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Paspaborana meronuka peurrenoduryopeciieHTHOro anaimsa (POA) muHK-arfoMuHIA-Marame-
BBIX CILIABOB, Mo3Boisoasn onpenendaTs Mg, Al, Pb, Si, Cu, Mn, Fe u Ni. Ycranosneno siaus-
HEe crocoba IIPOOOIIOATOTOBKH HA JIMHEHHOCTh IPaLyHPOBOYHBIX IPAUKOB I OLIPENeIeHNT
aneMenToB. VcenenoBanbl yCIOBHS OIpee/ieHrs OCHOBHBIX Jerupyomux (Al, Mg) u npumec-
wbix (Pb, Fe, Cu, Si, Mn, Ni) snemenToB merogom PPA. IIpenoxeHo UCIIonb30BaHUE KOPPEK-
M¥ MATPUYHOTO BIUAHUA BHIOOPOM anbha-Ko3d(PHUIMEHTOB 110 HHTEHCHBHOCTH PEHTTEHOBCKO-
T'0 M3JIyYEHUs C IOCIEAYIOIINM aBTOMATHIECKUM IIpeodpasoBanueM (DyHKIVY B JTUHEHHBIA BU.
I'pagyupoBounbie rpadurn mis omnpenenenus Mg B mumamasome 0,00019-5,04 %, Al —
0,0002 - 12,4 %, Pb — 0,0012 - 2,07 %, Si — 0,0005 - 0,12 %, Cu — 0,0006 — 5,95 %, Mn —
0,0004 - 0,00524 %, Fe — 0,0009 — 0,41 %, Ni — 0,0009 — 0,27 % mosy4eHbI ¢ TpUMEHEHHEM
CTaHIAPTHBIX 00pPA3I0B M IIPOM3BOJCTBEHHBIX IIPO0 CILIABOB, XMMHUYECKHUU COCTAB KOTOPBIX
IPEBapPUTENIHHO YCTAHOBIEH METOIOM ATOMHO-SMHCCHOHHOH CIEKTPOMETPHH C HHAYKTUB-
HO-CBSI3aHHOM IIIa3Moi. [IpaBuibHOCTS paspabOTAHHON METOAMKHN ITOITBEpIKIeHA I[yTeM aHa-
JIM3a CTAHAAPTHBIX 00PA3II0B M COIOCTABIEHHEM Pe3y/IbTATOB AHAIN3A C IIPHMEHEHUEM TecTa
CropromenTa.

KaioueBble cJIoBa: IMHK-IIOMUHUNA-MArHUEBbIE CIUIABBI, PEHTIeHO(IyOPECIeHTHBIN aHa-
JIU3; TPASyUPOBOYHBINA IpaduK.
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A technique for X-ray fluorescence spectral analysis of zinc-aluminum-magnesium alloys has been devel-
oped, which allows the determination of Mg, Al, Pb, Si, Cu, Mn, Fe, Ni content in the alloy. The effect of
the sample preparation method on the linearity of calibration graphs is revealed. The conditions for deter-
mining the main alloying (Al, Mg) and impurity (Pb, Fe, Cu, Si, Mn, Ni) elements by X-ray fluorescence
spectrometry were studied. It is proposed to use the correction of the matrix effect by selecting alpha coef-
ficients for the intensity of X-ray radiation with subsequent automatic conversion of the function into a
linear form. Calibration graphs for determination of the elements in the corresponding ranges, i.e., Mg
(0.00019 - 5.04%), Al (0.0002 — 12.4%), Pb (0.0012 — 2.07%), Si (0.0005 - 0.12%), Cu (0.0006 — 5.95%), Mn
(0.0004 — 0.00524%), Fe (0.0009 - 0.41%), Ni (0.0009 — 0.27%), were obtained using standard reference
samples and production samples of the alloys, the chemical composition of which was previously deter-
mined by inductively coupled plasma atomic emission spectrometry (ICP-AES). The correctness of the
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developed methodology was confirmed by analysis of standard samples and comparative analysis of the
obtained results using the Student’s ¢-test.

Keywords: zinc-aluminum-magnesium alloys; X-ray fluorescence analysis; calibration curve.

