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(57) Pedepar:

N306perenne  oTHOcWMTCS K cmoco0am
IO OTOBKH ITPOO TBEPAOI'0 MUHEPAJIBHOI'O TOILIMBA.
PackpbIT cnoco® MOArOTOBKM Mpod TBEPAOIO
MHUHEpPpAIBHOTO TOmJauBa K
PEeHTreHO(DITyOpECHEHTHOMY aHAINU3Y, BKITFOUAIOIIHI
Harpes B TUIJIE U3 OJIATOPOIHBIX METAIIIOB MM UX
CIUIABOB CMecH TpOOBI W (Itoca, MOJyYCHHBIH
pacmiiaB OpMYIOT € OXJIaKICHUEM O KOMHATHOM
TeMIlepaTypbl, NPU 3TOM B KauyecTBe MPOObI
UCTIONIB3YIOT TBEPAOE MMHEpAJIbHOE TOIUIMBO,
KOTOPOE U3MENBUAIOT A0 pa3MepoB MeHee 100 Mkm
W TIOMEIAIT B TUrelNb, Ha JHO KOTOPOTrO
MpEeIBAPUTEILHO TMOMEImAlT (II0C, B KAa4ecTBe
KOTOPOTO WCHOJIB3YIOT CMech TeTpabopara U
MeTabopaTta JIMTUS B COOTHOIIEHHU OT 1:5 mo 1:3,
3aTEM JOIOJHUTEIBHO BBOIAT HECMAUYMBAIOIIYIO

Crp.: 1

mobaBky Opomwmma nutws, B Koiaudectse 0,5 % oT
o01melt Macchl MPOOBI TBEPIOTO MHUHEPAIBHOTO
TOITMBA U (IIIOCa, MOCIIEe Yero TUrellb HarPeBaroT
nipu Temriepatype ot 800 10 830 °C B OKUCTUTENTBHOMN
aTMocdepe 1 co CKOpocThIo Harpesa oT 10 go 20 °C/
MUH 1 BBIJIEPKKOH 10 ITOJTHOT'O OKUCIIEHHS yIIIEpO/Ia,
Jiajee JonoJHUuTeNbHO HarpeatoT ot 1000 1o 1100
°C ¢ BBIACPKKON OT 2 M0 5 MHUH U ITOCTOSSHHBIM
MepeMEIINBAHUEM, TTOCIIE YEr0 PACILIaB BBUIUBAIOT

B IUIATMHOBBIE H3JIOKHUIBI, OXJIAXKIAIOT 10
KOMHATHOM TEMIIEPATYPHI. N306perenue
obecrieunBaeT MOJIy4YeHHue npod JUTSE

peHTreHO(TIyOPECHEHTHOTO aHaIM3a, OJJHOPOIHBIX
10 COCTaBY, U COKpAIllcHHE BPEMEHH IMOATOTOBKHU
Mpo0 TBEpAOr0 MUHEPAIBbHOrO TOILIMBA. 1 Wi, 5
Tabm., 5 Tmp.
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(54) METHOD OF PREPARING SOLID MINERAL FUEL SAMPLES FOR X-RAY FLUORESCENCE ANALYSIS

(57) Abstract:

FIELD: technological processes.

SUBSTANCE: invention relates to methods of
preparing samples of solid mineral fuel. Disclosed is a
method of preparing samples of solid mineral fuel for
X-ray fluorescence analysis, which includes heating a
mixture of a sample and a flux in a crucible of noble
metals or their alloys, the obtained melt is formed with
cooling to room temperature, wherein the sample used
is solid mineral fuel, which is ground to a size of less
than 100 mcm and placed in a crucible, at the bottom
of which a flux is previously placed, which is a mixture
of lithium tetraborate and metaborate in ratio of 1:5 to
1:3, then a non-wetting lithium bromide additive is
added, in amount of 0.5 % of total weight of sample

Crp.: 2

of solid mineral fuel and flux, after which the crucible
is heated at temperature of 800 to 830 °C in an
oxidative atmosphere and at a heating rate of 10 to
20 °C/min and holding until complete oxidation of
carbon, further, it is additionally heated from 1,000 to
1,100 °C with holding for 2 to 5 minutes and constant
mixing, after which the melt is poured into platinum
molds and cooled to room temperature.

EFFECT: invention enables to obtain samples for
X-ray fluorescence analysis, homogeneous in
composition, and reduces time for preparing samples
of solid mineral fuel.

lcl, 1 dwg, 5tbl, 5 ex
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M3006peTeHre 0THOCUTCS K CITOco0aM IOATOTOBKHM ITPOO TBEPI0r0 MUHEPATIBHOT'O TOILIMBA
K PEHTTeHO(IIyOPECIEHTHOMY aHAJIM3y METOJIOM CITJIABJICHMS.

N3BecteH criocob moAroToBKM Mpod K peHTreHocneKTpaibHoMy aHaimu3y (IlateHT Ha
uzobperenue SU 1139996, ony6:1. 15.02.1985 r.), 3aKII04aIOIIMICS B CMEILIMBAHUN
aHAJIM3UPYEMOT0 MaTepuara ¢ hIF0COM U CIUIABICHUH CMECH Ha TOPU3OHTATILHON TOBEPXHOCTH
rpaduTOBOM MOTIOKKE, ITPUUEM C IeTIbI0 0OecriedeHHs] BOZMOXKHOCTH aHAJIM3a MAaTepPUAIIOB
[IEMEHTHOTO, ITPOM3BOJICTBA U MOJOOHBIX UM HEOPTaHUYECKUX MATEPUATIOB, MOIJIOKKY
MpeABAPUTENIHHO MPOIUTHIBAIOT AMMHAYHBIM PACTBOPOM OOPHOM KUCIOTHI I CMAYMBAIOT
pPacTBOPOM HUTPATA IIEJIOYHOTO METAJIIA, WM BBOAAT B CILUIABJISIEMYIO CMECh HUTPAT
LIETOYHOT O METaa.

HepocratkoM ganHoro croco0a siBJISIETCS OTPAHUYEHHOCTh TPUMEHEHUS Clloco0a 11t
aHaju3a Mpob ¢ BBICOKUM COJIEP>)KAaHUEM OPTaHUYECKOM YaCTH.

