n ero NnpuMeHeHune

MAPT—ATMPE/b 2020

YK 666.9:543.427.4

E.A. TomunuHa, pyKoBoAMTE b HAMPABEHNS

XVIMWUYECKOr0 1 CTPYKTYpHOro aHanunsa, 'K Octek, Poccug;
M. fenpe, cneuvanuct B 061acTv NPUKAAAHbIX NCCEA0BAHNI;

@. [Asitenau, rnobanbHbiii MEHE[KED NO MPoAaXKaMm
NPOW3BOACTBEHHOTO 000PYAOBaAHNS,
XRF Scientific, benbrua

KauectBennas noprotoBka npo6
KaK KNI0Y K BOCNIPOM3BOAHMOMY
PeHTreHOpNnyopecLeHTHOMY QHANMU3Y

PE®DEPAT, OnucaHbl MeToa4bl NOAroTOBKM NPo6 419 peHTreHognyopec-
LeHTHoro aHann3a (P®PA) matepmnanoe LeMeHTHOro npon3BoA4CTBa,
a Takoke ux BIMSIHUE Ha noJsiydaemsie gaHHselie. lNokasaHbl npenmyLje-
CcTBa MeToAa crnnassieHusi nepes npeccosaHnem. lNpuseneHsl pe-
3ynbratel POA npob, npuroToB/ieHHbIX B ra30BOM U 3J1eKTPNYeCKOM
cucrtemax criaBsieHUs NPOU3BOACTBA MEeXAYHapOaAHOV KOMaHUuu
XRF Scientific, xapakTepu3syowmnecsi BbICOKUMU TOYHOCTbIO U BOC-

npon3BoanMOCTbIO.

KnioqeBbie cnoBa: peHTreHop1yopecLeHTHbIV aHann3, POA, noarotos-

Ka rnpoob, XMMN4eCcKnii aHaIn3.

Keywords: x-ray fluorescence, XRF, sample preparation, chemical

analysis.

Beepenne

OnHa 13 akTyanbHbIx 3a4ay Npy NpoBeAeHUN
nabopaTopHbIX aHaNM30B MATEPVANoB LEMEHT-
HOrO NPOW3BOACTBA — MOMYYeHVe NpeacTaBn-
TenbHOM Npobbl. B faHHOM CTaTbe Mbl pacCMOT-
PUM BaXHY0 YaCTb 3TON 3a4a4M — MOArOTOBKY
npobbl K PEHTTEHO(TYOPECLIEHTHOMY aHann3y
(P@A), cTaBLIeMy OCHOBHbIM METOAOM aHanuaa
XVMMWUYECKOTO COCTABA Ha LIEMEHTHbIX NPeanpus-
TNSX.

OT npaBubHOro BbIbOpa METOAA MOArOTOBKM
npob 3a4acTyl 3aBMCUT pe3ynbTaT aHanusa Ko-
NM4ECTBEHHOTO U Ka4eCTBEHHOrO CocTaBa MaTe-
prianos. FOMOreHHOCTb NPOGbI, ee (PPaKLMOHHbIN
COCTaB, KA4YeCTBO MOBEPXHOCTW UCCNEAYEMbIX
06pasuoB onpeaengowmm 06pasom BANGIOT
Ha AOCTOBEPHOCTb MONYYEHHbIX PE3YNbTATOB.
[ing noaroToBku chinyynx martepunanos K PPA
TPAAMLMOHHO NPUMEHSITCS MeTOoAbl Apobne-

HUS — U3MENBbYEHNS, pasaeneHns, NCTpaHmus
11 NOCNeaytLLEro NPeccoBaHns UK CrnaBneHns
nony4eHHoro nopoLuka. OCHOBHbIM TpeboBaHMEM
Ans 06ecneyeHs BbICOKO TOYHOCT 1 BOCTIPOU3-
BOAVMOCTY aHann3a 9BASeTCa N0CKas, 0fHOPOA-
Has Mo COCTaBYy 1 YMCTas MOBEPXHOCTb Mpadbl. Mpu
aHanm3e 04YeHb NErkux 3NEMEHTOB (A0 yrnepoaa)
LETEKTUPYETCS PNYOPECLEHTHOE M3NYYEHME,
VICMyCcKaemoe 13 oS, TONLLIMHA KOTOPOrO CUAbHO
3aBUCUT OT MaTeprana npobbl 1 MOXKET COCTaB-
N9Tb OT AECSTbIX 10NN HAHOMETPA A0 HECKONBKMX
AECATKOB MUKPOMETPOB, NO3TOMY MpUW aHann3e
NEerkunx 3NeMeHToB NpobonoAroTOBKY cneayet
BbINOMHATL C 0COOO TLIATENBHOCTHIO.