BBenenune

B macrosmiee BpeMms MepCreKTHBHBIM HAIPaB-
JIEHWEeM Pa3BUTHSI METAJLyPTUIeCKOH MPOMBIIIIEH-
HOCTH SIBJISETCS IMPOM3BOJICTBO ITUHKOBBIX CILIABOB,
HaHeCeHHe KOTOPBIX HA IMMOBEPXHOCTb TOTOBOM IIPO-
OYKIIMU TIOMOTAeT PEUINTb BAKHEHIIYIO 3a7ady 3a-
I[UATHI CTATHHOTO IIPOKaTa OoT Kopposuu. aa Hame-
CeHUs NUHKOBBIX MOKPBITUH OOBIMHO HCIIOIB3YIOT
METOJ TOPAYEro MOTPYKEHHUsA CTAIbHOTO MPOKaTa B
pacriaB. YIydiieHuo aHTHKOPPO3UOHHBIX CBOMCTB
MOKPBITHH CIOCOOCTBYET JIETHPOBAHWE ITMHKOBBIX
crmasoB Mg, Al wiu Cu. Ilpu sToM nMHKOBBIH pac-
iaB, gerupoBanubii Mg u Al (ITAM), B mpoiiecce
KPUCTALTU3AINN HA TIOBEPXHOCTH CTAIBHOTO JIUCTA
00pasyeT pasBeTBIEHHYI0 SBTEKTHUECKYIO CTPYKTY-
Py, 9TO [OIIOJHHUTEIHHO ITOBHINIAET KOPPO3HOHHYIO
CTOMKOCTh MEeTaJLIIypruuecKOd IIPOLYKINU 3a CcUeT
VAJWHEHUA IIyTH TPOHUKHOBEHUS KUCIOPO/IA U Biia-
ra K noepxHoctu mpokara [1]. Tpebopanus K xu-
mudeckomy coctaBy I[AM cmiaBoB OTpaskeHBI B
HOpPMAaTHUBHO-TeXHHYecKor moxymenrtaruu [2]. Ilo-
9TOMY OIIpeJieIeHHe JIETUPYIONUX SJIEMEHTOB B ITHH-
KOBOM CILJIABE SIBJISETCS aKTyaTbHOM 3a7avet.

CoBpemeHHass MeTomuyecKas Oasa Kojaude-
CTBEHHOTO aHaj u3a ITUHKOBBIX CILUIABOB BKJIIOYA-
er TIeNbli pAL METOAHMK: (DOTOMETPHUYECKUX
(®P.1.31.2006.02890), aromuo-abcopbitaonnbx (I'OCT
25284.1-8), uckpoBbix aromHo-amuccuoHubIX (I'OCT
23328) [3] u aTOMHO-3MHCCHOHHBIX C WHAYKTHB-
HO-cBsaA3aHHOU muasMmou (PP.1.31.2007.04186) unu
TIIEIONAM PaspsnoM [4], Macc-CIIeKTPOMEeTPHIECKUX
C WHIYKTHUBHO-CBsI3aHHOM Iwrasmoi [5]. Ilepeuwnc-
JICHHbIE METOIbI 00JaJaf0T PAJOM IIPEUMYIIECTB
(BBICOKOM YYBCTBUTEIBHOCTHIO U CEIEKTUBHOCTHIO,
[MIAPOKUMH THATA30HAMHU OIpeaeIseMbIX Coaep:Ka-
HUH, HUBKUMH IpeaeaaMu O0HApPY:KEHWd, OTHAKO
OOJIBIITMHCTBO M3 HUX TpeOyeT mepeBeeHus mMpPoObl
B pPacTBOp, UTO YBEIUYHUBAET IPOIOJLKUTEIBHOCTD
aHaIu3a.

B macrosiee Bpemst Hauboiee IepCIeKTHBHBIM
IUIS OIIPEJIeJIEHN 3JIEMEHTOB B IIMHKOBBIX CILTIABaX
SABJIETCH METO][ PEHTTeHO(IIYOPECIIEHTHOTO aHAIU-
3a (P®A). Hocromncrea PDPA — skcmpeccHOCTD
(Bpemsa ananmmsza — 1 -5 MuH), TOYHOCTH (OTHOCH-
TelbHAsA IMOTPEIIHOCTh pesynabraToB — 2 — 10 %),
MIPOCTOTA PEATU3AINH 34 CIET AaBTOMATHU3AIINH IIPO-
1ecca M OTCYTCTBHA HEOOXOAMMOCTH TIepeBOfa IIPO-
ObI B pACTBOp, YTO IIO3BOJISET YJIYUIIUTH 3KOJIO-
TUYHOCTh IIPOBEIEHUS W3MEPEeHHH 10 CPaBHEHHUIO
¢ gpyrumu wMertomamu. CoBpeMeHHBIE METOIUKU
P®A xapakTepusyOTCa OTHOCUTENHHBIM CTaHIAPT-
HbIM OTKJIOHeHuUeM 0,1 — 0,5 % u HWKHUMH TPaHU-