N3BecteH criocod onpeaeneHuss XAMUYECKOTO COCTaBa 30J1bI METO0M
pentreHodyopectenTHoi criekTpoMmerpun (TOCT P 55879-2013), 3akTrouaronmuiics B
030JIEHUM MPOOBI TBEPIOTO MUHEPATIBHOTO TOTIMBA B CTAHAAPTHBIX YCIOBUSIX, TTpH 815+10°C,
CIUTaBJICHUH 30JTbI C (pITFocaMu Ha OCHOBE OOPATOB JIUTHSI IO TIOJTHOM TOMOTEHU3AIIMM pacIliaBa,
MOJITOTOBKE Tpernaparta Jijis aHa/Iu3a B BUJIE JIMTOTO IUCKA UM TTPECCOBAHHOM TaOJIeTKH,
U3TOTOBJICHUU TAOJIETKU U3 OCTBIBIIIETO PaCIiaBa IMOCIIE U3METbUYCHUS U TTPECCOBAHUU
MOJIY4YEHHOT' O IMMOPOIIKA MPECCYIOT B IIpecc-popMe MOJ1 1aBJICHUEM.

Henocratkom manHoro crnoco6a siBisieTcst ITIMTeIbHAas CTausl TPeIBAPUTETIEHOTO O30JICHHUS
MpoOBbL, & TAKXKE pa3pyIIeHUE CIUIABICHHOTO IUCKA C ITOCIIEYIOIIUM ITPECCOBAHUEM TaOJIETKH,
YTO 3HAYUTEJIBHO YBEJIMYMBAET BpeMsl MOATOTOBKM 00pasia AJisi aHaJIM3a, a TAKkKe MOXKET
TOBJIEYb 3arps3HEHUE MPOOBI TPU U3METLUYEHUN U TTPECCOBAHUMU.

N3BecTeH criocod mpUroToOBIEHUS 00Pa3OB JJI1 PEHTT€HOCIIEKTPAITLHOTO aHAIU3a
(ITatenT Ha u3oOperenne SU 1712825, omy6i1. 15.02.1992 r.), 3aKIIFOYAIOMIMNACSA B TOM, YTO
aHAJIM3UPYEMYIO TPOOY 00padbaTHIBAIOT OKUCIUTENIEM - KOHIIEHTPUPOBAHHOM a30THOM
KHUCIIOTOM - MpH MaccoBoM cooTHoIeHuu 1:(30-40), 3aTem cMech HarpeBarot 10 250°C B
teueHue 1 4 30 MuH - 1 4 35 MUH, BBIIECPKUBAIOT ITpU 310N Temnepatype 30 - 35 MuH, 3aTeM
npokamBatoT rpu 400°C B Teuenue 8 MuH. [1orydeHHBII OCTATOK CMEIIMBAIOT C META0OPATOM
JIUTUS, CIUIABIISIIOT B TeueHue 2 MuH pu 1050°C u noJ1y4eHHBIH 1J1aB aHAIU3UPYIOT
PEHTTEHOCIEKTPAILHBIM METOJIOM, IIPY 3TOM OIPEIETISIIOT cepy - Ipee ooHapyxenus 0,01
% (B u3BecTHOM 0,02%), a TaKkKX€ KPEMHUM, TUTAH, AJIIOMAHUH, KEJIE€30, MATHUN, KAJIbLWMH,
docdop.

Henocratkom nanHoro crnoco0a siBiseTcss HEOOXOIMMOCTb MPEABAPUTETLHOTO 030JIEHUS,
JUTUTEIHBHOCTh TTPOOOIIOITOTOBKH, CBBIIIE 4 YACOB JJIs1 TOATOTOBKHU OJTHOM MTPOOHI, a TaKXKe
U30BITOK CUJIBHOT'O OKUCITUTEJIS - A30THOM KUCIIOTBI, KOTOPAsi MOYKET IMTPUBECTH K pa3pYIICHUIO
TUTJISL U PYTEPOBKU MEUH.

N3BecTeH criocod mpUroToBIEHUST 00Ppa3OB JJIs OMPEIeSIeHUs] OCHOBHBIX
MOPOA000PA3YIOINIMX 3JIEMEHTOB, CTPOHLMS U IUPKOHUSI pEHTTeHO(ITYOPECLEHTHBIM METOIOM
(A.A. Amocosa, B.M. Uy6apos, E.B. Kanesa, FO.H. Mapkosa OnpeneieHre OCHOBHBIX
MOPOI000PA3YIOIIUX ITIEMEHTOB, CTPOHIIMS U IIUPKOHUS PEHTTEHO( Ty OPEClEHTHBIM METOIOM
U1 TEOXUMUYECKON XapaKTePUCTUKU JJOHHBIX OTJIOKEHUH, AHAJIUTHUKA U KOHTPOJIb. 2017.
T. 21, Ne 1. C. 16-24) 3aKJII0YAIONIUICS B TOM, YTO HABECKU ITPOKAJICHHBIX B TeUEHUE 4 4ACOB
nipu Temneparype 950°C o6pasuoB maccoit 110 mr crasisitoT ¢ 1,1 r MmetabopaTta JIMTHS C
nob6asnenreM 7 xanenb 4 % macc. PactBopa LiBr B IITaTHHOBBIX TUTIISIX B QJIEKTPOTICUH ITPU
temnepatype 1050°C. TTonmydyeHHbIN paciuiaB BEUIMBAJIM HA TJIATUHOBBIE MOIIOXKKH, YTO
MMO3BOJIWJIO MOJYYUTh CTEKJISIHHBIE JUCKU AUaMeTpoM 10-12 MM U TomHOM 3-5 MMm.

HenocratkoM ganHoro criocoda sBisieTcss HEOOXOIUMOCTD JJIUTEIBHOTO
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MPEIBAPUTEIILHOTO 030JIEHUS, TPOIOJIKUTEIIBHOCTHIO 4 4ACOB, @ TAKKE MAJIbIA TUAMETP
AHAJIMTUYECKUX 00pa3iioB MeHee 12 MM, YTO JieJIaeT HEBO3MOKHBIM OMIPEACIICHUE 2JIEMEHTOB
C HU3KUMU KOHLeHTpauusimMu MeHee 0,1 %, a Takxke JIESTKMX MOPOo1000pa3yIouX 3JIeMEHTOB,
TaKuX KaK HaTpUi, MarHuu, Xjop, pochop u ap.

