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[lokaszano, ymo 6 cocmage cneKmpog GMoPUHHO20 PeHM2EHOBCK020 UBAYHeHUs, NOAYHACMbIX
6 PeHM2eHOPAYOPECUCHMHBIX CReKMPOMEMPAX ¢ KANUAAAPHOU ONMUKOLL, CO0epICAmcs NUKU,
o0ycaoenenHble Oupaxyueli HenpepvieHO20 NePEUYHO20 CNeKmpa Ha eeujecmee npodvl U
A6AA0WUECs UCMOYHUKOM CUCMEMAMUYECKUX NOPeWHOCmel U NPUYUHOU N0XHCHO2O0
onpedeneHuss 21eMeHmoe NpU KOAUYECMEEHHOM U Ka4ecmeeHHOM AHAAU3AX.

Karoueevie caosa: penmeenoayopecyeHmHbli aHAAU3, KARUAAAPHAS ONMUKA,
DHEPeoOUCHePCUOHHbIL demeKmop, OUGPaKyus NepeuyHoe0 U3AYHeHUs, cucmemamuyecKue
noepewHocmu.

It is shown that the composition of secondary X-ray radiation spectra received in X-ray
fluorescence capillary optics spectrometers contains the peaks caused by the diffraction of
continuous primary spectrum on the sample substance. These peaks can be a source of
systematic errors at quantitative analysis and a reason of false determination of elements at
qualitative analysis.

Key words: X-ray fluorescence analysis, capillary optics, energy dispersive detector, primary
radiation diffraction, systematic errors.
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Ipu ipoBeneHny peHTreHOMIIyopeciieHTHOro aHamm3a (PPA) mmpoko
pacrpocTpaHeHbI IPUOOPHI C KAIMMIISIPHON ONTHKOM W CITEKTPOMETPAMH C
aucriepcueii mo sHeprun (B C). Ux 0cOOEHHOCTBIO SIBISIETCS TpaHC-
opmanysg criekTpa NEepBUYHOrO U3IYYEHHUs MPU MPOXOXKIEHUN yepe3
Kanugap [1]. B pesyabTaTe Bo3pacTaeT MHTEHCUBHOCTb CIUIOIIHOTO
MEePBUYHOTO crekTpa B nuarnaszoHe 5 — 15 k3B. B BJIC ¢ kanwuisipHoit
ONTHKOM TeOMETPHST SKCIIEpMMEHTa TaKOBa, YTO TIPUOOP paccMaTprBaeTCs
OIHOBPEMEHHO KaK 3MMCCHUOHHBIN CIIEKTPOMETP M CTaTWUIECKUI mud-
paktometp (puc. 1) [2]. B aTom cityyae B Hab1r01a€MOM BTOPUYHOM CITEKTPE
BO3MOXKHO TTOSIBJICHHE TH(PAKIIMOHHBIX TTMKOB TOPMO3HOTO U3TYIEHUS C
JUTMTHOM BOJTHEI, YIOBJIETBOPSIONIEH YCIIOBASIM TP PaKIINKN B JAHHOM Te0-
METPUU. DTO OOCTOSITEILCTBO HE YUUTHIBAETCS IPU MHTEPIIPETALIMU CTIEKTPOB
B Ip1OOpax ¢ KaruuIIpHON ONTUKON M 4aCTO CYXKUT UICTOUHUKOM IPyObIX
MOrpelHocTeil (JloxkHoe OOHapykeHHe OTCYTCTBYIOIIETO 3JeMEHTa) U
TIPUYMHOM CUCTEMATIUYECKIX TTOTPEIITHOCTEH TIPY KOJTMUECTBEHHOM aHAIM3e.

Ha puc. 2 npuBeneHsI CIIEKTPHI, TTOJyYeHHBIC Ha TIPUOOPE ¢ MOHOKA-
mnsipoMm auamerpoM 100 MKM, mpocTpelibHO# TpyOKoii ¢ Rh-aHomom
npu 20 u 40 kB. Perucrpauuio peHTTeHOBCKUX CIIEKTPOB MPOBOIUIH C
TTOMOILLBIO 9HEPTOAUCTIEPCUOHHOTO JETEKTOPA C SHEPTETUYECKUM paspeliie-
HueM Ha guann MnKa 146 3B. B kauvecTBe oGpa3slia MCIOJB30BAIA
moHokpuctani LiF, He obGnanarolimii xapaKTepUCTUIECKMMU JIMHUSIMU B
IVATIa30He PEeTMCTPaIlii NCTTOJIE30BAHHOTO crieKTpoMeTpa. [1pu 6obireM
YCKOPSIOIIIEM HaTIPSDKEHNH BUIHBI TTMKU PACCEesTHUST XapaKTePHUCTUIIECKOTO
u3nyyeHust Rh-anona, npu 20 kB
Bce HabnomgaeMble MUKH
00ycJIoBNeHbI AUdpakyei ep-
BUYHOTO M3JTy4eHUST TPYOKH TTOC-
Jie BBIXO/IA M3 KaIlWIIsIpa B Be-
mecTBe oOpasia. B mokazaHHo
Ha puc. 1 reoMeTpuu 3KcIe-
PUMEHTA SHEPTETUYECKOE TT0JI0- T
>XeHue IUhpakIMOHHOIO MHKa 4
OIMMCHIBACTCS] COOTHOLLIEHVEM