mamu ompezpenseMbix comep:xanui or 0,00001 mo
0,05 % B 3aBUCHMOCTH OT XHUMHUYECKOTO COCTaBa aHa-
nusupyemoro marepuana [6, 7]. Kpome Toro, mpeme-
JIBI OIpeesieHus dJeMeHTOB MeromgoM PPA moryr
OBITH CYIIIECTBEHHO CHUIKEHBI IIPH KCIIOJIb30BAHUU
MIPeBApUTENHHOTO KOHIEHTPUPOBAHUA, B YACTHO-
CTH, COpPOIMOHHOTO HA TBEpPAbIX IoamMmepax [8].
YIIydIlleHuI0 METPOJOTHYECKUX XapPAKTEPUCTHEK Me-
TOAUK aHAIW3a MOHOJHMTHBIX MPO0 cTrajei M cria-
BOB TaKKe CIOCOOCTBYeT KOPPEKIHA MaTPUIHBIX
3(pPeKTOB M HANIOKEHUH CIEeKTPAIBbHBIX TUHUH [9].
IloBbICHTE TOYHOCTH OIIPENEIEHUS KOMIIOHEHTOB,
HaIpuMep, IPHU aHA/IN3e MUHEPAIbHOTO ChIPhS TaK-
3K€ BO3MOKHO IIPH MCIIOJb30BAHUM PACCETHHOTO U3-
JIydeHUA B KaueCTBe BHYTPEHHETo cTanaapTa (Moau-
urupoBanubIii criocob crarmapra-gona) [10 — 13].

Eme ogaum npenmyiiiecreom POA asisercs omn-
peneneHre KOMIIOHEHTOB B HpPo0ax HEM3BECTHOTO
cocraBa. [lma pereHus 3TON 3aa4Yé HCIIONB3YIOT
pacueTHbIN MeTox (PyHIAMEHTATBHBIX IAPAMETPOB,
KOTOPBIH IOJOKUTEIBHO 3aPEeKOMEHI0BAI cebsl IIpu
aHa/IM3e TBEPABIX HP00, COMep:KaIlUX pPeaKue Me-
tamrel [14]. Ogmako maa meroma pyHIAMEHTAID-
HBIX MapaMeTpoB HeoOxoauMma paspaboTKa CIieru-
aIBHOT0 MATEMATHYECKOr0 aJITOPHTMa MHOTOIapa-
METPHYECKOTO pacyera, 00ecrednBaroIIero mocTa-
TOYHBIA YPOBEHb TOYHOCTH pe3yabTaroB POA
[15, 16].

Hecmorpa Ha MHOTOYHCIEHHBIE JOCTOHMHCTBA
P®A, B Hacrosiiiee BpeMsa OTCYTCTBYIOT aTT€CTOBAH-
Hble METOAWKH KOJWYecTBeHHOro amammsa [[AM
CIIJIABOB C TIOJHBIM TIEPEYHEM HOPMHUPYEMBIX Biie-
MeHTOB. B CBfA3M ¢ 5TUM IIe/bI0 HACTOAIIETO HCCIIe-
IOBAHUA SBJISIETCS PaspabdoTKa METOAUKH OIpeese-
HHUSI KOMIIOHEHTOB ITMHK-QJIIOMHUHUH-MarHUEBBIX
craBoB MeTonoMm POA,

JKCIIEPUMEHTAIBLHAA 9aCTh

B xauecTBe 00BEKTOB WCCIETOBAHUS OBLIA BBI-
o6pausr IIAM cmiaBel, cocTaB KOTOPBIX IPUBENEH B
Tabum. 1.

Jlna aHanusa MCIOIb30BAIN PEHTTEHODIyopec-
[IEHTHBIN CIEKTPOMETP C BOJIHOBOH aucHepcuei S8
TIGER (Bruker AXS, I'epmanwms). i ompemerne-
HUS HOPMHUPYEMbBIX 3JIEMEHTOB B IITUPOKOM [HAAIIA30-
He KOHIIEHTPAIWH CTPOWIH TPagyHpPOBOYHBIE Tpa-
(uKM c mpuMeHeHneM CTaHIAPTHBIX 00PA3IOB IIHH-
koBoro tumna: I1TAM9-1,5, IIAM10-5, ITAM9-1,5J1,
ITAM10-5JI, ITAM9-1,54, ITAM10-54 (KOoMILIEKT
M28), I1®4, I[TA4o (kommmerr M92), ITAM9-1,5
(kommurexkr M160); 41X Z3: IMPURITIES IN ZINC
(CAST); wommurexr VSZ2 (tabm. 2) u mpoU3BOI-
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CTBEHHBIX IIPO0, COCTAB KOTOPBIX OBLI IIpeaBapH-
TEJIFHO YCTAHOBJIEH METOIOM aTOMHO-3MHCCHOHHOM
CHEKTPOMETPHUH C MHAYKTUBHO-CBA3aHHOU NJIa3MOU
(A9C-UCID) (ZAM-MA-2, ZAM-O).

