 0,235 0,231 £0,009 0,06 L 1,47

Mn 43,24 43,20+ 0,12 0,004 ! 0,78

5i0; 15,0 15,140,18 0,02 | 0,68

P Konuewrpar 0,209 0,205+0,01 0,07 | 0,91

Ca0O MaprasyesopyaHbii 2,02 2,05%+0,09 0,07 | 0,79

MgO P126 1,16 1,14 £0,06 0,08 | 0,64

Al;05 1,87 1,85+0,06 0,05 | 0,61

Fe 1,56 1,54 £ 0,06 0,06 | 0,68

Al;0; P126* 6,87 6,891 0,06 0,013 | 0,88

Fe 16,56 16,53 + 0,08 0,007 | 0,86

Mpumeuanue: * — obpasewy NPUroTOBAEH NYyTEM BBEAEHWA A0BABKN ATTECTOBAHKLIX PACTBOPOB
Fe u Al;03 (0,001 r/mn) 8 craHaapTHLIA 06pasey P126
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Metoauka anpobuposaxa npu aHanuse NPOU3BOACTBEHHbIX obpa3uos
deppocunnkomapranya mapku FeMnSil8 u mapraHuesoi pyast (000 «CTM-rpynn»). Pesynbtatsl
onpeaeneHUa KOMNoMewToe merogom A3C UCM 8  COMETaHMM € MUKPOBONHOBOW
npobonoAroTOBKON CONOCTaBNGHB € AaHHbIMK onpeaeneHua komnoweHTos OCTupoBaHHbIMK
METOAAMM PABUMETPHH, TUTPUMETPUM W doTomeTpun (FTOCT 16591, rOCT 22772, rOCT 24937).
Mposepka NPaBUALHOCTM  ONPeAENeHUs C  NpUMEHEHHEeM  KpuTepus  Duwepa w
moanduUMpoBaHHOro Tecta CTbIAeHTa NOATBEPAHAA PABHOTOYHOCTD NOAYHEHHbLIX PE3YNLTATOB.

MNpeacrasurenn AMTY: Npeacrasureny NAO «HAIMK»:
AX.H., npod. /gi HA4ANbHIK uexa%,——
Epmonaesa T.H. Kynukosa C.10.

ACNUPAHT /Z/ / . wrxenep NIAK

Yeprukosa WM. 4 odd Ponayrvma B.A. 2

§E5 %
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Yraepaaawo:
Havanbuuk uexa UentpansHan naboparopus
KomBuuara NAO «H/IMK»

OF £ 2018 . Y
{mara)

AKT
anpobuposanna meToavku onpeaenexua B, Al, Si, Cu, P
metogom A3C UCT B peppobope ¢ mukposonHosoi npobonoaroToBKOA

Mbl, HMKEnoANMCaBWMECH, NpeacTasuTeny JIUNeuKoro rocyAapCTBRHHONO TeXHUNECKOro
yHupepcurera, A.x.H., npod. T.H. Epmonaesa, acnupant UMW, YepHukosa v npeacrasurenn NAO
«H/IMK» CHO. Kynmwosa — HawanbHuk uexa LWIK, Y.A. Ocrpoyxosa — uHkeHep (xumuk)
NaboPaTOPHUN 3HANMTUHECKOTO KOHTPOAA COCTaBMAM HAaCTORWMA aKT 0 TOM, 4TO pa3spaboTarHas
mertoauka onpeaenerun B, Al, Si, Cu, P merogom A3C UCTI nocne MUKPOBONHOBOIO Pa3NoKeHUn
anpobupoeana Ha obpasuax deppobopa 8 JIAK yexa LUK NAQ «H/IMK»,

Mpu anpobupoBaHMK METOAMKK HA CTarAapTHbix obpa3uax deppobopa Tuna ®620 ®216
(FCO 718-83M) u tvna ®66 ®228 (ICO 1773-89M1) nonyyeHsl CABAYIOWME METPONOTHHECKHUE
xapakTepucTuku (n=11; P=0,95):