M3BecTeH criocod nmoAroToBKU MOPOIIKOOOPA3HOM MPOOBI 7SI peHTT€HOCIIEKTPATBLHOTO
ananuza (ITarenT Ha uzooOpererre RU Ne 2152018, omy6ur. 27.06.2000 T.), IpUHSTHIM 32
MIPOTOTHII, 3aKJTFOYAFOIIHICS B TOM, YTO CMECh ITPOOBI U (hiIr0ca HATPEBAIOT U MOJTYYCHHBIM
paciuiaB GOPMYIOT € OXJIAXKIEHUEM 10 KOMHATHON TEMIIEPATYPBI, & UCXOJIHYIO CMECh
HArpeBaroT B TUIJIE U3 0J1arOpOIHBIX METAJIIIOB UJIM MX CIUIABOB C J0OABIIEHHUEM K cMecH 25%
OT Macchl MPOOBI XJIOPUCTOM MEAU B KAUECTBE OKUCIIUTEIS], pACIUIaB HEITOCPEACTBEHHO B
€YU MEePEHOCAT Ha TPadUTOBYIO MOTIOKKY, KOTOPYIO IMTOMEIIAIOT B reub 3a 30 ¢ 10
OKOHYAHUS CIIJIaBJICHUS.

HenocraTtkoMm gaHHOro criocoda sBIIsieTCs CTaausl BHECEHHS K cMecH TTpoObI U (iroca
25 % XJIOPUCTOM M/, UTO YCIIOKHUT OIPEAeSIEHUE COCTaBa 0opasiia, 0COOEHHO ITPU TOMOIIU
PEHTIeHO(ITyOPECHEHTHBIX CIIEKTPOMETPOB C FHEPI€TUUYECKOM TUCTIEpCUE U3-32 MEPEKPHITHS
CIIEKTPAJIbHBIX JIMHUI MEJIU U XJIOpa C AHATIUTUYECKUMU JIMHUSIMU OTIPEACIISIEMBIX 3JIEMEHTOB.

TexHUYECKUM Pe3yIbTATOM SIBIISIETCS TTOJIyYeHUe MTPOO 11 pEHTTeHO(IyOPECUEHTHOTO
aHau3a, OJHOPOIHBIX IO COCTABY, U COKpAIICHUE BPEMEHU MTOATOTOBKH ITPOO TBEPIOTO
MUHEPAJIbHOT'O TOILIMBA.

TexHuueckuii pe3ybTaT JOCTUTAETCS TEM, UTO B KAU€CTBEPOOBI UCIIOIB3YIOT TBEPIAOE
MHUHEPAIBHOE TOIUIMBO, KOTOPOE U3MEIBYAIOT A0 pa3MepoB MeHee 100 MKM U MOMEIIAIOT
B TUT€JIb, HA JIHO KOTOPOTO MPEABAPUTETIBHO MMOMEIIAIOT (PIIIOC, B KAUeCTBE KOTOPOIrO
UCTIOJIB3YIOT CMeCh TeTpabopaTta u MeTaboparta JIUTUS B COOTHOIIIEHUH oT 1:5 10 1:3, 3aTem
JIOTIOJTHUTEILHO BBOJISIT HECMAYMBAIOIIYIO T00aBKY Opomuaa auTus, B kojaudectse 0,5 %
OT 00111elt Macchl MPOOBI TBEPIOTO MUHEPAJIFHOT'O TOTUIMBA U (DITFOCa, TTOCTIe YeTO TUTelIb
HarpesaroT npu Temmnepatype oT 800 1o 830°C B okHCIUTETBbHOM aTMOChEPE U CKOPOCTHIO
Harpesa oT 10 10 20°C/MMH U BBIIEP)KKOM 10 TTOJTHOTO OKUCIIEHHUS yIJIepoa, aajiee
nononHuTenbHO HarpeBatoT oT 1000 1o 1100°C ¢ BbLAEPKKOM OT 2 10 5 MUHYT U ITOCTOSIHHBIM
repeMelMBaHueM, MOCyIe Yero paciliaB BbUIMBAIOT B IJIATUHOBBIE U3JIOKHMIIBI, OXJIAXKIAI0T
J10 KOMHATHOM TeMIIepaTyphl.

Crioco0 MmosICHSIETCS CIIeTY IO (DUTyPON:

¢ur. 1 — rpaduk TepMorpaBUMETPUUECKOTO aHaNIM3a U M depeHIanbHas CKaHUPYIoIas
KaJJOPUMETPHSI CMECU KAMEHHOTO YTJIs U (hIroca.

Cnoco6 moAroToBKM Mpood TBEPIOTO MUHEPATILHOT'O TOIUIMBA K PEHTTEHO(ITyOPECIEHTHOMY
AHAJIM3Y OCYILECTBIISIETCS CIEAYOIMUM 00pa3oM. B Hauae B MebHULE TPOU3BOIUTCS
U3MeJIbUeHUE BO3AYIIIHO-CYXO0M MPOOBI TBEPAOT0 MUHEPATIBHOTO TOILIMBA /10 pa3MEPOB MEHEe
100 mxMm. Ha qHO IIIaTHHOBOT'O TUIJISA pa3MeriaeTcs HaBecka ¢iroca. DIroc mpeacTaBiseT
coboi1 cMech TeTpaboparta U MeTaboparta Jutus. CBepXy IIMNAaTeIeM YKIaAbIBAETCS
U3MeJlbUeHHas po0a TBEPAOTO MUHEPATHHOTO TOIUIMBA. COOTHOIIEHUE MPOOBI TBEPIOTO
MUHEPAIHHOTO TOIUIMBA U (pirroca coctaBiseT oT 1:5 o 1:3. JIonoTHUTEIbHO B TUTETh
J103aTOPOM BBOJUTCS HECMauMBaroIas 100aBka B Buae Opomuia auTus B koaudectse 0,5 %
OT o0111elt Macchl TPOOBI TBEPIOTO MUHEPATIBHOTO TOTUIMBA U (hjTtoca. 3arl0THEHHbBIN TUTEITh
pa3mMeraercs B eYu U HarpeBaeTcs 10 Temnepatypsl oT 800 o 830°C B OKMCIUTEIHLHOM
atMocdepe, co ckopocThio HarpeBa oT 10 mo 20°C/MuH. Bpems BeIiep)KMBaHUS TUTJIS B
OKHUCITUTEITbHOM aTMOoc(hepe orpenensieTcst OJIHBIM OKUCTIeHHeM yritepoaa. [Tocie mpoucxoaut
JIOTIOJTHUTEIBbHBIN HArpeB TULJIS 70 TemiepaTypsl oT 1000 1o 1100°C u BbIAepKUBaAETCS TTpU
TAKOW TeMIIepaType OT 2 10 5 MUHYT C MOCTOSTHHBIM aBTOMATU3UPOBAHHBIM MIEPEMEIIIMBAHUEM
CcOCTaBa JIJIsi TOMOTE€HU3ALMM pacIljiaBa U 00eCIeueHUsl ITOJTHOTO PACTBOPEHUS