IlogroroBKy mpo6 A IOCTEIYIOIIEro CIeK-
TPaJTbHOTO aHaIu3a IPOBOIWIHN C IIPHMEHEHWEeM
[M0JIyaBTOMATHYECKOr0 (hpesepHoro cranka Herzog
HPF (dpessr CoroMill) nau pyunoro mrncoBaib-
noro cranka Herzog HT350 (samerkTporopyHmoBas
HIKypKa).

O6cy:xneHue pesyabrTaToB

IIperusuonnocTs pesyabratroB POA 3aBucur ot
COBOKYITHOCTH (PAaKTOpPOB: BBIOOpa CIrocoba IMOIro-
TOBKHU HOBEPXHOCTH, 000CHOBAHUS yCIOBUH U3Mepe-
HUSA aHAIUTHIECKOTO CUTHAIa (BbIOOpA aHATIUTHIE-
CKOH JIMHUW, KpUCTAJIa-aHAIu3aTopa U KOJIIUMa-
TOpa; CHJIBI TOKA, HANPSKEHUS PEHTTeHOBCKOM
TpyOKH, BpEMEHU HAKOILICHUI aHATIUTHIECKOTO CHT-
Haja, IIUPUHBI OKHA MTUCKPUMHUHAIIWH), & TaKKe
croco6a MoCTPOeHUs IPALyHPOBOUYHBIX TPAUKOB.

IIpu mocTpoennu rpagyrpoOBOYHBIX TPad)UKOB
ma oupenenenus Mg, Al, Pb, Fe, Mn, Si, Cu B 1iuu-
KOBBIX CIIABAX MOTOTOBKY P00 OCYIIIECTBIIAIH IIy-
TeM 00pabOTKM JUTHIX 00pasIOB KAk HA ILIKEO-
BanbuoM (Herzog HT350), Tak 1 HA moryaBTOMAaTH-
geckoM (ppeseprom cranke (Herzog HPF). ®pese-
POBKa MO3BOJISET MHHUMH3UPOBATH PUCKHU 3arpss-
HEHHUs aHaJW3upyeMou moBepxHocTu [17], uTto
TIOITBEPIKIAETCI COIIOCTABIEHHUEM IPayHPOBOUYHBIX
3aBHCHUMOCTEH U UX XapaKTEPUCTHK HA IMPUMEpPE OIl-
penenenus Mg (tabi. 3).

OnrumanbHble TapaMeTphbl H3MEPEeHUsA CUTHAIA
(HampAKeHWe W TOK TPYOKH), KPHUCTAII-aHAIU3a-
TOpP, KOJIMMATOP ¥ (PUIBTP BBIOMPATH C yYETOM
MATPUYHOTO  COCTaBA  AHAIHBUPYEMBIX  IIPOo0
(Tabm. 4).

B saBucumocTu OoT sHepruu BO3OYKIEHUS DiTe-
MEHTOB OBLIH BBIOPAHBI CIEAyIOIINe 3HAYEHUS Ha-
MIPSIIKEeHUs PeHTreHOBCKou Tpyoku: mias Fe, Pb, Cu,
Mn — 60 &B; Zn — 50 B; Al, Mg, Si — 30 B. IIpu
onpenenenuu Zn, Al, Mg Heo6xonuMo BapbUpPOBATH
TOK TPYyOKH, YTOOBI PEryINpOBATH MHTEHCHBHOCTH
CIIEKTPANBHBIX JIMHUM BO M30eKaHWe HACBIIEHUT
curnasa. Pacuer 3HaueHUA TOKA BBIIOJIHEH aBTOMAa-

THYECKH IPOrPaMMHBIM 00eCIieueHHueM CIIeKTPOMET-
pa (mopor uuTencusHoctu 1500 xumrr/c). Uuarencus-
HOCTb JWHHUU CHH:KAIU HTPUMEHEHHWEM KOJIMMATO-
POB ¢  BBICOKMM  paspelieHreM  (CTeleHb
paspeliiesus ompeeieHa yriioM PaCKPbITH).