Puc. 1. Cxema criekTpoMeTpa IUisl JIOKaIbHOTO
P®A ¢ xanuiasipHOi ONTHUKOM:

6,21n

5= Zoin Ho+w)/28

rae E — sHeprus mvka, KaB; n —
MopsiIoK mudpakimu, n=1, 2, ...;

10

1 — peHTreHoBcKas TPyOKa C KamWJUIIPHOU
OINTHUKOM; 2 — dHEProAuCIepPCUOHHBIN
CMEeKTPOMETp; 3 — CJie[l aTOMHOM TJIOCKOCTH;
4 — obpaszelt
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I, vmn./c
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Puc. 2. Cnextpsl MoHOKpucTaia LiF:

1 — RhL; 2 — HexkorepeHTHoe paccessHue; 3 — RhK

d — MEXIIIOCKOCTHOE paccTosiHue, A; ¢, ) — ymibl, U306pakeHHbIE HA
puc. 1.

B pesynmbrate 3TOTO, B IMania30He SHEPTUii KBAHTOB PEHTTEHOBCKOTO
W3TyIeHUS, TIpUMeHsIeMoM st POA, MOTYT TTOSIBIISITBCSI CEpUM TTHKOB,
TIOJIOXKEHME KOTOPBIX OIpeIeIsieTCsT TPUBEAeHHBIM COoTHOIIeHneM. OHI
TaKKe SBISIIOTCS TMOTCHIMATBHBIMUA MCTOYHMKAMM CHCTEMAaTHIECKUX
TOTPEITHOCTE M JOJIKHBI YUMTBIBATBCS TIPU MHTEPIIPETAIINH CIIEKTPOB
IS LieJieid BJieMEeHTHOro aHaiv3a. B Tabi. 1 mpuBeneHbl 3HEPreTUIecKre
MOJIOXKEeHNST TU(PPAKIIMOHHBIX ITMKOB, MHTEHCUBHOCTH (poHA M mud-
PaKIIMOHHOTO MKKa IS CIIEKTpa, MoKa3aHHOro Ha puc. 2. Taxcke u3 Taoir. 1
CITENTyeT, YTO TTOJIOXKEHME TP PAKITMOHHBIX ITMKOB HE 3aBUCUT OT MOIITHOCTH
Tpyoku (rpu 20 140 kB MoiiHocTh coctaBwiia 28 u 20 BT, COOTBETCTBEHHO).
CooTHOIIIEHNS MHTeHCUBHOCTEH ITUQPPaKIIMOHHBIX ITMKOB TIPU Pa3HBIX
HanpsDKeHUSX Ha TPYOKe pas3ndaroTcs B OOJBIIEH CTEIIEHM.

11 OLIeHKY BO3MOXKHBIX TTOTPEIITHOCTE! KOMMIECTBEHHOTO 3JIEMEHTHOTO
aHamM3a, O0YCIOBICHHBIX UM paKIIMei IePBUIHOTO N3TYIeHUS, ObLIN
TOJTy9eHBI PEHTTEHOBCKHE CTIEKTPBI OT OOJIBIIIMHCTBA YUCTHIX 3JIEMEHTOB,
OKCHIIOB, CYJIB(PHUIOB, MOTYIIPOBOTHUKOBBIX MOHOKPHCTAJUIOB, MITHEPAJIOB
W3BECTHOTO COCTaBa M TIp. BEUMCISINCH OTHOIIEHWST MHTEHCUBHOCTEH
IU(PPAKIIMOHHBIX MUKOB W AHAJUTHYECKUX JTUHUM W OIPEedesIsInNCh
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Taoauwma 1

HurencuBHoctd qudpakumonHbix mukoB LiF mpu pasHbIX ycioBHSIX BO30YXKIEHHS

MHTEeHCMBHOCTD
Hanpscxenue OHeprust 1UQpakLMOHHOTO M1Ka, K3B
Ha TpyOKe, KB don, umm/c IbPaKIMOHHBIIA
MUK, UMI1/C
5,40 34,5 1029,5
20 8,39 81,5 321,5
10,77 99,5 318,5
13,68 87,0 96,0
5,39 34,0 853,0
40 8,36 111,0 436,0
10,79 180,5 483,5
13,65 218,5 203,5

VHTEPBAJIbl SHEPTUI, B KOTOPBIX MTOSBIISIOTCS TU(MPAKIIMOHHBIE TTUKU, UX
3HAYMMOCTb OLICHUBAJIN 0 30 KPUTEPHIO.