Crp.: 4



10

5

20

25

30

35

40

45

RU 2766339 C1

KPUCTAJUIMYECKON CTPYKTYPbl MUHEPAIbHOM YyacTu. [1oyueHHbIl paciiaB BbLIIMBAJICS B
TJTATUHOBYIO U3JIOKHUILY U OCTBIBAET /10 KOMHATHOM TeMrnepaTypbl. OOpas3ell,
MPEACTABIISIONIMI COOOM TOMOTEHHBIN CTEKJISTHHBIN TMCK Jlaliee aHAIU3UPYIOT Ha
BOJTHOJIUCIIEPCUOHHOM PeHTTeHOo(uIyopecineHTHOM criekTpoMeTp Thermo Fisher Scientific
ARL 9900.

Cnioco6 mosicHsIeTCs CIeTYIOUTUMU ITPUMEPaMHU.

J171s1 moATBEPKI€HUS] BBIOPAHHOM TeMIIepaTypHOM TPOTrpaMMBbI JIJIsI CTUIABIIEHUS, OB
nposeaeH TT'A u JICK ananu3 kamMmeHHOTO yIuIs ¢ JIr0ocoM M mpejactaBieH Ha ¢ur. 1. Kak
BUJTHO U3 Tpaduika, OKUCIIEHUE YISl HAauMHAeTCs TIpy Temmepatype 520°C u mpogoKaeTcs
10 Temriepatypbl okoJio 800°C. DTo BUAHO KaK M0 MOTepe Macchl odpasua, Tak u 1Mo
MIPEKPALIEHUIO 9K30TEPMUUECKOTO IIpoLecca OKUCIeHus Torusa. [Ipu remneparype ot 800
110 830°C nmpoUCXOIUT JOOKUCICHHE HU3KOPEAKIIMOHHOTO YIJIEPOAa, BXOASIIErO B COCTAB
TBEpPJIOTr0 MUHEpabHOTO TorBa. [1pu Temnepartype 6osee 830°C HaunHaeTCs TJIABICHHUE
Metabopara JIUTHs, a Ipu Temrneparype okojo 920°C muaBuTcs TeTpadbopar JIUTUS, I3TU
npouecchl MokHO BuaeTh o nukam Ha JICK kpuBoit. Takum oOpa3zom, BIOpaHHas
TeMIepaTypHasi mporpamma Mo3BOJISIET HE IEPECEKATHCS POLECCaM FOPEHUS TBEPIOTO
MUHEPAJIbHOT'O TOIIMBA U TUIaBJIeHUS (IIroca, 4TO 00ecreurnBaeT MOJHOE aTbHeIee
pPacTBOPEHHUE 30JIbHOT'O OCTATKA TBEPIOTO MUHEPAJIBHOTO TOTUIMBA BO (hiTroce.

ITpumep 1. B kauecTBe aHaIM3UPyEeMOro o0pasia MpUMEHsIICS YyToJib Mapku T, C 30J1bHOCTD
a”aJauM3upyeMoro obopasma 13,2 %.

[Tpoba yris u3menbyaaach g0 MOJTHOTO MPOXOKIEHUS Yepe3 CUTO ¢ pazMepoM stueek 100
MKM. Ucxons u3 auamerpa uznoxxuun 40 MM, ObU1a BeIOpaHa ob1ias HaBecka 12 T, u3
KOTOPBIX 3 T — nipoda yriist u 9 T — ¢iroc. CooTHoIIEHUE MTPoObI U (urroca ObLIO BEIOPAHO
UCXO/I51 U3 30JIbHOCTH aHalIM3upyeMoro oopasua. [Tpu 3ompHOCTH MeHee 25 % ObL10 BBIOpaHO
cootHomeHue 1:3. Takxe k mpoOe yris mapku T Oblla BHECEHA HeCMauyuBaroIas 1o0aBka
60 Mr 6poMuja JIUTUSI, B BUIE BOJTHOTO PaCTBOPA BO U30EKAHUE HEMOJTHOTO BHUIMBAHUS
pacruiaBa B U3JI05KHUILY, a TAK)Ke 00pa30BaHUs Karlellb Ha CTeHKAX TUTJIS TP IIepeMEIIMBAHUN
pacmuiaBa. [11aTUHOBBIN TUTeNIb BMECTE C U3JI0OKHULEH TOMEIIAJICS B CUCTEMY CILIABIICHUS
SPEX SamplePrepKatanax X-300. O6pazer HarpeBascs g0 TemiepaTtypsbl 830°C co CKOPOCTHIO
15°C/MMH ¥ BBIIEPKUBACTCS B OKUCIUTEIILHOM aTMOC(epe 10 MOITHOT'0 OKUCIICHUS YIJIepoa,
YTO MO3BOJISIET U30€KaTh BIOpOca 00pasia yriisi BCJIEACTBUE BbIXO/IA JIETYYUX KOMIIOHEHTOB
Mpy OBICTPOM YBEJIMUEHUM TEMITEPATYPbI U JTOOUTHCS ITOJTHOTO OKUCIIEHUS ITPOOBI TBEPIOTO
MUHEPAITHHOTO TOIIMBA 10 Havasa riaBieHus goroca. [loce momHOTO ynaneHus yriaepoaa
oOpa3zen yrig mapku T HarpeBascs go temrepatypsl 1050°C co ckopocTtbio 50°C/MuH 1
BBIIEPKUBAJICS ITPU 3TOM TEMIIEPATYpPE B TEUEHUE 4 MUHYT C TIOCTOSIHHBIM [T€pEMEIIUBAHUEM
TSI TOMOT€HU3AlUY paciuiaBa U 00ecredeHus MOJTHOTO PACTBOPEHUS KPUCTATIIMUECKOM
CTPYKTYpbl MUHEpaIbHOM YacTh. [loilyueHHbIN paciuiaB BbUIMBAJICS B INIATUHOBYIO U3JI0KHUILY
Y OCTBIBAJI 10 KOMHATHOM TemnepaTypbl. Obpasel, npeacTaBIIsIoNIUi cCOO0N TOMOT€HHBIN
CTEKJISIHHBIN IUCK aHAJIM3UPOBAJICS IIPU TOMOIIM BOJTHOIUCIIEPCUOHHOTO
pentreHodyopecreHTHoro criekrpomerpa Thermo Fisher Scientific ARL 9900. Pe3ynbraTsl
aHaju3a MpUBeICHBI B Tabmme 1.