Hna perucrpanuyi PeHTTEHOBCKOTO U3IyYEeHUA
OIpe/ieNsieMbIX 3JIEMEHTOB M y4eTa HAaJIOMKEHUS CO-
CeMHUX JIVHUHA MPUMEHSIN KPUCTAJIbI-aHATH3aTO-
PBl C Pa3TUIHBIMUA 3HAYEHHUIMH MEKILIOCKOCTHBIX
paccToTHUN U OpHUeHTaIuel MJIOCKOCTU ITOBEPXHO-
CTH, KOTOPBIE OIPENEeIAI0T CTEleHb pPa3pelleHMUs.
IIpu BIGOpE KpHCTAIA-aHATH3ATOPA PYKOBOICTBO-
BaJNCh yCJIOBUEM, YTO YEM MEHbIIle MEKIIJIOCKOCT-
HOE PacCTOAHUE KPUCTAJIa, TEM BBIIIE €T0 CII0co6-
HOCTB K paspelleHuio MUKoB. B pabore ucmonb3oBa-
au kpucrasuiel XS-55, PET, LiF200. [lx1sa onpenemne-
uua Al, Zn, Cu ucosb308aIu KOJLIEMATOP C YIJIOM
mudpparmuu 0,23°, naa Mg, Pb, Fe, Si, Mn — komtu-
MarTop ¢ yriaom packpbrtua 0,46°.

Ocoboe BHUMAHME YIEIAIH BHIOOPY YCIOBHH OTI-
penenenus Pb, Fe, Cu, Si: uTo6b1 yBeTHUHUTE YyBCT-
BUTEJBbHOCTh OIIPEIEIEHHUS STUX JJIEMEHTOB H3-3a
WX HUBKOUM KOHIIEHTPAI[NH, BpeMs HAKOILJICHH aHa-
JIUTUIECKOTO CHUTHAA /IS MUHUMHU3AIMUN (PIyKTya-
uil oHA ¥ YBETUYEHUA COOTHOIIEHUS CUTHAI/TIIyM
IOJLKHO OBITh OINTHMANbHBIM (Tabi. 4). JKcmepu-
MEHTAJILHO YCTAHOBJIEHO BpeMs HAKOILJIEHHUS CHTHA-
na, pasuoe 100 ¢ ga Pb u 60 ¢ ga Fe, Cu u Si. Ber-
60p MIMPUHBI OKHA JUCKPUMUHAIIAN OCYIIIECTBIEH B
mporpaMMHOM obecriedeHur (Iocjae CKAaHMPOBAHUS
AHATUTHYIECKUX CHUTHAJIOB BJJIEMEHTOB HA BBHIOpAH-
HBIX JIUHUAX) 110 IPUHITAILY 00eCIIeYeHus PerucTpa-
MY MaKCUMAaJIbHOH WHTEHCUBHOCTY aHAIUTUIECKO-
ro cursajua (it HU3KUX KOHIIEHTPAIUH IIPeII0YTH-
TeJIbHBIM SBIISETCA Y3K0€ OKHO JUCKPHMUHAINHN).

Oco6ennocts P®PA — BbICOKOE MaTpHYHOE
BIIMSTHUE, BBULY 9TOT0 YPABHEHHUE I'PaLyUPOBOYHOIO
rpaduKa, KaK IPaBUIIO, IPEeAICTaBIeHO (POPMYIIO:

C,=ADP + BI? + DI + F, (1

rae C; — KOHIIEHTPALMS OIPEIeIsIeMOoro SJIeMeHTa,

I — HUHTEHCHUBHOCTbH peHTI‘eHOBCKOfI JIMHHUH.
IIporpammuoe obecrnieuenue “Spectra Plus” [18]

[I03BOJIAET AHAJIU3UPOBATDH IIPOOBI Pa3HOOOPA3HOIO

Tabauma 1. XuMudecknii cocTas IIUHK-AIIOMUHUIA-MAarHUeBhIX CIIIaBoB [2]

Table 1. Chemical composition of zinc-aluminum-magnesium alloys [2]

Maccosas mois, %

Mapxka cnmaBa OCHOBHBIX KOMIIOHEHTOB

IIpumeceit, He 60mee

7n Al Mg Pb Fe Cu Si
ZAM 1 OcuoBa 1,8-2,0 1,0-1,3 0,005 0,005 0,002 0,005
ZAM 2 OcnoBa 1,4-1,6 09-12 0,005 0,005 0,002 0,005
ZAM 3 OcHoBa 1,1-1,3 2,9-3,1 0,005 0,005 0,002 0,005
ZAM 4 OcHoBa 1,1-1,3 1,1-1,3 0,005 0,005 0,002 0,005
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Ta6auma 2. Cocras craHgapTHHIX 06PA3LI0B IUHKOBBIX CIUIABOB M IIPOU3BOJCTBEHHBIX P00, MCIOIB3YEMBbIX IS ITOCTPOEHUST
rPaJyHpPOBOYHBIX IPaUKOB

Table 2. Composition of standard reference materials and production samples of zinc alloys used for plotting calibration
curves