Inement rco SORRpIaNg % dence & 1Ly
STTecToBaHHoOe HaWaeHHOe

8 216 20,91 20,83+0,12 0,009 | 1,77
®228 8,95 8,98 £ 0,05 0,009 1,99

al ®216 1,546 1,582 + 0,06 0,06 | 221
®228 7,78 7,82+0,09 0,02 1,47

s @216 0,73 0,71£0,03 0,06 | 2,21
228 7,82 7,76 £0,10 0,02 | 1,99

Cu 216 0,012 0,012 £ 0,001 0,06 | 0,66
228 3,43 3,40 £ 0,05 0,02 | 1,99

p ®216 0,0119 0,0121 + 0,0005 0,06 1,33
D228 0,021 0,021 £ 0,001 006 | 1,11

Metoauka anpobuposana Npu aHanuse npoussoACTEEHHbIX 06pa3uos peppobopa Mapku
®EB12. Pezynbratel onpeaencuus B, Al, Si, Cu, P metogom ASC UCT 8 co4eTasnm ¢ MUKPOBOAHOBOM
nNpoBONOAroTOBKOW COMOCTABAGHE C A3HHLIMM OnpegeneHnna 3nementos [OCTHpoBaHHbIMK
METOAAMM  [PABUMETPUM, TUTPUMETPuW, dotometpuu u AAC (FOCT 14021), MNposepxka
NPABUNLHOCTH ONPEAENeHUA C NPUMEHEHUEM KpUTEPHA Duwepa u MoAUDMUNPOBANHOIO TecTa
CroloaeHTa noATEEpANA3 PAaBHOTOYHOCTE NONYYEHHBIX Pe3yNbTaTos.

X%
Nag
Npeacrasurenn NITY: Npeacrasurenn NAO «H/IMK»; ':lﬂ*
AXMH., npod. = 2’ HavansHuk uexa LK 252
Epmonaesa T.H, Kynukosa C.10. /a//l%b
ACNNPAHT urenep (xumuk) JIAK S
Heprukosa U.WU. /{/7" // - Ocrpoyxosa Y.A. @
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Yraepaaawo:
Havanbuuk uexa UentpansHan naboparopus
KomBuuara NAO «H/IMK»

OF £ 2018 . Y
{mara)

AKT
anpobuposanna meToavku onpeaenexua B, Al, Si, Cu, P
metogom A3C UCT B peppobope ¢ mukposonHosoi npobonoaroToBKOA

Mbl, HMKEnoANMCaBWMECH, NpeacTasuTeny JIUNeuKoro rocyAapCTBRHHONO TeXHUNECKOro
yHupepcurera, A.x.H., npod. T.H. Epmonaesa, acnupant UMW, YepHukosa v npeacrasurenn NAO
«H/IMK» CHO. Kynmwosa — HawanbHuk uexa LWIK, Y.A. Ocrpoyxosa — uHkeHep (xumuk)
NaboPaTOPHUN 3HANMTUHECKOTO KOHTPOAA COCTaBMAM HAaCTORWMA aKT 0 TOM, 4TO pa3spaboTarHas
mertoauka onpeaenerun B, Al, Si, Cu, P merogom A3C UCTI nocne MUKPOBONHOBOIO Pa3NoKeHUn
anpobupoeana Ha obpasuax deppobopa 8 JIAK yexa LUK NAQ «H/IMK»,

Mpu anpobupoBaHMK METOAMKK HA CTarAapTHbix obpa3uax deppobopa Tuna ®620 ®216
(FCO 718-83M) u tvna ®66 ®228 (ICO 1773-89M1) nonyyeHsl CABAYIOWME METPONOTHHECKHUE
xapakTepucTuku (n=11; P=0,95):

Inement rco SORRpIaNg % dence & 1Ly
STTecToBaHHoOe HaWaeHHOe

8 216 20,91 20,83+0,12 0,009 | 1,77
®228 8,95 8,98 £ 0,05 0,009 1,99

al ®216 1,546 1,582 + 0,06 0,06 | 221
®228 7,78 7,82+0,09 0,02 1,47

s @216 0,73 0,71£0,03 0,06 | 2,21
228 7,82 7,76 £0,10 0,02 | 1,99

Cu 216 0,012 0,012 £ 0,001 0,06 | 0,66
228 3,43 3,40 £ 0,05 0,02 | 1,99

p ®216 0,0119 0,0121 + 0,0005 0,06 1,33
D228 0,021 0,021 £ 0,001 006 | 1,11

Metoauka anpobuposana Npu aHanuse npoussoACTEEHHbIX 06pa3uos peppobopa Mapku
®EB12. Pezynbratel onpeaencuus B, Al, Si, Cu, P metogom ASC UCT 8 co4eTasnm ¢ MUKPOBOAHOBOM
nNpoBONOAroTOBKOW COMOCTABAGHE C A3HHLIMM OnpegeneHnna 3nementos [OCTHpoBaHHbIMK
METOAAMM  [PABUMETPUM, TUTPUMETPuW, dotometpuu u AAC (FOCT 14021), MNposepxka
NPABUNLHOCTH ONPEAENeHUA C NPUMEHEHUEM KpUTEPHA Duwepa u MoAUDMUNPOBANHOIO TecTa
CroloaeHTa noATEEpANA3 PAaBHOTOYHOCTE NONYYEHHBIX Pe3yNbTaTos.