Tabmna 1 — Pe3ynbTaThl aHamM3a MpoObI yIiisi Mapku T apOUTpakHBIM U ITpeIJIaraeMbIM
MEeTOJaMU

JeMeHT COHCp)KaHI/IC, YCTaHOBJICHHOE Coz{epxcal—me, YCTaHOBJIECHHOE OTHOCUTEIbHAS NOTrpeIIHOCTDb aHAJIU-

apOUTpakHBIM METOAOM, % npeagaraeMbIM crocooom, % 3a, %
SiO, 6,30 6,47 2,7
Al O3 2,59 2,54 1.9

Fe;05 1,83 1,83 0
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CaO 1,37 1,32 3,7
MgO 0,359 0,394 9,7
TiO, 0,137 0,140 22
P,05 0,167 0,153 8,4
K0 0,080 0,076 5,0
Na,O 0,109 0,105 3,7
SO3 0,214 0,194 9,3

[Tpumep 2. B kauecTBe aHAIM3UPYEMOT0 00pa3ia MPUMEHSIIIMCh OTXOAbI OOOTAIICHUS
VTJIs1, 30JIbHOCTD aHAIM3UpyeMoro oopasua 54,7 %.

[Tpo6a yris u3menbyaaach 40 MOJHOTO MPOXOKIEHUS Yepe3 CUTO ¢ pazMepoM stueek 100
MKM. Ucxons uz auamerpa uznoxxuui 40 MM, 6bU1a BeIOpaHa ob1ias HaBecka 12 T, u3
KOTOPBIX 2 T — Ipoba oTx0a0B oboramenus yris u 10 T — ¢mroc. CooTHOIIeHHE TPOOHI U
(roca ObUI0 BRIOPAHO MUCXOISI U3 30JIbHOCTH aHaIM3upyeMoro oopasua. [Tpu 3o1bHOCTH 25
- 60 % 6bu10 BEIOpaHO cooTHOMIEHHUE 1:5. Takxke K mpobe 0TX010B oboraieHus yris Obuia
BHECEHA HecMauMBaroIias 1o6aska 60 Mr 6poMuaa JUTHs, B BUIE BOJHOTO PacTBOPA BO
n30exxaHre HEMOJTHOTO BEUIMBAHUS PACIIaBa B U3JI0KHMUILY, & TAK)KE 00pa30BaHUS KaIlelb
Ha CTEHKaXx TULJIS TPU TepEMEIIMBAHUU paciuiaBa. [ 11aTHHOBBIN TUTEIb BMECTE C M3JTOKHULEH
nomertajcs B cuctemy criasieHus SPEX SamplePrepKatanax X-300. O6pa3er HarpeBaJjcs
1o Temriepatypbl 830°C co ckopocThio 20°C/MuH /17151 yMEHbILIEHUS BpEMEHHU aHam3a. Beiopoc
00pa3ua mpu TaKON CKOPOCTH HArpeBa He HaOJII01aeTCs U3-3a HU3KOTO COJIEPIKAHMS JIETYUUX
KOMITOHEHTOB (MeHee 15 %). O6pa3zel 0TX0/10B 0O0TaIeHUSI BBIICPKUBACTCS MTIPU
temriepatype 830°C B OKUCIIUTEIbHOM aTMOChEpe 10 TTOJTHOT'O OKUCIICHHS YIIIepo/ia, YTO
MO3BOJIWIIO TOOUTHCS MOJTHOTO OKUCIIEHUSI TPOOBI TBEPAOTO0 MUHEPATIBHOI'O TOIUIMBA JI0
Hauasa rasieHus uroca. [loce momHoro yaanenus yriaepoaa oopaser OTX0I0B
oOorarrenus yrist Harpepajics 10 Temrnepatypsl 1100°C co ckopocthio 50°C/MUH U
BBIICP>KUBAJICS ITPY 3TOM TEMIIEPATYPE B TEUEHUE 2 MUHYT C ITIOCTOSIHHBIM [T€pEMEIIMBAHUEM
JUUISi TOMOT€HU3ALUK PACIIaBA U OOECTIEUEHHs ITOJTHOTO PACTBOPEHUS KPUCTATIIMUECKOM
CTPYKTYpbl MUHEpaIbHOM YacTh. [ToiyueHHbIN paciuiaB BbUIMBAJICS B INIATUHOBYIO U3JI0KHUILY
Y OCTBIBAJI 0 KOMHATHOM TemnepaTypbl. Obpasel, MpeacTaBIIsIONIUi cOO0N TOMOT€HHBIN
CTEKJISIHHBIN IUCK aHAJIM3UPOBAJICS IIPU TOMOIIM BOJTHOIUCIIEPCUOHHOTO
pentreHodyopecrternTHoro criekrpomerpa Thermo Fisher Scientific ARL 9900. Pe3ynbraTsr
aHaJu3a MpUBEJEeHbI B Tabuie 2.

