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[IpoBeneHsI SKcIIepUMEHTaIbHBIC ICCIIEIOBAHMUS MO BEIOOPY ONTUMAIBHBIX YCIOBHIA TOMOTEHH3AINHN, TIPOOOIIOATOTOBKH
U MapameTpoB mpeccoBaHus 00pa3noB. OcymiecTBIEH MOA00p penepHBIX 00pa3loB C aTTeCTOBAHHBIMHU 3HAYCHUSMU
COJIepIKaHMsl DJIEMEHTOB M OKCHIOB. B Liensix pacimupenus onpeaesieMbIX JHarna3oHOB KOHIEHTPAIMN JOIIOTHUTETLHO
npousBeAéH Noabop 8 (OHOBBIX 00pa3LOB, MMEIOMMX HauboJee THITMYHBI XUMUYECKUA COCTaB Ul TEPPUTOPUH
CeMunanaTHHCKOTO ucmbiTaTenpHoro nojurona (CUIT). OmnpeneneHo copepikaHHe JIEMEHTOB B 00pa3iiax METoIaMHu
Macc-CHeKTPOMETPUH U aTOMHO-3MHccHOHHOM cmekrtpomerpuun (MCII-MC u HCII-ADC). IIpuroroBnieHs!
MPECCOBAHHBIC TAOJICTKH, MPOBEAEH MOJYKOIMYCCTBEHHBINH peHTreHO(IIyopeciicHTHbIN aHamu3 (PDA) 8 obpasioB ¢
H3BECTHBIM COJIepKaHUEeM B pexknMe «best detectiony I BEIBIICHHIS CHCTEMAaTHICCKAX PACXO0XKICHHUH B ONPEIACTICHUN
cocraBa 00pa3IOB C HCIOIB30BAHAEM pa3pyIIAIONIETo U Hepa3pyIIarollero MeTOI0B aHAIN3a 1 MIPOOOTIOATOTOBKH.

Knrouesste cnosa: cmanoapmusiil oopaszey, PDA, nepaspywarowuii anaius, npeccoganue, 20M0o2eHU3AYUs.

BBEJEHUE

PentrenogyopecuentHsrii ananu3 (POA) — onus u3
COBPEMEHHBIX CIIEKTPOCKOIIMYECKUX METOIOB HUCCIIEHO-
BaHUS BEILIECTBA C IEJIBIO ONPEAETICHUS ero 3JeMEHTHO-
ro coctasa. [lo3BossieT MPOBOIUTH KOJIWYECTBEHHBII
aHayu3 37eMeHToB oT oepmutus (Be) no ypana (U), ¢ uc-
MOJIb30BaHKEM cTaHAapTHBEIX obOpasios (CO), a Takxke
MOJTYKOIMYECTBEHHOE N3MepeHHe OeCCTaHJapTHHIM CIIO-
cobom. Meton POA ocHOBaH Ha cOOpe U IMOCTIEIYIOIIEM
aHaIlM3e CIIEKTPa, BOSHHUKAIOIIETO MpH OOJIYYCHUH HC-
CIIelyeMOr0 MaTepuaia PEHTICHOBCKUM H3IyYCHUEM
[1]. TIprHIMD MeTOAAa OCHOBaH HA U3MEPEHUH (DOTOHOB
CO CTPOTO OIPENEIEHHBIMI SHEPTHSIMH, UCITYCKAeMBIMHU
aTOMaMH pa3HbIX AJIEMEHTOB. Permcrpupyemas MHTEH-
CHUBHOCTb U3JIyUEHUs C OIPEIEIEHHON YHEPrUeil I03BO-
JISIeT OTIPEJIeNIATh KOJIMYECTBEHHOE CO/IepKaHHe dJIEMEH-
Ta.

P®A-ananu3 sBAsIETCS] OTHUM M3 HanOoJiee MpaKTH-
YHBIX METOJIOB aHAJM3a, HE TPEOYIOUTNM CIIOKHOH Ipo-
60IOrOTOBKH, TOKCUYHBIX PEareHTOB, a TAK)KE MUHepa-
Jmu3anuu Matpuupbl, B otianuue oT UCII-MC, UCIT-A3C
U aTOMHO-a0COPOIIMOHHOTO METOJIOB, IIHMPOKO HCIOJIb-
30BaBIINXCA JUI aHAJIN3a CJIEJOBBIX 3JIEMEHTOB JI0 KOH-
na XX Beka [2]. JononHuTenbHOE IPEUMYLIECTBO B TOM,
yt0 PO A-aHamm3 He HyKIaeTCsl B BBICOKOKBAITU(UIIAPO-
BaHHOM IIEpCOHAJIE JJIsl MPOBEJCHUS MPOOOIIOATOTOBKHI
U U3MEPEHUM.