ArrecToBaHHOE 3HAYEHUE MACCOBOM A0JIH KOMIIOHEHTaA, %

CO
Al Cu Fe Si Mg Pb Mn Ni
Kommuiekr 41X Z3
41X ZMAO. 5 0,50 — — — 0,52 — — —
41X ZMA1.0 0,99* — — — 1,02% — — —
41X ZMA1.5 1,50 — — — 1,52 — — —
41X ZMA2.0 1,98 — — — 2,02 — — —
41X ZMA2.5 2,47 — — — 2,50% — — —
41X ZMAS3.0 2,98 — — — 3,00 — — —
41X ZMA4.0 4,02 — — — 4,04 — — —
41X ZMA5.0 5,13 — — — 5,04 — — —
Kommiexr M28
281 10,5 5,95 — 0,12 0,114 0,088 — —
282 12,4 4,12 — 0,27 0,057 0,029 — —
284 7,8 1,66 — — 0,031 0,056 — —
285 6,4 0,81 — 0,031 — 0,032 — —
Kommurexkr M92
921 3,92 0,069 0,012 — — 0,018 — —
922 2,72 0,011 0,0046 — 0,0081 0,014 — —
923 3,01% 0,025%* — — 0,024 0,012%* — —
924 4,7 0,106 0,043 — 0,084 0,014 — —
925 3,34 0,060 0,0040 — 0,067 0,028 — —
Kommrexr M160
1601 7,95 2,73 0,085 0,17 0,079 0,023 — —
1602 7,69 1,72 0,016 0,091 0,037 0,020 — —
1603 10,38 1,39 — 0,099 0,049 0,042 — —
1604 9,19 1,14 — 0,062 0,027 0,026 — —
1605 10,89 0,71 0,71 0,0081 — 0,076 — —
Komrutexr VSZ2
VSZ 2-1 0,0112 0,0028 — — 0,0071 — — 0,00528
VSZ 2-2 0,00016 0,0006 0,0019 — — 0,0012 — —
VSZ 2-3 0,00068 0,0459 — — 0,00019 0,213 — —
VSZ 2-4 — 0,00078 0,0053* — — 0,0105 — 0,018
VSZ 2-6 0,0297 0,0057 0,0116* — — 0,068 0,00069 0,0302*
VSZ 2-7 0,06 0,011 0,0094 0,0043* 0,002 — — 0,0109
VSZ 2-8 0,126 0,0318 0,0311 — 0,00065 0,281 0,0004 0,0086*
VSZ 2-9 0,414 0,00112 0,000087 0,037* 0,00039 0,0023 — 0,00096
VSZ 2-10 0,0035 — — 0,00051 — 1,06 — —
VSZ 2-11 — — — — — 2,07 — —
VSZ 2-12 0,772 0,00093 0,00097 0,073 — 0,0092 — —
VSZ 2-13 1,09 0,322 0,121 0,122 — 0,00039 0,0027* 0,273
41X 73 0,00158 0,00345* 0,00605 — 0,00034 0,00502* 0,00524 0,00209
ZAM-MA-2 1,12 < 0,0005 < 0,001 — 1,21 0,0025 <0,1 0,0003
ZAM-O 1,47 < 0,0005 0,0018 — 1,32 0,0027 <0,1 0,0001

* MaccoBblIe [I0JIM 9JIEMEHTOB, KOTOPhIE He YIAaCTBOBAJIN B IIOCTPOCHUH I'PaJLyHPOBOYHBIX IPAPUKOB.
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Ta6auna 3. XapakTepucTHKN TPaJyupPOBOYHBIX rpadukoB i onpenenenns Mg merogqom POA mpu pasandHbIx criocobax mpo-

0OIIOATOTOBKHA

Table 3. Characteristics of calibration curves for Mg determination by XRF using different methods of sample preparation

XapaKTepHCTUKY IPaynPOBOYHBIX IPAUKOB

dnemeHT Crroco6 mpo6onoaroToBKH
R2 Iluanason nmuHeHOCTH, % Macc.
Mg Illnucosanue 0,991 0,00039 - 5,04
®dpesepoBaHue 0,999
Ta6auia 4. Ycinosus u3MepeHus aHATUTHIECKOTO CUTHAIA
Table 4. Conditions for measuring the analytical signal
Ananm- ITono:xenne Touka Touka K Yron Bpewmsa
pucTasI- Hanpsxe- Cuna
DemMeHT THYecKas JIVHUH, ona 1, omna 2, nudpakum, usMepe-
aHaIN3aToOP uue, kB TOKa, MA
JIUHUSA rpa. rpa. rpa. 20, rpaz. HUS, C