Tabmuna 2 — Pe3ynbTaThl aHAIW3a TPOOBI OTXOJ0B O0OTAIEHHs YTl apOUTPaKHBIM U
NpeiaraéMbIM METOIAMU

SIeMeHT Copneprxanue, ycraHoBiieHHOe apoutpax-| CozaepxaHue, ycraHOBIeHHOEe |OTHOCHTEIbHAS MOTPEITHOCTD aHAIIU-
HBIM METOA0M, % MpeagaraeMbIM criocooom, % 3a, %
Si0, 27,1 26,8 1,1
Al03 8,47 9,06 7,0
Fe,03 11,4 10,7 6,1
CaO 2,94 291 1,0
MgO 1,02 0,979 4,0
TiO, 0,436 0,430 1,4
P,0s 0,274 0,258 58
K,0 0,804 0,780 3,0
Na,O 0,749 0,727 2,9
N 0,705 0,642 8,9

ITpumep 3. B kauecTBe aHAIM3UPYEMOTro 0Opasia MPUMEHSICS TOP(d, 30JbHOCTh
aHaJau3upyeMoro oopasma 12,4 %.
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Bricymennas mpo6a Topda u3Menpuanach 10 MOJHOTO MPOXOKIEHUS Yepe3 CUTO C
pasmepoM siueek 100 mxm. Mcxoas u3 nuamerpa uznoxuul 40 MM, Obuta BeIOpaHa o01as
HaBecKka 12 T, U3 KOTOpbIX 3 T — npoba yriist u 9 r — duroc. CooTHOILIEHUE TPOOBI U (iIroca
OBLTO BEIOPAHO MCXOS U3 30JIbHOCTH aHAIM3UpyeMoro obpasma. [1pu 301pHOCTH MeHee
25 % 6bu10 BEIOpaHO cooTHOMIeHue 1:3. Takxe k mpode Topda ObLIa BHECEHA
HecMauuBaromas 100aBka 60 Mr OpoMua JIUTHS, B BUAE BOJHOI'O PacTBOPA BO U30eKaHUE
HEIOJTHOT'O BBUIMBAHMS paciulaBa B U3JI0XKHHUILY, a TAK)Ke 00pa30BaHUs Kallelb Ha CTEHKax
TUTJIS [P TIepeMENIMBaHUM paciuiaBa. [[1aTHHOBBIN TUTelIb BMECTE C U3JIOKHUILEH TTOMEIIAJICS
B cucteMy crutaBienus: SPEX SamplePrepKatanax X-300. O6pa3en HarpeBajics 10 TEMIIEpaTypbl
800°C co ckopocTbio 10°C/MUH U BBIAEPKUBAETCS B OKMCIIUTEIIbHOM aTMOCc]epe 10 MOTHOTO
OKMCJICHUS YTJIEPO/Ia, YTO MO3BOJIUIIO N30ekKaTh BEIOpOca yacTul] Topda BCIIEACTBUE BHIXO1A
JIETYYHUX KOMITOHEHTOB IIPH OBICTPOM YBEJIMUYCHUN TEMIIEPATYPBI U JOOUTHCS TTOJTHOTO
OKHMCJICHMS TPOOBI 10 Havasta miasiieHus goaroca. [Toce moaHoro yaaneHus yriepoaa oodpasery
topa Harpesacs 10 TemrepaTypbl 1000°C co ckopocthio 50°C/MUH U BBIACPKUBAIICS ITPU
3TOM TeMIlepaType B TEUEHUE S MUHYT C MOCTOSTHHBIM IepeMEITMBAHUEM JIJ1si TOMOT€HU3ALUU
pacriaBa U 00eCcIieueHusI TOJTHOTO PACTBOPEHMS KPUCTAIUTMYECKOM CTPYKTY Pl MUHEPATTBHOM
yacTh. [TorydeHHBIN paciliaB BIIMBAJICS B IUTATHHOBYFO M3IIOXHHMITY M OCTBIBAIT IO KOMHATHOM
temnepatypbl. OOpa3sel, MpeaCTaBIISIONINNA COO0M TOMOTEHHBIN CTEKIISTHHBIN JUCK
AHAJIM3UPOBAJICS ITPU TTOMOIIY BOJTHOIUCTIEPCUOHHOTO PEHTTEHO(DTyOPECIEHTHOTO
criektpomeTpa Thermo Fisher Scientific ARL 9900. Pe3ynpraTsl aHanu3a npuBeAeHbI B
Tabmuue 3.

Tabmuua 3 - Pe3ynbTaThl aHalM3a IpoObl Topda apOUTPaKHBIM U MPeIIaraeMbIM
MEeTOJIaMH

DeMeHT ConepxxaHue, ycTaHOBIEHHOE apOuT- |ConepkaHue, ycTaHOBIIEHHOE Tpeta-| OTHOCHTENbHAS TOTPELTHOCTh
PakHBIM METOJIOM, % raeMBIM CII0OCOO00M, % aHanmza, %
Si0, 5,70 5,73 0,5
Al,O3 1,74 1,66 4,5
Fe,03 2,44 2,43 0,6
CaO 1,45 1,32 9,0
MgO 0,122 0,112 8.4
TiO, 0,048 0,044 8,2
P05 0,482 0,442 8,3
K5O 0,146 0,140 4,2
Na,0 0,092 0,094 1,9
SO3 0,473 0,492 39

[Tpumep 4. B kauecTBe aHATU3UPYEMOTO 0Opa3la MPUMEHSIICS OypBIN YTOJIb, C 30JIbHOCTh
a”HaJau3upyeMoro oopasma 23,2 %.