Braromaps mpocToTe, BO3MOXKHOCTH 3KCIpecc-aHa-
JM3a, TOYHOCTH M OTCYTCTBHIO CIIOKHOW IpoOomoaro-
TOBKH c(hepa IPUMEHEHHUS] METOINKH KOJINIECTBEHHOTO
HEpa3pyIIAoNIero aHaIN3a CHIIMKATHRIX 00pa3IoB UMe-
eT OOJIBIYI0 3HAYMMOCTh B Pean3aliii Hay4IHO-HCcCIIe-
JIOBATEIbCKUX U JIOTOBOPHBIX paboT 110 MacCOBOMY aHa-
M3y o0pas3loB MOYB, TPYHTOB M JOHHBIX OTJIOKEHHH.
P®A-anamu3 sBisercs Oonee OBICTPHIM H ACHIEBBHIM B
CPaBHEHUH C BBICOKOTOYHBIMU MeToaamu ananusa MCII-
MC u UCTI-ADC.

IIpakTuueckasi 3HaYUMOCTh KOJIMUYECTBEHHOTO POA -
aHanM3a omnpeensieTcs chepoit ero NpUMEHEHHNS B Hayd-
HO-HCCJICIOBATEIILCKON MPAKTHKE, B CTAIIMOHAPHBIX JIa-
OopaTopusix, B IPOMBIIIJICHHOCTH M Pa3MYHBIX o0ac-
TSIX HayKH M TEXHHKU BKYIIE C 9KOHOMUYECKOH 3¢ ek-
TUBHOCTBIO NTPOOOIOATOTOBKU M U3MEPEHUN. AHAaIUTU-
YECKHE BO3MOXKHOCTH PEHTTCHO(IYOPECIEHTHOTO 000-
PYyZIOBaHUS MO3BOJISIIOT PACIIUPUTH OIIpeeIIieMble qra-
Ma30HBl KOHLEHTPALUH ¢ MIJIJIUTPAaMM U MHKPOTPaMM
JI0 JIeCATKOB I'paMM Ha Kuiorpamm, BIUIOTH 10 100%
macchl, yto npu Hanuyun UCIT-MC u UCII-ADC nepe-
KPBIBAaET BCIO BO3MOXKHYIO JIMHEHKY OIpeesieMbIX KOH-
nentpanuid. OnpezneneHne NepeyHs OKCHAOB, a TaKXkKe
9JIEMEHTOB, KOTOpPBIE TEXHMYECKH HEBO3MOXKHO H3Me-
puth ¢ nomonipio MetozoB UCII-MC u UCIT-ADC nme-
eT GOJBIIYI0 3HAYUMOCTh M BOCTPEOOBAHHOCTh B Hay4-
HOM M KOMMEPYECKOM IIIaHe.

Hepaspymaromuid Meton aHanu3a OaET BO3MOXK-
HOCTB MOJTyYEHHsI JAaHHBIX O COCTaBe CI0KHOTO MaTepu-
ana 6e3 ero pa3pyueHus, C COXpaHEHHUEM TOJIHOTO KOM-
TUIEKCa ero (PU3NKO-XUMUIECKUX CBOMCTB. AHAJIN3 C HC-
M0JIb30BaHNEM KaJIMOPOBOYHBIX 00pa3lOB M3BECTHOTO
COCTaBa SABJSIETCS IEPCIIEKTUBHBIM CIIOCOOOM MaccoBO-
TO oIpejesieHus] OOJBITNHCTBA 3JIEMEHTOB B IPOOe MpH
CHJIMKATHOM aHaJIM3€ TOPHBIX NOPOJ U MUHEPATOB [3].