Al Al Ko, 144,63 — — PET 0,23 30 135 60
Mg Mg Ka, 20,34 19,14 21,68 XS-55 0,46 30 135 60
Pb Pb LB, 28,27 — — LiF200 0,46 60 67 100
Fe Fe Ka, 57,55 — — LiF200 0,46 60 67 60
Cu Cu Kaq, 45,04 — — LiF200 0,23 60 63 60
Si Si Koy 109,06 — — PET 0,46 30 135 60
Mn Mn Ko, 63,01 61,88 63,96 LiF200 0,46 60 67 60
Ni Ni Ka, 48,70 49,82 — LiF200 0,46 60 67 60
Zn Zn Ko, 41,81 — — LiF200 0,23 50 5 30

XUMHYECKOTO COCTaBa 3a CUeT pPelleHus YpaBHEHUH
MHOKECTBEHHOU perpeccuu Buaa:

Ci=mI}|1+ Y a,l; |, (2)
Jj=1

Ij=1;+Y k], (3)
j=1

rae C;, I, I; — xoHIIeHTpanus, CKOPPEKTHPOBAHHAS
WHTEHCUBHOCTDH ¥ M3MEPEeHHAs WHTEHCHBHOCTD aHa-
JINTWYECKOHN JIMHWUM DJIEMEHTA 1; /; — TaHTeHC yria
HAKJIOHA TPAyUpPOBOYHOTO rpaduka; I; — nsmepen-
Hasd MHTEHCHBHOCTh HMHTepdepeHTa; a;, k; — Kop-
pexTupyioire Koo UuIHeHTsI, OnpeneaieMble Me-
TOZOM HAWMEHBIIHMX KBAIPaToOB C MOMOIIBIO CTaH-
IApPTHBIX 06PA3I[0B, UCIIOIb3yEMbIX JJIS TIOCTPOCHUS
IPaIyUPOBOYHBIX TPAQUKOB.

Takum o6pasom, Imocjie aHaIH3a CTAHIAPTHBIX
o6pasmoB (cM. Tabil. 2) TPOrpaMMHBIM OOecIeueHw-
€M CIeKTpPOMeTpa BBIMOJIHEHBI aBTOMATHYECKUH
pacder KOPPeKTUPYIIIuX Koo hHUIUeHTOB a;, k; 1
rmpeobpasoBaurie ypasHenuil (1) — (3) B IHHEHHYIO
perpeccuio Buia:

Ii = bCl + a. (4)

YcTaHOBIEHO W CKOPPEKTHPOBAHO MATPHUYHOE
piusaue Zn, Cu, Sb ua onpenenenne Al, Mg, Pb, Fe
(Tabm. 5).

Tab6auna 5. XapakrepucTuka KOPPEKIIUi IPagyHPOBOYHbIX
rpaduxos

Table 5. Characteristics of corrections to calibration
curves

. CMmelenne HHTEHCHBHOCTH,
OmnpepenseMbIit

HIIEMEHT TOIIyICHHOE METOZIOM Hanoxenus
perpeccuu, KumIi/c
Mg -3,72 Zn
Al +1,04 Cu
Pb -6,73 Sb
Fe ~14,88 Cu
Cu -21,51 _
Si -0,51 _
Mn -0,10 _
Ni -3,076 Cu

I'pagyupoBounbie rpadguiu i OIpeleIeHUsd
Mg B guanasone comep:xanuii 0,00019 — 5,04 %, Al
(0,0002 - 12,40 ), Pb (0,0012 - 2,07 %), Si (0,0005 —
0,12 %), Cu (0,0006 - 5,95 %), Mn (0,0004 -
0,00524 %) nonyueHsbI C UCIIOIb30BAHUEM CTAHIAPT-
HBIX 00pasnoB (KomruiekTbr VSZ2, M28, M92,
M160, 41XZMA) u pou3BOICTBEHHBIX IIPO0, XUMHU-
YEeCKUU COCTaB KOTOPBIX IIPEIBAPUTEIHLHO YCTAHOB-
ser merogom ADC HCII. XapakTepuCTHKHN Tpagyu-
POBOYHBIX rPad)UKOB IIPEICTABIEHBI B TA0II. 6.