Merogsi nogrotoeku npo6 pns POA
CyluecTByeT Ba OCHOBHbIX Cnocoba Moaro-

TOBKM Npob k PPA: 1) n3menbyeHmne ¢ nocneayto-

LM nNpeccoBaHnem B TabneTkn n 2) cnnasnexHne

c 6opaTHbIM (DOCOM, MO3BONSIOLLIEE MONYYUTH
00pasLbl B BUAE B CTEK/SAHHbIX AMCKOB.

13menbyeHne —npeccoBanne — ObICTPbIN
11 OTHOCUTENbHO NPOCTON, 1 NOTOMY Hanbonee
pacnpocTpaHeHHbIn cnocod noaroToBKM Npob Ha
LeMEHTHbIX MPeanpusTUsaX, 0AHAKO Y HEro ecTb
PSL HEAOCTATKOB, TaKVX Kak BMSHIE MATPUYHbBIX
3 PEKTOB, & TaKHKe BO3MOMKHOE NPUCYTCTBIE
TpyAHOpa3ManbiBaeMbIX KOMIOHEHTOB B Npobe.
OTU (PAKTOPbI NPUBOAAT K CUCTEMATUYECKIM
owmbkam npu aHannae OTAENbHbIX BAOB MaTe-
prianos, HanpyMep, COEANHEHNIN KPEMHIS 1 He-
KOTOPbIX MUHEPANOB.

Haunnyuwun cnocob noAHOCTbI0 YyCTPaHNTb
OMMCaHHbIe BbILLE SPPEKTbI — UCMONb30BAHUE
meTona cnnasnenus. Mepesoa npobbl B pac-
NNaBneHHoe COCTOSHIME C MOMOLLBIO (prroca ¢ no-
CNeaytLwmMM NonyYeHMeM roMOreHHoro cTekna
MONHOCTbI0 HMBEAMPYET 3(EKTI, CBA3AHHbIE
C pa3MepoM YacTwL, 1 HEOAHOPOAHOCTbIO MPODbI.
MpevMyLLecTBa METOAA CNNABNEHNS B TOM, 4TO
OH NPEeLOCTaBNSET CAEAYILLINE BOSMOMKHOCTH:
* MOMYYeHUs NOMHOCTbI0 FOMOreHHoro 0bpasLia;
+cunbHoro wmnn cnaboro pazbasneHns npobbl

AN YMEHbLUEHNS MATPUYHBIX 3((EKTOB;

* MOArOTOBKM CTAHAAPTHbIX 00pasLoB Tpebye-

MOr0 COCTaBa.

Mexay maTtepuanamm qaoca v npobbl npu
CnAaBNeHun NpOTEKAKT BbICOKOTEMNEPATYPHblE
peakumm, MpuBOASLLME K 06pa30BaHMI0 FOMOreH-
HOro cTeknoobpasytoLLero pacnnaea. B pesynbTa-
Te OxnawaeHns pacnnasa 6e3 kpycTanamsaumm
nonyyatwT obpaseL, Ang aHanmsa B BAe OAHOPOA-
HOrO AMCKa CO CTPYKTYPOW CTeKna.
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MNOCKWI CTEKNSHHBIV AVCK, NONYYEHHbI NyTEM
cnnaeneHns NopowkoobpasHbix 06pa3Los, obec-
neuvBaeT 60nee TOYHble aHANUTUYECKIE Pesyrb-
TaTbl N0 CPABHEHWID C NPECCOBAHHON TAabNeTKO.