T'naBHBIM e HemocTaTKOM PDA-aHanu3a SBISIOTCS
Tpeieil 00HAPYKEHUS, HE TIPEBBIMAIOIINE HECKOIBKUX
MUJUTATPaMM Ha Kujiorpamm [4] amst G0NbIIHMHCTBA Clle-
JOBBIX 37eMeHTOB. CrieKTpanbHble HHTEPHEPESHIINN Xa-
PaAKTEPUCTUIECKOTO M3ITYYCHHUS U MaTpUIHBIEC 3(PPeKThI
TaKXKe CO3af0T TPYIHOCTH JUIS IIOJIHOCTRIO aBTOMaTHYe-
CKOr0 KOJIMYECTBEHHOIO OIpEJENIeHHs CIEA0BBIX dle-
MEHTOB B Pa3JIMYHBIX MaTPHULAX, OJHAKO MaTeMaTH4ec-
KHE aJTOPUTMBI IIPOrPaMMHOT0 00ecCIeYeH s CIEeKTPO-
MeTpa MO3BOJIAIOT KOPPEKTHPOBATH IMOIy4aeMble pe-
3ynbTaThl U NpUMEHATh PDA-ananu3 aias pa3aIuuHBIX
MaTpUI U B IIUPOKOM JHAaNa30He KOHIeHTpanuil [2].
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IIpu Bcex npenmMyiecTBax Hepaspyaromero POA-
aHallu3a JIOTIOJIHUTEIFHOU TPOOIeMOi KOIUYEeCTBEHHO-
r'O ONPEJCICHUS DIIEMCHTOB U OKCHUIOB B TBEPIBIX 00-
pasiax sBISETCs] HEOOXOIUMOCTh B OOJIBIIIOM KOJIHYECT-
BE perepHbIX 00pa3loB ¢ W3BECTHBIM COCTABOM JUIS TIO-
CTPOCHUS OMOPHBIX TOYCK IIKAJIBI U3MEPEHUH, 3aJI0KEH-
HBIX B MeTOJ. Heobxonumo He MeHee 5—7 onopHbIX (pe-
TIEPHBIX) TOYEK IO KaXIOMY HCKOMOMY 3JIeMEHTY [4, 5],
HanboJee MPeNOYTHTEIHHEIM BAPHAHTOM SBIISICTCS HC-
MIOJIF30BaHNE MHOTOJIEMEHTHBIX CTAaHAApPTHBIX 00pas-
IIOB C aTTECTOBAHHBIMH COJIEPKAHISIMU.

Crnemmdura PO A-ananmza 3akimoqaeTcst B CO3TAHAN
Pa3HBIX METOJIOB JJIs pa3HbIX MaTpuil. [IpuknagHas yHu-
BEPCAJILHOCTH CO3/1aBaEMOH METOJUKH 00eCIIeYUBACTCS
PaCIIUPEHHBIM MIEPEYHEM OTPEACTICMBIX KOMIIOHCHTOB,
IIMPOKUM JUAMAa30HOM HX COJCPIKAHHS, IMOIXOISIIUM
JUIsl OOJBIIMHCTBA 00PA3LOB, MOCTYNAIOIIUNX Ha aHAJIN3.
[Tpuobpetenue xe ceprudupoBanHbix CO (3TaJIOHOB)
SIBIISICTCA 3aTPATHOW 3amadell B CBS3H C HEOOXOIUMO-
CTBIO 3aKyIa Cpa3y HECKOJIBKUX 00pa3ioB. B ciydae co-
3IaHISI MOHOYJICMEHTHOH METOIUKH, «3aTOUCHHO O
KOHKpPETHBIC HY)KIIbI, TAKHX 3aTpaT HE TpeOyeTcs.

I'panynpoBounbie (penepHbIE) 00pa3Ubl SBISIOTCS
00s13aTeIFHBIM AJIEMEHTOM METOJIMYECKOTo obecmeue-
Husi POA-ananu3a. OHM MO3BOJIAIOT 00pabaThiBaTh pe-
3yJIbTaThl aHAIIM3a C HCIIOJIb30BAHUEM PErpecCHOHHBIX
ypaBHEHHH CBSI3U C y4ETOM MOTPABOYHBIX KOIPHUIIHEH-
TOB W IOJIy4aTh JIOCTOBEPHbIC JAHHBIE O KOJIMYECTBEH-
HOM COCTaBe HCKOMBIX 3JIEMEHTOB ¥ OKCHJIOB B UCCIIEY-
eMbIX oOpasmax. COOTBETCTBEHHO TPayHpOBOYHBIE 00-
Pas3IBl JODKHEI OBITH OJIM3KHU TI0 COCTAaBY K aHATIM3HPYe-
MBIM MaTepHaizaM (AMETh CXOXYI0 Marpuiy). JlaHHbIe
00pas3Ipl JOIDKHBI OBITH ATTECTOBAaHBI C TOMOIIBIO JIPY-
T'UX, HE3aBUCHMBIX METOJIOB W/WIIH MUMETh CEPTU(PHUKAT
3apaHee H3BECTHOTO COCTaBa. UHCIIO TaKUX TPayHpOBO-
YHBIX OOpA3LOB JO/DKHO OBITh JOCTATOYHO OOJBIITHUM
(20-30 po6), 4TOOBI YMEHBIIIUTH BIUSHAC HA TIOTIPABO-
YHbIC KOI(PPUIUSHTHI CITyYaiiHbIX OTPEITHOCTEH XUMHU-
YEeCKOro aHall3a M IOTPEIIHOCTEeH, JIO0IYCKaeMbIX MPH
W3MEPEHUN WMHTEHCUBHOCTEW aHAJUTUYECKUX JIMHUHN
(ammapaTypHas HOrpeIrHocTs) [S].