X%
Nag
Npeacrasurenn NITY: Npeacrasurenn NAO «H/IMK»; ':lﬂ*
AXMH., npod. = 2’ HavansHuk uexa LK 252
Epmonaesa T.H, Kynukosa C.10. /a//l%b
ACNNPAHT urenep (xumuk) JIAK S
Heprukosa U.WU. /{/7" // - Ocrpoyxosa Y.A. @
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Yrsepmaaio:

(aara)

AKT
anpobuposanun meroaukv onpegenenna Ti, Si, P, Al, Cu, Mo, V, Sn, Zr
merogom A3C UCT 8 dpeppoTuTane ¢ MUKPOBONHOBOR NPOGONOArOTOBKOR

Mbl, HUXENOANHCIBLUIMECH, NPEACTABUTENN JIMNELKOrO rOCYAAPCTBEHHOIO TEXHUYECKOro
yHuBEpCcuTeTa, A.X.H., npod. T.H. Epmonaesa, acnupanr WU, Yepunrosa u npeacrasurenn NMAO
«HAMK» C.10. Kynukosa — HauansHuk uexa WK, E.B. Hocnkosa — urxenep (xumu) nabopatopum
AHANWUTHUECKOTD KOMTPONA COCTaBMAW HACTOAWMI aKT O TOM, 4TO pa3paboTaHHan MeToAMKa
onpepeneuun Ti, Si, P, Al, Cu, Mo, V, Sn, Zr meropom A3C WUCI nocne MUKPOBOAHOBOrO
pasnomenun anpobuposana Ha obpasuax peppoturana s /IAK uexa WIK NAQO «H/IMK»,

NonyyerHbie npu anpobupoBaHMm METOAWKM Ha CTaHABPTHLIX 06pa3uax epporurana Tuna
®Tn70C1 ®308 (TCO 8023-94) m tvna OTu35C8 @43 (ICO 9048-2008) merponoruyeckue
X3PAKTEPUCTHKK npuseaers B Tabauue 1 (n=11; P=0,95). Npoeepka NpasunLHOCTH ONpeaeneHus
3NEMEHTOB OCYLLECTBARNACH MYTEM CONOCTABNRHWUA PACCYUTAHHBIX 3HaUeHMI kpuTepua CrblogenTa
tucn C TABNUMHON BEAMMMHOMN tren =2,23.

Tabnuuya 1 - MposepKa NPaBuNbLHOCTH ONPEARNEHUA 31eMENHTOB B deppoTuTane

Inement rco SRR X Inae Se tauen
aTTecToBaHHOe HallaeHHoe

- ®30s 70,0 70,1£0,2 0,003 | 1,38

®43 31,9 32001 0,005 | 2,13

§ 308 0,40 0,39+£0,01 0,04 | 2,10

43 2,50 2,48+0,03 0,02 | 1,59

Al ®308 3,63 3,64 £0,02 0,006 | 141

43 11,11 11,01+£0,11 0,02 1,42

P ®308 0,0044 0,0043 £ 0,0002 0,05 | 148

43 0,038 0,037 £ 0,001 0,04 | 1,96

- »308 0,113 0,115+ 0,004 0,05 1,12

@43 0,336 0,334 £ 0,007 0,03 1,64

308 0,56 0,55+0,01 0,03 | 2,14

Y 43 0,152 0,153 £ 0,003 003 | 0,73

- ®308 0,100 0,098 + 0,002 0,03 | 2,19

®43 0,013 0,013 £0,001 0,04 | 0,64

7 @308 0,397 0,398 £ 0,002 0,008 | 1,09

@®43 0,059 0,058 + 0,002 0,04 1,33

Mo @308 0,92 0,93+0,01 0,02 | 2,00
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Mertoauka anpobuposana npu aHanu3e nNpPOM3BOACTBEHHLIX 06pa3uos deppoTutaHa
Mapkok ®Tu70C05 u ®Tu70C1. Pesynvtartel onpeaenenun Ti, Si, P, Al, Cu, Mo, V, Sn, Zr meTtopom
A3C UCM B codeTaHnu C MUKPOBONHOBOK nPoBGONOArOTOBKOI CONOCTABNAEHB € ASHHBIMK
onpegenenus anementos NOCTHPOBAHHLIMU METORAMM FPABMMETPUH, THTPUMETPUM, DOTOMETPUM
n AAC (FOCT 14250), Nposepka NpaBuNbHOCTH ONPEAENIeHUA C NPUMEHEHHEM KpUTepua Duliepa u
moanpUUMPOBaHHOTO TecTa CTHIASHTE NOATEEPAUNE PABHOTOYHOCTL NOAYHEHHBIX Pe3YNLTATOR,