B HacTodLlee BpeMs CrinasneHune Bee valle
1Cronb3yeTcs B 1abopaTopysax LEMEHTHbIX Npes-
NPUSTUI KaK 3TanoHHbI cnocob, YTo no3eonseT
PEHTrEeHO(YOPECLIEHTHOMY METO/Y BbITECHATD
TPAAUUVOHHbBIE METO/bl MOKDPOV XUMIW, MPUMEHS-
eMble /119 aHann3a OCHOBHbIX 31EMEHTOB. Vcnonb-
3y 9TOT cnocob NoAroTOBKM 06Pa3LOB, MOXKHO
NOCTPOWTb HAAEKHbIE KanBpPOBOYHbIE KpUBbIE,
KOTOpble OXBATbIBAKT BECh AMANA30H KOHLEH-
TpauW NpeacTaBNALLMX UHTEPEC 3NEeMEHTOB.

CyLIecTBYeT TpW OCHOBHbIX MCTOYHMKA aHa-
NTUYECKO OLLIMOKK NpU NOAroToBKe 06pa3LoB
MEeTO0M CMnaBneHmns: 1) HenpasuibHO NoaobpaH-
Hag TemnepaTypa nnaeneHns, 2) HefocTaTou-
Hag roMoreHn3aumns, 3) HepoBHast MOBEPXHOCTb
obpasuia. PaccmMoTpum 3Tv MCTOYHMKI NoapobHee:

1) pesynbTaThl onpeaeneHrs AMOKCUaa Kpem-
HIS, OKCW/IOB KanbLWa W HATPUS 1 TPUOKCKAA
CEepbl 3aBVCAT OT TEeMNepaTypbl CNAaBNEHS B Han-
GonbLuei cteneH. Mo 3kcnepumMeHTanbHbIM AaH-
HbIM, C ee n3meHeHviem Ha 50 °C nonyyeHHble npy
aHanuse aaHHble o coaepxari CaO B LueMeHTe
MOTYT 13MeHnTbCA Ha 0,5 %;

2) HeoCTaTOYHAs rOMOreHM3aUmMs NPUBOAUT
K U3MEHEeHM0 pe3ynbTaToB onpesenequs Sio,
n Ca0;

3) ecnm aHanmanpyemas noBepxHOCTb CTEKNAH-
HOTO /IViCKa HEPOBHAA, 3TO TaKIKe MOXET NPUBECTH

K MCKaeHuo pesynbtatoB PPA: npu 0TKNOHEHUM
Ha 0,1 MM OT nnOCKo (hopMbl 06pasLa 1x OTHO-
cuTenbHag MorpeLLHoCTb MOXET BO3pacTh Ao 1%.

[ing nonyyeHus noBTopsiembix Npob 1 BOCnpo-
3BOAMMbIX PE3YNbTATOB aHANWN3A BAXHO YETKO
KOHTPONMPOBATH YCNOBUS CNiaseHns. B cospe-
MEHHbIX CCTEMAX CTEKNAHHbI AVCK NPUroTaB-
NBAIOT B MOMHOCTbI0 aBTOMATUYECKOM PEMMME,
C MOCTOSIHHbBIM KOHTPONEM YCNOBU npoLiecca
1 B BesonacHon cpefe.

CyLLeCTBYeT 1Ba OCHOBHbIX TUNA Neyen, pas-
NNYAIOLLYIXCH UCTOYHUKOM Tenna 1 cnocoboM Ha-
rpeBa — rasoBble 1 3nekTpuyeckue. Mpuvep —
ra3oBble CCTeMbI IMHENKKU Phoenix (CM. pucyHok)
11 ANEKTPUYECK e XrFuSe OT MexayHapoaHoN KoM-
naHum XRF Scientific. Mpy paboTe ¢ Moo 13 Hiix
OmepaTop 3arpyaeT TUrn, CoLepxalLle CMecb
npobbl € (PICOM, 3anyckaeT NporpaMmy 1 Yepes
12—15 MVH (B 3aBMCVMOCTU OT 3alaHHOW Npo-
rpammbl CNAaBAEHS) MONyYaeT rOTOBbIE OXaM-
AEeHHble 06pasLibl B BIAE CTEKNSHHbIX AUCKOB.