OTMmeueHHOe SIBJIEeHNE HAOIOAAeTCs IMTPaKTUYECKH JIJIsI BCEX TBEPIBIX
1po0. CyliecTBYIOLINE TTPUEMBI NCKITIOUeHNST AU(PAKIIMOHHBIX ITUKOB HE
00eCcreYnBalOT NX ITIOJTHOTO TIOJABICHMSI, ITO3TOMY JOJDKHBI MHTEPIIPETH -
pOBaThCS Ha 3Talle KAUYSCTBEHHOTO aHa/IM3a CIIEKTpa HapaBHE ¢ MUKaMU1
JIMHUM XapaKTepPUCTUIECKOTO PEHTTEHOBCKOI'O M3Ty4eHUs. ABTOpaMu OBLIO
MPOBEACHO HCCIIeIOBaHUE MTMKOB, 00YCIOBIEHHbIX AU paKIMeit Ha IIUpPo-
KOM Habope YHCTHIX 2JIEMEHTOB. Pe3ynbTaThl MCCIIETOBAHMS UYMCTBIX
BJIEMEHTOB MPEICTABICHBI B Ta0/1. 2, TIe IPUBEICHBI 3HAYECHMS aTOMHOTO
HOMepa ITpOObI, YMCJI0 HAOIIONAeMBbIX TU(MPPAKIIMOHHBIX ITMKOB, ITOJIOXKEHIE
JU(PPAKILIMOHHOTO MTNKA ¢ MAKCMMAJIbBHOI MHTEHCUBHOCTBIO, OTHOILIEHIE
MHTEHCUBHOCTEM T(PaKIIMOHHOIO IMMKA U HanbosIee SIPKOI XapaKTeprC-
TUYECKOM JIMHUM COOTBETCTBYIOILIEH CIIEKTPAIBHOMN CEPUH, A TAKKE YKA3aHbI
JAana30Hbl U3MEHEHUS TTOJIOXKEHUS TU(PPAKLIMOHHBIX ITUKOB IT0 SHEPTUN
B 3aBMCUMOCTH OT IIPOCTPAHCTBEHHOIO PACTIONIOXEHUS KPUCTALINTOB AE
(Hammpumep, oTpe3ok Ab Ha puc. 3). /1T HECKOIBKMX METAJIOB OBLINA
MOJIYYEHBI CIIEKTPhI KaK OT IIPOOBI B ITOJIUKPUCTALIMIECKOM COCTOSTHIH,
TaK ¥ OT MOHOKpucTay1a. Kak mpaBuiio, B OJMKpUCTALIaX JMPpaKIIMOHHbIE
MUKW ILIUPE XapaKTepPUCTUUECKUX JUHWM, maxe s L-cepuu. s
MOHOKPHUCTAJIJIA VI OOJIBIINX KPUCTAJUIMTOB OHM COM3MEPHMBI TT0 IIINPUHE
C XapaKTepUCTUYECKUMHU JTMHUSAMU. CHEKTPhI, MOJTYYeHHBIE OT MOHO-
KpUCTaJljIa U TTOJUKPUCTAJIIa CBUHIIA, IPUBEACHBI Ha puc. 3. M3 Tabm. 2
BUIHO, YTO B CHEKTPAX MPAKTUIECKH JIJISI BCEX MCCIIEAOBAHHBIX 3JIEMEHTOB
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Tao6bnuma 2
JndpakunoHHble MUKH B YHUCTHIX JE€MEHTAX

1 2 3 4 5 6 7

Be 3 4,50 - - - 0,40
Mg 6 6,60 11,3 - - 0,80
Mg - 8,60 0,70 - - 0,80
Al 3 7,32 5,50 - - 1,00
Si* 12 6,40 2,00 - - 0,50
Ti 7 7,40 0,20 - - 0,60
\'% IMuku He 3adUKCUPOBAHBI - - -