[IpaBunbHOCTH pa3paboTAHHON METOAMKH IIOJ-
TBEPIKIEHA OIEHKOH pe3ybTaToB H3MEPeHHH II0
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Ta6auna 6. XapakTepucTUKN rPaayHPOBOYHBIX IPadUKOB
Table 6. Characteristics of calibration curves

AIIeMeHT Ypasuenue Clin, PPM C,, ppm iiid;ﬁ;::ﬁ;; HHHZe[IiI:II;;Ii ;[;H;:ng;zcxnﬁ
Mg y=15Tx-14 18,8 62,6 0,9999 0,00019 - 5,04
Al y=111x-12 11,2 37,3 0,9964 0,0002 - 124
Pb y=>59,1x + 7,1 4,0 13,3 0,9998 0,0012 - 2,07
Fe y =471,6x + 14,6 1,0 3,3 0,9988 0,0007 - 0,41
Cu y = 231,6x + 20,8 2,0 6,7 0,9981 0,0006 - 5,95
Si y=32,2x + 0,5 2,7 9,0 0,9999 0,0005 - 0,12
Mn y = 258,4x + 0,1 1,5 5,0 0,9999 0,0004 - 0,0052
Ni y =T728,6x + 2,9 0,7 2,3 0,9999 0,0009 - 0,27

Tab6auna 7. PesynpraTsl peHTreHO(IyOpECIIeHTHOTO aHAIN3a cTaHaapTHHIX 00pasnoB LIAM (n = 10; P = 0,95; ¢ .6, = 2,26)
Table 7. Results of XRF analysis of ZAM certified reference materials (n = 10; P = 0.95; t,;,. = 2.26)

dmenent I'co co,ue?;g:;;ﬁ ?(I,ﬂ‘{%?faacc. Haﬁl;(thHoA? ‘C%? il{eapc??.aﬁﬂe Sr Forcen
Mg 41X7ZMA1.0 1,02 1,06 + 0,08 0,08 1,37
41XZMA2.5 2,5 2,55 + 0,11 0,06 2,06
Al 41XZMA1.0 0,99 1,03 = 0,05 0,07 1,41
923 3,01 3,05 + 0,2 0,08 1,40
Pb 41X73 0,00502 0,0043 + 0,001 0,03 2,06
923 0,012 0,014 + 0,005 0,06 2,01
Fe VSZ2-4 0,0053 0,0049 = 0,0008 0,03 1,74
VSZ2-6 0,0116 0,014 = 0,006 0,05 1,80
Cu 41X73 0,00345 0,0030 = 0,0004 0,02 1,93
923 0,025 0,027 + 0,004 0,02 2,01
Si VSZ2-7 0,0043 0,0036 = 0,0008 0,03 2,10
VSZ2-9 0,037 0,039 = 0,005 0,02 1,56
Mn VSZ2-13 0,0027 0,0021 + 0,0005 0,03 1,62
Ni VSZ2-8 0,0086 0,0080 = 0,0008 0,04 1,70
VSZ2-6 0,0302 0,028 + 0,004 0,06 1,80

kputeprio CThbIOleHTa ¢ IPUMEHEHWEM CTaHIapT-
HBIX 00pasIoB (Tabdim. 7).

3axJaroueHue

Paspaborana wmeroguka ompemenenus Mg
(0,00019 - 5,04 %), Al (0,0002 - 124 %), Pb
(0,0012 - 2,07 %), Si (0,0005 — 0,12 %), Cu (0,0006 —
5,95 %), Mn (0,0004 - 0,00524 %), Fe (0,0009 —
0,41 %), Ni (0,0009 - 0,27 %) B UHHK-aTIOMHAHHHI-
MAarHHEBBIX CILIABAX METOJOM PEeHTTeHO(Iyopec-
1eHTHoOro aHamusa. Mertoguka ampoOupoBaHa IIpu
aHaJIu3e JUTHIX [MUINHIPUIECKUX 00pasIioB IIUHKO-
BBIX CIJIABOB, XapaKTepusyeTcs MPaBUIBHOCTHIO,
BBICOKOM NPEIM3MOHHOCTHI0 W SKOHOMHYHOCTBIO.
JIMHeHHOCTh TPAyHPOBOUYHBIX TPad)UKOB ITOATBEP-
JKIeHa 3HAYEHUAMH KO3(P(HUIIMEHTOB KOPPEISIHK
(0,991 - 0,999). Ilpenennl obHAPY:KEHHUSI U OIpee-
smeHuA cocraBagaoT 1,5 — 19 u 7 — 63 ppm coorBercr-

BenHo. IlpaBwibHOCTE paspabOTAHHON METOSUKU
IIOATBEPIKIEHA OIIEHKOH pe3yJIbTaTOB W3MepPEeHHH
mo kpureputo CTbiofeHTa C IpPUMEHEHHWeM CTaH-
JAPTHBIX 00PA3II0B [UHKOBBIX CILIABOB.

dunaHcupoBaHUE

Pabora yacTudHO BBIMIOJIHEHA B pPaMKax IOCY-
napcreennoro samanms HMOHX PAH B ob6macru
dyHmaMmeHTaNbHBIX HAYYHBIX UCCIEI0BAHMH.
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