[a3oBbie W INEKTPHYECKHE CHCTEMbI
cnnasnenns XRF Scientific

HecMmoTpd Ha CyLLeCcTBEHHYI0 pasHuLy B
YCTPOWCTBE 11 paboTe ra3oBoi 1 3NEKTPUHECKON
cuctem cnnaenenrs XRF Scientific, oHW no3sonsoT
LOCTVYb OJJHOTO M TOrO e YPOBHS BOCTIPOV3BO-
AVMOCTV Pe3yNbTaTOB aHaAn3a v 0TBEYalT Tpe-
OOBaHNAM AEMCTBYIOLLIX HOPM. XOPOLLWIA Cnocod
OLEeHNTb 3T0 — Mcnonb3oBanue «MeToaa BbicTpo-
ro TecTMpoBaHusg» cornacHo ctaHaapty ASTM

Cuctema cnnasnenus Phoenix

C114—15 Standard Test Methods for Chemical
Analysis of Hydraulic Cement (cTaHaapTHble Me-
TOAb! XMMUYECKOTO aHanM3a ruapaBanyeckoro
LeMeHTa). JTOT CTaHAapT pernameHTvpyeT Kpu-
Tepun XMMUYECKOTO aHanu3a ruapaBnnyeckimnx
LeMEHTOB, BK/KOYas BCE METOAbI UCTbITAHUN, VC-
nonb3yeMble ANs aHann3a XMMYECKOro cocTaBa
MaTepnanos B LIEMEHTHOV NpoMbILLieHHoCTU. PPA
ynoMuHaeTCs B CTaHAAPTE B KAY€CTBE MprMepa
3Kcnpecc-MeToAa UCMbITaHWA.

TOYHOCTb 11 BOCMPOM3BOAVIMOCTb PE3yNbTaToB
aHanmaa 06pasLoB, NOAYYEHHbIX C MPUMEHE-
HWEM TOr0 UK MHOro cnocoba NPo6ONOArOTOBKMY,
CcneflyeT NOATBEpXAATb NyTEM aHann3a cepTu-
(PULMPOBAHHDBIX CTaHAAPTHbIX 06pasuos. [Ang
NpOBefeHNs Takoro Tecta ¢ NOArOTOBKOM Npod
Npu NOMOLLM CCTEM CMAABNEHUS NPOVN3BOACTBA
komnaHuu XRF Scientific nicnonb3osanncs ctaH-

MonHbIn KOMNNEKC ﬂﬁﬂp,ﬂﬂﬂﬂﬂ“ﬂ AnA NoaroToBKn

npoG MmaTepuanoB LEeMEeHTHON NPOMbILINIEHHOCTH
M nocnepylowero ananusa meronom POA
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CpasHeHvie pesynbtatos PPA cTaHaapTHbIx 06pas3os,
MOAYYEHHBIX C CMONb30BAHKEM CUCTeM NMPo6onoaroToBky xrFuse 2
1 Phoenix (XRF Scientific)

One- TpebosaHus ASTM

T C114—15 xrFuse 2 Pheonix
(oKcwna-

Had  Bocnpous- TOUHOCTE Bocnpon3-  Toy-  Bocnmpons-  Tou-
(Pop- gogumMocTb BOAMMOCTb  HOCTb  BOAMMOCTb  HOCTb
Myna

Na,0 0,03 0,05 0,01 0,03 0,00 0,03
MgO 0,16 0,20 0,01 0,17 0,01 0,15
Al,O4 0,20 0,20 0,13 0,12 0,13 0,12
SiO, 0,16 0,20 0,15 0,15 0,12 0,16
P,05 0,03 0,03 0,00 0,01 0,00 0,01
SO, 0,10 0,10 0,05 0,06 0,01 0,05
K,0 0,03 0,05 0,01 0,03 0,00 0,03
Ca0 0,20 0,30 0,18 0,24 0,12 0,19
TiO, 0,02 0,03 0,00 0,01 0,00 0,01
Cr,0, H. a. H. 0,00 0,01 0,00 0,01
Fe,0, 0,10 0,10 0,04 0,05 0,01 0,04
Zn0 0,03 0,03 0,00 0,01 0,00 0,01
SrO H. a. H. a. 0,00 0,00 0,00 0,00
Mn,04 0,03 0,043 0,00 0,01 0,00 0,01

Mpumevanve: «H. g». — HeT faHHbIX.

AapTHble 0bpasubl LemeHTa 601B 15 pasnnyHbix COCTABOB OT ANOHCKOM
LileMeHTHOM accoumaLmm.