[Tpoba yris uzmenbyaaach g0 MOJTHOTO MPOXOKIEHUS Uepe3 CUTO ¢ pazMepoM stueek 100
MKM. Mcxoas u3 nuameTrpa uzinoxuun 40 M, 6plta BeiOpaHa o01as HaBecka 12 T, U3
KOTOPBIX 3 T — nipoda yriist u 9 r — iroc. CooTHOIIEHUE MTPOoObI U (uroca ObLTIO BEIOPAHO
MCXO/ISI U3 30JIbHOCTU aHAJIU3UPYEMOTO 0O pa3iia: Mpy 30JIbHOCTU MeHee 25 % ObLIO BEIOPAHO
cooTHoleHue 1:3. Takxke k mpoOe Oyporo yris Oblia BHECEHA HECMaurBaroias 106aBka
60 Mr 6poMuja JUTHS, B BUJIE BOJTHOTO PACTBOPA BO U30EKAHUE HETIOJHOTO BHIJTUBAHUS
paciuiaBa B U3JIOXKHHUILY, a TAKKE 00pa30BaHUS Karlelb Ha CTEHKAX TUIJIS TP TIepeMeIIMBaHuN
pacmiaBa. [[1aTUHOBBIN TUreNTb BMECTE C U3JI0OKHULEH TOMENIAJICS B CUCTEMY CILIABIICHUS
SPEX SamplePrepKatanax X-300. O0pazern HarpeBasics o Temiepatypsl 815°C co CKOPOCTHIO
10°C/MUH U BBIAEP)KUBAETCS B OKUCIIUTEIbHOM aTMOChEpe /10 MOJTHOT0 OKUCIICHUS YIIIepoa,
YTO MO3BOJISIET M30€KaTh BEIOpOCa 00pa3ia yriisi BCIEICTBUE BBIXO/1A JIETYUYUX KOMITOHEHTOB
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Mpy OBICTPOM YBEJIMUEHUM TEMITEPATYPBI U JOOUTHCS ITOJTHOTO OKUCIIEHUS ITPOOBI TBEPIOTO
MUHEPAITHLHOTO TOTIMBA 10 Havasa riaBieHus goroca. [locre momHOTO ynanenus yriaeposaa
o0Opa3zern Oyporo yris HarpeBaycs g0 Temiepatypbl 1050°C co ckopocTbio 50°C/MUH 1
BBIAEPKUBAJICS ITPU 3TOM TEMIIEPATYPE B TEUEHHUE 3 MUHYT C IIOCTOSIHHBIM IIEPEMELIMBAHUEM
JUUISi TOMOT€HU3aLUK PACIIaBa U 0OECTIEUEHHs ITOJTHOTO PACTBOPEHUS KPUCTATIIMUECKOM
CTPYKTYpbl MUHEpaIbHOM YacTU. [lojyueHHbIN pacIuiaB BbUIMBAJICS B INIATUHOBYIO U3JI0KHUILY
¥ OCTBIBAJI 10 KOMHATHOM TemnepaTypbl. Obpasell, MpecTaBIIsIONIMi cOO0M TOMOT€HHBIN
CTEKJISIHHBIN IUCK AHAJIM3UPOBAJICS IIPU IIOMOIIM BOJIHOIUCIIEPCUOHHOTO
pentrenoyopecteHTHoro criekrpomerpa Thermo Fisher Scientific ARL 9900. Pe3ynbraTsl
aHaJu3a MpUBeIeHbI B Tabuie 4.

Tabmuna 4 — Pe3ynbTaTel aHanu3a mpoObl Oyporo yriisi apOUTPakHbIM U IIpeIjIaraeMbIM
METOIAMU

3HCM6HT Couep)}(al—me, YCTaHOBJICHHOE COZ[Cp)KaHI/IC, YCTaHOBJICHHOE OTHOCI/ITSJ’IBHB.}I HOIPELIHOCTE. %

apOUTPaXKHBIM METOIIOM, % IpeyIaraeMbIM CIiocoooM, % P > 7
Si0, 14,6 14,6 0
AlLO; 5,78 5,32 8,0
Fe;0; 1,17 1,2 2,6
CaO 1,04 1,11 6,7
MgO 0,316 0,313 0,9
TiO, 0,128 0,126 1,6
P,0s 0,078 0,073 6,4
K,0 0,126 0,13 3.2
NayO 0,026 0,024 7.7
SO; 0,088 0,081 8,0

[Tpumep 5. B xauecTBe aHATIM3UPYEMOTro 00pasiLa MPUMEHSIICS TOPIOYMH ClTaHel, 30JIbHOCTh
a"anuzupyemoro oopasna 31,0 %.

[Tpo6a roprouero ciaHna U3MeNbYaIACh 0 OJHOTO TPOXOKIEHUS YEPE3 CUTO C Pa3MePOM
saeek 100 mxm. Mcxoas u3 nuamerpa usnoxuaui 40 MM, Oblia BeIOpaHa oOI1mas HaBecka
12 1, u3 KOTOpBIX 2 T — mpoba oTxom0B oboramenus yris u 10 T — ¢mroc. CooTHOIIEHNE
MpoOsI U (prrroca O6BLTIO BEIOPAHO UCXOIS U3 30JIbHOCTU aHalM3upyemoro oopasma. [pu
30JIbHOCTH 25 - 60 % ObL10 BBIOpaHO cooTHOIIEeHHE 1:5. Takke k mpobe roprovero ciiaHua
Obl1a BHECEHA HecMauuBaronas 1o6aska 60 Mr Opomua JuTHs, B BUJIE BOJHOTO pacTBOpa
BO M30eXaHKe HEMOJIHOT'O BBUIMBAHUS PACILIaBa B U3JI0KHUILY, & TAK)KE 0Opa30BaHUs Kallellb
Ha CTEHKAaX TUTJIS [TPU NTepeMelIMBaHUU paciuiaBa. [ J1aTHHOBBIN TUTE]Ib BMECTE C U3JIOKHULIECH
nomemascs B cuctemy cruiaBienuss SPEX SamplePrepKatanax X-300. O6pa3zen HarpeBaics
1o Temnepatypsl 815°C co ckopocThio 15°C/MUH 17151 yMEHBILIEHUS] BpDEMEHHU aHaIM3a. Beiopoc
o0pa3sua npu Takoi CKOPOCTH HarpeBa He HabmoaaeTcsi. O6pasel roproyero ciaaHua
BBIZICpXKUBAETCS ITpH Temriepatype 815°C B OKUCTUTETEHOM aTMOc(hepe /10 TOJTHOTO OKUCIICHHS
yriepoja, 4To MO3BOJIUIO TOOUTHCS OJHOTO OKUCIIEHHUS TPOOBI 10 HaYaja MJIaBICHUs
dmroca. ITocre mojIHOTO yaajaeHus yriepoia oopasern 0OTX040B 000TaIleHUs YTl HarpeBaycs
1o temnepatypbl 1000°C co ckopocthio S0°C/MUH U BBIAEPKUBAJICS TP 3TOM TeMIepaType
B T€YEHHE 5 MUHYT C IMOCTOSIHHBIM NEPEMEIIUBAHUEM JIJIsI TOMOTE€HU3AlUK pacIjiaBa u
o0ecreyeHus MOJIHOTO PACTBOPEHUSI KPUCTATIIMUECKON CTPYKTYPbl MUHEPAJIbHON YaCTH.
[TonydeHHBIN pacrijiaB BBUIMBAJICS B TJIATUHOBYIO M3JI0XKHUIYY U OCTHIBAJI 10 KOMHATHOM
temnepatypbl. OOpa3sel, MpeCTaBIISIONINNA COOOM TOMOTEHHBIN CTEKIISTHHBIN JUCK
AHAIIM3UPOBAJICS TIPU TOMOIIY BOJTHOAMCIIEPCUOHHOTO PEHTTEHO(IIYOPECHEHTHOTO
criektpomeTpa Thermo Fisher Scientific ARL 9900. Pe3ynpraTsl aHanu3a npuBeAeHbI B
Tabauue 5.
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Tabmuna 5 — Pe3yapTaThl aHaIM3a TPOObI TOPIOYETO CIIAHIA apOUTPaKHBIM U
npeutaraeéMbIM METOTaMHU