Lenbto rccne0BaHUI ABIAIOCH IPUMEHEHHUE Pa3IIi-
gHbIX MeTos10B aHanu3za (MCIT-MC, UCIT-ADC u Gec-
cranpaptHblii POA) U1 MOAroTOBKM M M3MEpeHust 00-
pa3loB C HEM3BECTHBIM COJEP)KAHHEM, KOTOPbIE 3aTeM
MOJKHO HCIOJIB30BaTh B KAYECTBE PEIICPHBIX IPH CO3/Ia-
HUU METOJUKHU KonyecTBeHHOro PMA-ananusza.

1 METOJIMKA UCCJEJTOBAHUI

C nesnbio pa3paboTKy MOJX0Ja K MACCOBOMY OTIpe/ie-
JICHHIO 3JICMEHTOB M OKCHIOB B 00pa3naxX rpyHTa MeTo-
oM POA nipoBesieHBI pabOTHI 110 BEIOOPY, IIOATOTOBKE U
aTTeCTallMy KATMOPOBOYHBIX 00PA3IIOB C HCIOJIh30BAHHU-
€M aJIbTEepHATUBHBIX METOJIOB aHann3a, Takux kak NCII-
MC u UCIT-ADC. Ananus copep kaHus 2JIEeMEHTOB MPO-
BOJIWJIM C TIOMOMIBIO TAKUX COBPEMECHHBIX HpI/I60pOB KakK
KBQJIpYMOJNBHBIA  Macc-criekTpomerp Agilent  7700x
(Agilent Technologies), a Tak)ke aTOMHO-IMHUCCHOHHBIN
CIIEKTPOMETpP C MHIYKTUBHO-CBsI3aHHOW mnazMoii iCAP

6300 Duo ¢upmsr Thermo Scientific. DxcriepumeHTaNB-
HBIC UCCIICTIOBAHUS MPOBOJMINCH C MPUMCHCHUEM HE-
paspyuaroiero Merona POA-ananusa Ha BOTHOAKCTIEP-
cuonHoM cnektpometpe S8 TIGER 4K (pexum uzmepe-
Hus «best detectiony).

BosneiicTBre Ha aHATUTUYCCKUNA CUTHAJT OpraHIYeC-
KON KOMIIOHCHTBI MATPHUIBI B PEHTICHO(IYyOpeCIeHT-
HOoM aHanmse (PDA) BemeT kK ocnabiIeHNIO BCeX PErHCT-
PUPYEMBIX JUHUM B pa3HON CTETIEHU U YBEJINYEHUIO pac-
CESTHHS TIEPBUYHOTO W3IYYCHHUS, YTO TIPUBOIUT K TOBEI-
meHnto GoHa. [6]. B mporiecce KonnuecTBEHHOTO aHAIU-
3a Mpo0 TpyHTa MPOU3BOAMIH MPEIBAPUTEIHEHOE H3Me-
peHHE BCEX pemlepHBIX 00pas3oB, 00padoTKa CIEKTPOB
M0 KaXJOMY OIpeAeNsieMOMY JJIEMEHTY U OTCEUYECHHE
(oHa, BKITIOYAOLIETO B ce0s B TOM YHCIIE BKJIAJl OT BIIU-
SIHUSI OPTaHMYECKUX KOMIIOHEHTOB MATPHIbl. 3HAUYCHUS
ONTUMAJBHBIX MTAPAMETPOB, MOTYYEHHBIX B X0OJI€ IKCIIe-
PUMEHTOB, JOJDKHBI 3aKIaJbIBaThCsl B IPOrPAMMHOE
obecriedeHre HETIOCPEICTBEHHO TPH CO3aHUH METOTH-
K1 U3MEPEHUH.