Cr 3 7,20 0,10 - - 2,40
Mn 3 4,50 3,20 - - 0,30
Fe 8 5,90 0,30 - - 0,80
Co 4 5,90 0,30 - - 0,40
Ni 5 6,40 1,30 1906 - 0,80
Cu - 5,10 0,70 282 - 0,80
Cu 4 3,10 0,60 236 - 0,40
Zn 6 5,70 2,00 286 - 0,80
Zn* 5 6,40 4,10 598 - 0,40
Ga 4 6,40 1,10 87,4 - 0,50
Ge* 2 5,50 1,50 61,8 - 0,40
Se 4 10,5 0,20 3,10 - 0,20
Y 7 6,30 1,40 8,30 - 0,50
Zr 15 7,50 1,60 5,60 - 0,80
Zr - 5,00 1,50 5,20 - 1,30
Nb 9 8,80 1,10 3,20 - 1,00
Mo 12 8,90 1,60 4,10 - 1,00
Ru 15 5,40 1,20 3,60 - 1,00
Rh 8 7,60 2,50 3,40 - 1,00
Pd 10 20,1 4,90 4,60 - 0,80
Ag 9 7,30 9,80 6,70 - 1,70
Cd 10 8,60 3,30 1,50 - 0,52
In 4 8,00 3,70 1,10 - 0,60
Sn 8 7,40 14,8 3,00 - 0,80
Sb 8 9,10 35,5 4,40 - 0,60
Te 5 6,20 67,6 5,50 - 1,00
Hf 7 4,60 — 2,30 7,40 0,60
Ta 7 7,20 - 4,10 10,9 1,00
W 6 5,70 — 0,40 1,40 0,70
Re 7 5,60 — 1,00 5,30 1,10
Os 7 5,70 - 1,20 5,30 1,10
Ir 7 6,40 — 1,30 10,3 0,50
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OkoHuanue maba. 2

1 2 3 5 6 7
Pt 6 5,70 3,10 5,80 0,80
Au 3 7,00 0,80 1,40 0,90
Pb 8 4,40 5,30 7,60 0,40
Pb* 6 7,00 1,60 2,20 0,60
Bi 10 7,40 2,60 3,50 0,70
U 6 4,20 1,10 - 0,80

IIpumevanue. OO03HAUEHUST CTOJOLIOB TAaOJMIIBI: | — MccaenoBaHHasI Mpooda,
YHUCTHIE 2JIEMEHTHI, MaccoBas moyisi He MeHee 99,9 %; 2 — umcio HaOJIOmZaEeMBbIX
IUGPAKIMOHHBIX TTUKOB; 3 —3HEPreTUYeCKOe MOJIOXKEeHUE MAaKCMMyMa AU(MPaKIMOHHOIO
nuka, K3B; 4, 5, 6 — OTHOLIEHUSI MAKCUMaJIbHOW MHTEHCUBHOCTH AU(PPAKLIMOHHOTO MMHUKa
K HamboJjiee sIpKkuM JuHUsIM K-, L- u M-cepuii maHHOTO 2jeMeHTa, %; 7 — U3MEHEHUE
MOJIOXEHUS AUGPAKIUOHHBIX MMKOB MPY M3MEHEHUSIX OpMEHTAlMU MpoObI, K3B.

* — MOHOKPHUCTAZINYECKUE IPOOHI.

i, vmn.lc

400 = i

200 b

Puc. 3. IudpakuroHHble MUKU B CIIEKTpax MOHO- (KpuBasi /)
U TOJUKPUCTALINYECKOro (KpuBasi 2) CBUHLA

14 Memponozusi Ne 4, 2013



HabmonaTcd JUMPaKIMOHHbIE UKW, U NX BEJIMYMHA MEHSIETCS I COCTaB-
JIIET OT ACCATHIX J0j1eii 10 10 % OT MHTEHCMBHOCTH aHAJIMTUYECKOM JINHUU.

AHaJIOTUYHO MOTYT OBbITh MCCJIeIOBaHbI 00JIee CIOXKHBIE OOBEKThI, YTO
CITOCOOCTBYET BBIPAOOTKE PEKOMEHIALIMU TT0 MHTEPITPETALIMNA BO3MOXKHBIX
IN(PaKIMOHHBIX MUKOB IS TTPOU3BOJIBHBIX TTOJIM- M MOHOKPUCTAJI-
JIMYECKUX MPO0.

PabGora BBIITONIHEHA C MCHOJbL30BaHMEM OOOPYIAOBAaHUS LIEHTPOB
KoJutekTuBHOro mnoJib3oBanuss MOTU, HUILITIB u OO0 «Cucremsl mist
MUKPOCKOITAM 1 aHAJIN3a» TP TToAiepkke MuHMCTEpCTBa 00Opa30BaHUS 1
Haykn Poccuiickoit Pegepaunm (rocygapCTBEHHBIM KOHTPAaKT
Ne 16.552.11.7022).
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