Npepacrasurenn AITY: Npeacrasurenn NAO «H/IMK»:
AXH., npod. ;‘5 % HavansHmi uexa LK

Epmonaesa T.H. Kynukosa C.10, /
acnupaHT urKeHep (xumux) NAK
Yepuurosa UWN. /?7'#’ Hocukosa E.B.

HITMK
Ne 252
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Yreepwpaaio:
HauanoHuk uexa LiestpansHan nabopargpis
kombunara NAO «H/IMK» — '\
74 PE 20181, < WKOBA
(mara) KA NOSMMIH)
AKT

anpobuposauua meToauk onpeaenenun Ni, Fe, Cu, Co, As 8 deppoHukene w Zr, Si, Al, P, Cu &
deppocuanKoumMpROHUIM meToaom AIC UCTT ¢ MHKPOBOAHOBOH NPOBONCArOTOBKOH

Mei, HUWKenoanucaslwMecn, npeacTasuTeny /IMNeykoro rocyAapcTBeHHONo TEXHWYECKOro
yHusepeuTera, A.x.H., npod. T.H, Epmonaesa, acnupant W.W. YepHukosa u npeacrasuresn nAao
«H/IMK» C.10. Kynukosa — wauanbHuk uexa LUK, E.B. Hocukosa — urkenep (xumuk) naboparopuu
AHANWTHYECKOTO KOMTPOAA COCTaBMAM HaCTOAWMI 3KT O TOM, uTO palpaboranusie MeTOAuMKM
onpeaeneHna anemenTos merogom AIC UCT nocne MMKPOBONHOBOIO Pa3NomeHun anpobuposanbl
Ha CTaHaapTHLIX 06pasuax deppormukens u peppocunukoumpronnn B JIAK uexa LK MAO «H/IMK»,

NonyyerHsie npu anpobMPOBAHMK METOAMK H3 CTaHAAapTHLIX 0bpasuax ¢eppoHukens
manowenesucroro @41 (FCO 8695-2005) u peppocuankoumpronma Tvna ®CLp4A5 @276 (rCO 2183-
93M1) METPONOTUHECKME XADAKTEPUCTHKY NpuseaeHs 8 Tabauue 1.

Tabanua 1 - Pesynsrats avanwsa [CO dpepponnkenn u peppocnankoumpronna (n=11; P=0,95)

Copepmanme, % macc
o T | rTecToBaHHO® HaiigeHHoe S | toe
Ni 914 91,2+0,3 0,005 | 1,54
o41 Fe 5,68 5,71+0,05 0,01 | 1,27
{bepporuxen) Cu 0,47 0,48 £ 0,02 0,05 |142
Co 2,04 2,03+£0,01 0,008 | 2,06
As 0,058 0,057 £ 0,001 0,03 | 2,13
2r 51,5 51,4+0,2 0,006 | 1,16
276 Si 26,1 26,0+0,2 0,01 | 1,20
(heppocunuxouupxonud) Al 7,48 7,47+0,01 0,002 | 2,00
P 0,044 0,043 + 0,001 004 191
Cu 1,47 1,48 £ 0,01 0,01 | 1,85

ConocraBnenne Tabnuukbix M PaccunTaHMbix KO3GOuuMeHTos CTblofeHTa He BhIRBUNO

JHAYMMBIX  Pa3AMYMA  MENAY

ATTECTOBAHHBIMM M HAWAEGHHLIMW  3HAYEHURAMM.

BenuuuHsl

OTHOCHTENBHOTO CTAHAAPTHOTO OTKNOHeHMs s, (0,005 — 0,05) ceupeTenscrayior 06 ovcyTCTBMM
noTeps NPKU MUKPOBOAHOBOW NoAroToske npob geppocnnasos.

Mpeacrasurenn /INTY:
AXMH., Npod.
Epmonaesa T.H.
CNNPEHT
YepHukosa U.W.