O6pasubl npokanveany npr 950 °C 3a 2 4 4o nnasnexns. boin noaroTos-
NeHbl ABa KOMMAEKTA CTEKNSHHBIX AMCKOB (C MCMONb30BAHMEM CHICTEM CMNaB-
nenns Phoenix u xrFuse). [Ing U3roToBAeHUS CTEKNSHHBIX AUCKOB AAMETPOM
40 mm cvewwBany 1250 1 obpasua ¢ 10000 r gpnoca LT66:LM34+02LiBr
(66 % TeTpabopata nuTug 1 34 % metabopata nuTug, coaepxatlero 0,2%
OpomMuaa nUTUS B KQ4eCTBE HECMAYVBAIOLLIEr0 areHTa) 1 pacnnasnsaav B
TUrNSX U3 CNAasa 30/10Ta M NnaTtuHbl. [porpaMmma cniasnexus B ra3oBow
neyun Phoenix Bkntouana B cebs Harpes B TeyeHune 200 ¢ 1 nocneayto-
LLyt0 BbIgepKy pacnnasa npu Temnepatype 1100 °C B TeyeHune 250 c.
B anekTpunyeckon cucteme xrFuse obpaslibl Harpesanm B TeveHne 250 ¢
1 BblaepxmBany pacnnas npu temnepatype 1100 °C. B oboux cnyyasx
pacnnas nepemeLlnBancs (3a cyeT NOKAYMBAHWS UK BPALLEHNS TUMNen).

P®A npoBoaunv Ha BONHOAMCEPCUOHHOM cnekTpomeTpe Bruker S8
Tiger, ocHalleHHbIM TpybGkown 4,0 kBT, kpucTann-aHanmaaropamu, npo-
TOYHO-MPONOPLMOHANBHBIM CHETYMKOM (Ar / CH,4) U CUMHTUNNSLUOHHBIM
CYETYMKOM B Ka4eCTBE AETEKTOPOB. AHANMTUYECKIE YCNOBUS ANS N3MEPEHUI
Obinn paspaboTaHbl CneumanbHo Ang aHannuaa LeMEHTa, ChipbeBO CMeCH
1 KAVMHKEpa. 3TV yCnoBMg LOCTYMHbI B BUAe nonHoro naketa CEMENT
QUANT or Bruker.

[ins onpeneneHys BOCNPOM3BOAMMOCTY Pe3yNbTATOB aHanM3a Kamabin
CTaHAapTHbIN 0bpasew AennnM Ha 2 4acTu 1 U3roTaBnmBan 13 HuX 2 npobbl,
KOTOPbIEe aHaNM3MPOBaNM Mo OTAENLHOCTY.

B Tabnuue npuBeaeHbl pe3ynbTaTthl aHann3a 1 rpaHnyHbe 3Ha4eHns
BOCMPOV3BOAVMOCTY W TOYHOCTU NS BCEX 3N1EMEHTOB, aHaNN3NPYEMbIX
meToaom PPA.

lonyyeHHble pesynbTaTbl NOATBEPAUN, YTO 06 CUCTEMDI CrinaBne-
H1g — rasosaq Phoenix 2 v anektpuyeckas xrFuse 2 — COOTBETCTBYIOT
TpeboBaruam ASTM C-114.

Boizogbi

ToYHOCTb 1 NOBTOPAEMOCTb pesynbTatos PPA Hanpamyo 3aBucaT oT
npobonoaroToBky. MeToL CnnaBneHus CBOAWT K MUHMMYMY Takue npob-
NemMbl NOArOTOBKM NOPOLUKOBbIX NP0 kK PPA, Kak MaTpuyHble 3¢h(eKT
11 HEOAHOPOLHOCTb NPOGbI BCAEACTBME HANMYUS TPYAHOPA3ManbiBaembIx
KOMMOHEHTOB. CCTEMbI CNTABNEHNS HA OCHOBE 3NEKTPUYECKIIX 1 ra30BbIX
Harpesatener 0becneqvBatT NOArOTOBKY NPob C BbICOKMMM NOKa3aTeNsIMu
TOYHOCTY 11 BOCMPOM3BOAUMOCTY AaHHbIX, MOAYyYaeMblX npu npumeHeHun PPA.
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