JIeMeHT C()Z[ep)KaHI/IC, YCTaHOBJICHHOE ap6I/ITpa>K— Coz[ep)l(a}me, YCTAaHOBJIEHHOE OTHOCHUTEIIbHAS TOr'peIIHOCTDb aHAJIN-
HBIM METOA0M, % NpeaIaraeMbIM criocooom, % 3a, %
Si0, 152 15,3 0,5
ALO;3 7,36 7,22 2,0
Fe,05 1,60 1,69 53
CaO 3,46 3,36 2,9
MgO 0,692 0,692 0,0
TiO, 0,094 0,1 59
P,0s 0,031 0,034 8,0
K,0 0,252 0,248 1,5
Na,O 0,409 0,413 1,0
SO; 2,36 2,2 6,8

Kaxk BugHO U3 NpUMEPOB, OTHOCUTEIbHAS MOTPEIIHOCTh aHAJIM3a 00Pa30B TBEPAOTO
MUHEPAJIbHOTO TOTUIMBA TTOCIIE MPEIOKEHHOM MPOOOMOArOTOBKU MTPU TTOMOIITU
BOJTHOAMCIIEPCUOHHOTO PEHTIEHO(IIyOPECHEHTHOTO aHaIu3aTopa He mpesbimaet 10 %
OTHOCUTEJILHO COJIEP)KAHUSI, yCTAHOBIIEHHOTO apOUTPaXKHBIM METOJIOM, B COOTBETCTBUHU C
I'OCT 10538-87 «Metoanl onpeAesieH!s XMMHUUECKOT'0 COCTaBa 30JIbl», UTO SIBJISIETCS
JIOITyCTUMBIM IMTPU BBIOOPE cr1oco0a mpodonoaroToBku. [TpeuMyIiecTBo M300peTeHHSI COCTOUT
B TOM, UTO MPEIJIOKEHHBIN CITIOCOO OTIMYAETCS IKCIIPECHOCTHIO, IPOCTOTON peaIn3alyy,
MUHUMU3AIUS BHECEHHWE UHOPO/IHBIX ar€HTOB B aHAJIM3UPYEMBbIH 00paszel] U MoJIydeHUEM
OJIHOPOJHOTO COCTaBa Io Bcel mpooe.

ITpeacraBieHHbIN CrIOCOO MOATOTOBKU MPOO TBEPIOTO MUHEPAJIBHOT'O TOIUIMBA K
PEHTIeHO(IIYOPECHEHTHOMY aHAIM3Y MTO3BOJISET 3HAUUTEIBHO YCKOPUTH IPOLECC MTOJATOTOBKU
po0 TBEPIOTO MUHEPATIBHOTO TOIUIMBA K aHAJIU3Y; AHAIM3UPOBATH IIIUPOKUIA CIIEKTP
00BEKTOB, OTHOCSIIMXCS K TPYIIE TBEPIOTO MUHEPAJIbHOT'O TOTUIMBA, TAKUE KaK Oypbie U
KaMEHHBIE YTJIU PA3JIMUHBIX MAPOK, JIMTHUTHI, AHTPALMTHI, TOPIOYME CIIAHIBI, TOP(, TPOIYKTHI
oOoraiieHusi, nepepadoTKU U CKUTAHUS TBEPJIOTO TOIIMBA; TPOBOAUTH aHAJIU3 OCHOBHBIX
KOMITOHEHTOB 30JIbHOT'O OCTATKa, OKCUIOB: KPEMHMUS, A TIOMUHMUSL, J)KeJe3a, KallbLus, MarHus,
TUTaHa, pochopa, MmapraHua, Kaius, HATPUS U CEPbI U 0OECTIEUNBATH OAHOPOIHOIO COCTABA
10 BCei mpooe.

(57) ®opmyna uzobpeTeHus

Crioco0 moaAroTOBKY Mpo0 TBEPAOTO MUHEPAIBHOTO TOTUTMBA K PEHTI€HO(ITyOPECLEHTHOMY
aHAJIM3Y, BKJIIOUAIOLIUI HATPEB B TUTJIE U3 OJIArOPOJHBIX METAJIOB UJTM UX CILUIABOB CMECH
poOBI U uIroca, MOTYYEHHBIN paciuiaB GOPMYIOT C OXJIaXIEHUEM 10 KOMHATHOM
TEMIIEPATYPBbI, OTIIMYAIOIIMICSA TEM, UTO B KAUECTBEITPOOBI UCTIOIB3YIOT TBEPAOE MUHEPAIBHOE
TOIUIMBO, KOTOPOE U3MENBYAIOT A0 pa3MepoB MeHee 100 MKM 1 TOMEIIAIOT B TUTEJb, HA THO
KOTOPOTO MPEBAPUTEIHLHO TTOMEIAIOT (UTIOC, B KAYECTBE KOTOPOTO UCIIOIB3YIOT CMECh
TeTpaboparta u MeTabopaTta JIUTUS B COOTHOIIIEHUH OT 1:5 10 1:3, 3aTeM JOMOTHUTEIHHO
BBOJISIT HECMAUYMBAIOIIYIO 100aBKY Opomuaa utus, B Koiauuectse 0,5 % oT ob1iieit Macchbl
MpoObI TBEPJIOr0 MUHEPATILHOTO TOIUIMBA U (ITtOCa, MOCIIE YeTrO TUTelb HATPEBAIOT MIPU
temnepatype oT 800 10 830 °C B OKUCIUTEIBbHON aTMOChEPE U CO CKOPOCThIO HArpeBa OT
10 1o 20 °C/MUH ¥ BBIAEPKKOH 10 TOJIHOIO OKUCIIEHMS YIJIEpO/1a, JaJiee TOMOIHUTEIBHO
HarpeatoT ot 1000 g0 1100 °C ¢ BbIIEpKKOM OT 2 10 5 MMH M ITIOCTOSTHHBIM ITE€PEMEIIMBAHUEM,
I10CJI€ YEro pacIulaB BUIMBAIOT B IUIATUHOBBIE U3JIOKHUIIBI, OXJIAXKIAOT 10 KOMHATHOMN
TEMIIEPATYPBHI.
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