53

Yopt?-

Npeacrasutenu NMNAO «H/IMK»:
HayanbHMk uexa WK —
Kyaukosa C.10. =

nHxenep (xumui) JIAK /5
Hocukosa E.B.
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YTeepmaaio:

HauanoHuk uexa LenrpancHan nat .. ATOpUA

xombuuara NAQO «H/IMK»
/f ¢ 20181r.

(aara)

0. Kynukosa
MO POBKI MOLNHCH)

>~

AKT
anpoBuposanua MeToauku onpeaenenus Ca0, Si0z; MgO, Al;0;, K20, Na20, MnO, Fe;03, P20s,
TiO; 8 WOC metogom AIC UCN ¢ mukposonHoeoit npobonoaroToskoi

Mbl, HUXENOANUCABIIMECS, NPEACTaBUTENU J/IMNEUKOro roCyAAPCTBEHHOID TEXHHYECKOro
yHusepcuTeTa, A.x.H.,, npod. T.H. Epmonaesa, acnupant U.W. Yepuurkosa u npeacrasutenn MAO
«HAMK» C.10. Kynukosa — HauansHuk uexa LUK, E.B. Hocukosa — urmenep (xumuk) naboparopuu
AHANUTUHECKOTO KOHTPONA COCT3BMAM HACTOAWMM aKT O TOM, NTO pa3pabortaHHas MeToauKa
onpeaenennn Ca0, Si0;, MgO, Al:03, K20, Naz0, MnO, Fe;03, P20s, TiO; metogom A3C UCTM 8 LWOC
NOCAE MUKPOBONHOBOIO PasnoxeHun anpobuposana Ha obpasyax wnakos, dawocos u WOC s JIAK
uexa WK NAO «HAMK».

LA rpaaymposKu CNEKTPOMETPA MCNONL30BANN CTAHAAPTHBLIE 06Pa3LL! LWNAKOB AOMEHHbIX,
CTAanennaBsnnbHbIX, KOHBEPTEPHbIX W GNIOCOB CBAapo4HbiX nnasnewsix. Mpu anpobuposanum
METOANKM KA CTaHAApTHLIX o6pasuax wnaka aomenHoro W16 (rCO 1783-89M), wnaka
cranennasunbHoro W4r (FCO 1895-90M), wnaka kowseprepHoro WSe (FCO 1776-87N) u dnioca
CBAPOMHOro nnasnexoro Twna AH-20C W7r (FCO 1769-88M) nonyweHst cneayowme
METPONOIUHECKAC XAPAKTEPUCTHRMN:

Copepmanne, % macc 3Ha4YeHUA NOKa3aTene, /oK

esagmonand <9 ATTecTOBaHHOE | HalaeHHoe My n, Mra
Co0 W7s 24,0 24,0:0,7 0,70 0,07 0,84
w16 38,8 389+0,7 0,62 0,06 0,82

5i0s LWi5s 16,0 16,0+ 0,3 0,58 0,34 0,68
Wwie 37,9 | 379%05 0,66 0,15 0,80

Wwse 3,14 | 3,09%0,18 0,72 0,21 0,54

MgO w16 9,35 | 9,32+0,25 0,67 0,17 0,82
W7e 11,4 11,3204 0,72 0,14 0,84

ALOs Wwss 1,25 1,2410,12 0,40 0,30 0,43
w16 8,48 8,47 £0,29 0,21 0,31 0,28

KO W7s 0,94 0,94 £ 0,08 0,45 0,33 0,55
Nas0 W7se 141 1,41+0,12 0,65 0,33 0,79
w7s* 4,41 4,40+ 0,19 0,44 0,34 0,61

Fe:0s W7e 0,56 0,56 £ 0,05 0,71 0,34 0,61
L78* 1,56 1,55+0,07 0,71 0,34 0,82

w6 0,22 0,40+ 0,04 0,72 0,34 0,84

MnO W7e 0,40 4,37+0,13 0,69 0,23 0,84
Lar 4,37 0,22 £ 0,04 0,75 0,24 0,83

Ww7s 0,05 0,05+£0,01 0,74 0,35 0,84

P;05 W7s* 0,35 0,34+0,13 0,74 0,34 0,85
War 1,186 1,19+0,13 0,67 0,08 0,85

TiO; Wwar 1,02 1,01+0,11 0,67 0,27 0,82

Mpumedanne: * - obpasey NPUIOTOBNEH NyTem BseeHnn A06aBKU ATTECTOBAHHLIX pacTsopos No O,
Fez0;, P:05 (0,001 r/mn) 8 crakpapTHbivi 06pazey W78
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3HaYeHMA NOKa3aTeneil TOYHOCTH He NPEeBbIWaloT [ONycKaembix 3wavexwn (Mrs0,75;
11,0,35; MNgs € 0,85), KoTOpLIE NPUHATEI B cooTseTCTBMK C Pexomengauuamu M 20 «3A0 UCO»,
CAeADBATENbHO, NOTPELIHOCTD M3IMEPEHUA COOTBETCTBYET PErNaMeHTUPOBAHHLIM TpebosaHuam,

Meroamka anpobupoBana NpM aHanu3e NPOMIBOACTBEHHbIX 0Opasucs LWOC mapox
Melubir9563, Accutherm ST-SP/235AL4D, AlsifluxGS-C7, SRCPO15, SRCP173P. Pesynbtarel
onpesenenua KomnoWewtos metogom A3C WUCN B coyetaHmu ¢ MWKPOBONHOBOW
npoBONOAFOTOBKON CONOCTABNEHBI C AAHHLIMK ONpEAeneHua komnonextos MOCTupoBaHHbIMM
MEeTOAaMK TPABMMETPUM, TUTPUMETPUM W doTomeTpun (FOCT 2642). MNposepka NPaBUABHOCTH
ONpeAeneHns C NpMMeHeHuem Kpurepus Ouwepa W moauduumposanworo Tecta CTbiopenTa
NOATBEPAUAA PABHOTOYHOCTL NOAYYEHHbBIX PE3YALTATOS.

Npepacrasutenm /ITTY: Npeacrasurenn MNAO «H/IMK»:
AX.H., npod. ﬁ HavanbMmk uexa Wik
Epmonaesa T.H. Kynukosa C10. ~ ¢~ 77

ACNHPAHT e urmeHep (xumur) NAK
(Ent/—
Yepunkosa U.W. /" Hocukosa E.B.
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l(f.\."ﬁ 3AKPLITOE AKLMOHEPHOE OBIECTBO
=‘i’. M CO WHCTUTYT CTAHOAPTHbLIX OBPA3LIOB

POCCHKS, 620057, r. ExarepunBypr, yn. ¥Ynesuosckan, 13a, Ten, (343) 228-18-99, 228-18-97, dakc: (343) 228-18-99
WHH 6660001315, KNN 668801001, OIPH 1026604967266, OKB3 72.19, OKMNO 20872050
yoww.icrm-ekb.ru; e-mail: metrolog@icrm-ekb,ru

CBUOETENLCTBO

06 aTTecTauum MeToauku (Meroaa) uamepeHun
Ne 01.00034/01.2229-2017

Ot 07 centsabpna 2017 .

Hauvenosanue semoduxu; Meromnka (Meroa) mimepennii «Cuimkokaabunii. Onperenenne
MACCOBLIX J0/1€ii KpPeMHHA M KAJbIHA. ATOMHO-OMHCCHOHHBIN METO1 ¢ HHAYKTHBHO CBA3ANHOI
maasvoity, HIT AM 05757665-252-004-2017, 23 amcra.

Hopmarusseni goxyment [TyGmuunoro axuuoneproro obmecrsa «Hopomnenknil MeTantyprise-
cxuit komGurary (398040, r. Jlnmeuk, 1. Meramnypros, 2).

Metoimka waMepennit arTecropana B coorsercrsun ¢ FOCT P 8.563, 'OCT P UCO 5725-1 -
[OCT P UCO 5725-6.

ATrecTanns OCYLICCTR/IeHA 110 Pesy/ILTaTaM 3KCIIepHMERTAILHBIX Hecienopanuil Meroauky B Llen-
TpaikHoit raboparopun komOumara ITAO «HJIMK» ¢ npumesenunen I'CO upn papuausn daxropos,
BINSAIOUINX HA PEY/ILTATH aHANN3A (BPEM3, ONepaTopsl, ofopy/IoBanne) U METPOIOrHYeCcKoi SKCNepTH3E
mMarepralon 8 3A0 «HACO»'.

Memponozuveckue XQPaxmepucmuxy MemoOuKu  usmepenui: YCTAHOBNEHO, HI0 MCETOAMKa
HIMCPCHHIT COOTBETCTBYET MNpeibiBIfeMbIM K HeH merponormdeckum TtpeGoanmsm H ofianaer
CHEAVIOUMMH OCHOBHEIMH METPOIOTHYECKHMH XapaKTepPHCTHRAMK:

1. 3nauenna noxasarelcH TOUHOCTH

Ilpoyenmut
Maccopas 1018 Jlosepurensnnie | [Toxasarens soc- | [Tokasarens BuyT- Mokasate:nn
ICMEHTA IPAHMIIL] IPOAZBOANMOCTH, | PHIA0OPATOPHOIT | HOBTOPAEMOCTH,
HOrpeInHOCTH® *, (CKO), oz TIPCLH3HOHHOCTH, (CKO), o,
+A (P=0,95) (CKO). 6,
Kpemuuii
Ot 30,0 g0 50.0 BxmoH, 0.5 0,25 0,21 0.18
Cs. 30,0 z0 80,0 sxmou. 0,7 0.35 0,29 0,25
: Kaanuui
Or 10,0 xo 20,0 sxmou. 0.3 0.15 0,13 0,11
Cs. 20,0 a0 50,0 skmou. | 0.4 1 0,21 | 0,18 l 0,15

Crcremaruyeckas MOTPEUIHOCTD HE3HAUHMA,

" 3A0 «MCO» aKKpeaHTOBAHO Ha NPABO ATTECTALMH METOAMK (METO/IOB) HIMEPEHHIT H METPOIOrHUECKOH JKCTep-
TH3BI JOKYMEHTOR, Ammecmam axkpeoumaru Ne 01.00034-2012 om 16.09.2016 2

* CoorseTcTBYET pacuINpenHOi HeonpeielenHocTH pesybrara uasmepenuii £U ¢ kosdduumentom oxsara k=2 aus
ypoeHa nosepua 0.95.

CeHaeTe/LCTBO 06 aTTecTaln MeToauky (Merosa) wamepennit Ne 01.00034/01.2229-2017  Crp. ]
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2. 3HauCHHA HOPMATHBOB KOHTPOJIA

[Tpoyenmut
Maccosas 10158 TIpeaen no- Kputnueckuit | Ipegen suyr- | [Ipenen soc- | Hopmarus
TEMCHTA BTOPAEMOCTH, | AHAIA30H, punabopa- TIPOH3BOJH- KOHTPONS
r (P=095) CRy9s(4) TOpHOIli Ipe- | MocTH, TOYHOCTH, K7
mmsnonHoctH, | R (P=0,95) (P=0,90)
Ra (P=0,95)
Kpemnmii
Ot 30,0 10 50,0 Brmow. 0,5 0.6 0,6 0,7 0,3
Cp. 50,0 o 80.0 smou. 0,7 0,9 0.8 1,0 0.5
Kaabumii
Or 10,0 70 20,0 BrmOY, 0,3 0.4 0.4 0.4 0,2
Cg.20.0 o 50,0 Brmou. 0,4 0.5 0,5 0.6 0,3

Jupextop 3A0 «HICO»

[ aBHBIA MeTpOIOT

DKCAEPT-METPOJIOT

H.B. Typemckas

B.B. Crenasnopckux
« 07 » cenabpa 2017 r.

/" D.H. Koraspescxax

CruaeTenbeTeo 00 arrecTalui MeToankH (Metosa) namepernil Ne 01,00034/01.2229-2017  Crp. 2
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POCCHICKAR OEAEPALIMA ®opma 5

My6nuyHoe akymoHepHoe obuiecrso
"HOBONMNELKWUIA METANNYPIMYECKUMIA KOMBUHAT"

LUEHTPANTBHAR MET POIIOI'WlEEKAﬁ JIABOPATOPUA
[ ®=Owh [ © Anua}

3 r. /luneuk, na. Merannypros enedon: (4742) 44-62-7
[opugeeomi aap

CBUOAETENBLCTBO
06 ammecmayuu memooduKu usmepeHuli
Ne 072-4}1-2016

[T TEAN LR AN % roa y

ot 07 centabps 2016 r.

MeToamuKa KONHYECTBEHHOIO XMMHYECKOro aHanusa beppoearaams. On eNeHue Maccosbix aonei gpochopa

BaHaAUA 1 XPOMS aTOMHO-3MUCCHOHHBIM METOA0M C MHAYKTUEHO-CBA3AHHON NIA3MOM NDU KOKTPOSIE
JEXHONOTMHECKUX NDOUECCOR

paspaboranHas UK NAO "HAMK" u pernameHTHposaHHan 8
AM 05757665-072-411-2016 (Ha 19 cTpaHuuax), aTTectoBaHa B cootsercreuu ¢ FTOCT P 8.563-2009.

ATTECTAUMA BLINONHEHE NO PE3YNLETAaTaM 3KCNEPUMEHTANLHOTO UCCNEAOBAHMA U METPONOMMYECKON IKCNePTHILI
MaTepuanos no paspaboTke METOAKKN M3MepPeH Uil

B peaynprare artrecrauuv METOAUKW KONUYECTBRHHOIO XMMHYECKOrD aHanuia (MKXA) ycranosneno, uto MKXA
COOTBETCTBYET NPEALABAREMBIM K HEW METPONOrMyeckum TpeGosanusm U 061afaeT CAeayiowMMI OCHOBHBIMM
METPONOTUHECKMMM XAPAKTEPUCTUKAMM:
1 AvanasoH u3MEpeHW, 3HAYEHMA NOKA3aTeNed TOYHOCTW, NOBTOPAEMOCTH, BOCNPOM3BOAMMOCTH M
BHYTPUNABOPaTOPHOH NPELM3IMOHHOCTU METOAMKM

B npoueHrax
Mokaszarens Nowazarens
Mokasarens
NOBTOPREMOCTH eHyTpuaabopaTopHoi
i 2 TOK333TENL TONHOCTH e ik BOCMPOMIBOAHMOCTH NPELMIMOHHOCT
peasanemuil AkanazoH Mamepenwin, maccosan| (npeaen acnycHaemoR P munnoew , (cpeamexsanpaTi- (
ANOMENT/MOMNOHERT ARnA norpewsocrul, A npu T SECKOR OTHAOHEHNE PEANENENA ey
P=0,95 . SOCNPOUINOAMMOCTH], TN
NOBTOPREMOLTH), 5 EMYTPHAGOPITOPHO M
o o NDEUAIHOHHOLTH), Tns
1 2 3 k) 5 6
docdop 070,015 a0 0,020 srarm. +0,004 0,0013 0,0019 0,0016
Ce. 0,020 ap 0,050 annnov. +0,006 0,0021 0,0030 0,0025
Ce. 0,050 a0 0,100 skmoy, +0,008 0,0030 0,0043 0,0036
Ce. 0,100 a0 0,200 skmoy. +0,012 0,0043 0,0061 0,0051
Ce. 0,200 a0 0,500 sxmoy, +0,019 0,0067 0,0095 0,0079
Xpom Or 0,10 ap 0,20 sxnioy. 10,02 0,007 0,010 0,008
Cs. 0,20 a0 0,50 sumy. £0,03 0,011 0,016 0,013
Cu. 0,50 ap 1,00 srAKY. 20,04 0,015 0,022 0,018
Co. 1,00 a0 2,00 BrmoM, 20,06 0,022 0,031 0,026
Banaaun Or 20,0 20 50,0 srAKN. 10,3 0,12 0,17 0,14
Ca. 50,0 20 90,0 swmov, 10,4 0,15 0,22 0,18
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2 [nanasol U3IMEpPEeHUI, 3HAYEHWA Npeaencs NOBTOPAEMOCTH W BOCMPOU3BOANMMOCTMA M3MEPEHMIA U HOPMATHUBLI

KOWTpOAA B npouexTax
Hopwawe
Onpegarnemei A HIMEPEHMA nPfAﬂ' o | Hpimaieanl Npeaen socnp “°:“"3‘;" g "mw:‘
3NCMENT/HOMPOHENT maccosan aons r, (n=2) npm Y CRos m' Arwocm, R npu P=0,95 PHOA Np ™, | s
P=0,95 R, npw P=0,95 namepenni, K,
Opn P00 |
1 2 3 Rl 5 6 7
Pochop Ot 0,015 o 0,020 skmou. 0,004 0,005 0,005 0,004 0,003
Cs. 0,020 po 0,050 mwmou. 0,006 0,008 0,008 0,007 0,004
Cs. 0,050 a0 0,100 sraw4. 0,008 0,011 0,012 0,010 0,006
Cu, 0,100 go 0,200 BrAKY. 0,012 0,016 0,017 0,014 0,008
Cs. 0,200 no 0,500 srmK04. 0,018 0,024 0,026 0,022 0,013
Xpom 070,10 a0 0,20 Brnier, 0,02 0,03 0,03 0,02 0,01
C8. 0,20 40 0,50 sxnion, 0,03 0,04 0,04 0,04 0,02
Ce. 0,50 ap 1,00 monios. 0,04 0,06 0,06 0,05 0,03
Ce. 1,00 a0 2,00 mwnics, 0,06 0,08 0,09 0,07 0,04
BaHagmi 07 20,0 ap 50,0 Braios, 03 04 0,5 0,4 0,2
Ca. 50,0 ap 90,0 sxniom, 04 0,6 0,6 0,5 03
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