[IpoBenéHHBIE SKCIIEPUMEHTHI COCTOSUIN U3 HECKOJIh-
KHX TIOCJIeIOBATEFHBIX IIaroB: o0ecreueHne eqnHo00-
pasusi mpoOOIIOATOTOBKH, OO0 MapaMeTPOB U3MEINb-
YeHWsT W TPECCOBaHUs, BHIOOD pEmepHBIX 00pa3IoB,
BKJII04asi 00pa3Ilbl C HEU3BECTHBIM COJICpKAHUEM, CPaB-
HUTENIbHBIA aHaju3 BaJOBOI'O COCTaBa 00pa3loB, H3Me-
PEHHBIX Pa3HBIMHU METOIaMHU.

OO0pa3ipl HOHOBBIX MPOO C HEM3BECTHBIM COCTABOM
BECOM HE MeHee | KI' CYNIMJINCh B CYIIHMJIBHOM IHIKady
npu Temmnepatype 105 °C B Teuenue 3—6 yacos. Bozayi-
HO - CyXHe TMpOOBI MPOCEWBANCh Yepe3 CHTO (II0JIHU-
aMHIIHOE) C JAUAMETPOM OTBepcTHH | MM. ATTecToBaH-
HBIC CTAHJapTHBIC 00pa3Ibl HE HYKIAIHUCh B POCYIIHN-
BaHUH W MPOCEUBAHHH, TaK KaK MaTepHall aTTeCTOBaH-
HbeIx CO He TpeOyeT AOTOTHHUTEIEHON IIOATOTOBKH, KPO-
Me€ MPEeAYyCMOTPEHHBIX METOJUKON U3MEPEHUI.

C nenpio moadopa Hanbojee ONTUMAILHOW rOMOTe-
HU3alUU U3MEPSIeMBbIX 00pa3IioB ObLIa MPOBENIEHA CePHst
SKCIIEPUMEHTOB 110 H3MEbUEHUIO PEABAPUTETHHO MPO-
CeSTHHOTO MaTepHuaja MpoObl TpyHTa (M3HAYaIbHBIC
(bpakiy — TOHKHUI, KPYIHBIH, cpefHuii mecok [7] ¢ pas-
Mepamu gactuil ot 0,05 go 1 MMm). YcTaHaBIrBaeMBbIe ma-
pameTpsl — Macca IpoOkl, JTUTEIBHOCTh U3MEIBYCHHUS,
4acToTa 000POTOB B MUHYTY.

B x0/1¢ 9KCIEpUMEHTOB I10 TOI00PY TOMOT€HU3AIIH
METOJIOM KBapTOBAaHUS OTOMpasiach HaBecka Maccoi 50—
150r wu wucTHpamach Ha JUCKOBOM  MEIbHUIIC
«Pulverisette 9» («Fritsch GmbH», ['epmanmus; rapauTty-
pa — 3aKaJleHHas CTallb) B TeUeHHEe |—5 MUHYT CO CKOPO-
cthio Bpamenus 850—1000 o06/muH.

ITonHOE pazyiokeHue W mepecu€T Ha OKCHIBI (POHO-
BBIX 00pa3noB u atTectoBaHHbIX CO IS aHAIN3a METO-
namu UCIT-MC u UCII-A3C npoBoauiock COTJacHO
MeTogamdeckuM  ykazaHusiM MBU  Ne 499-AD5C/MC
MKXA «OmnpeneneHue 3I€MEHTHOIO COCTaBa T'OPHBIX
MOpO/I, TIOYB, TPYHTOB ¥ JOHHBIX OTJIOXEHUH aTOMHO-
SMHUCCHOHHBIM C HWHIYKTHBHO CBSI3aHHOM IUIa3MOM U
MaCC-CHEKTPATBHBIM C HHAYKTUBHO CBSI3aHHO# ITa3MOM
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Metogamm». Metogom MCIT-ADC mpoBoaniocs u3Me-
peHue npeuMyIecTBeHHO MakpokommoneHTos (Na, Mg,
K, Ca) ¢ xonnentpauusmu 6onee 0,01 macc.%. Onpene-
JICHUE COJIEPXKAHUSI MHKPOKOMIIOHEHTOB IPOBOJHMIIOCH
MetogoM UCII-MC nyTtéMm pa30aBieHus aHalIu3upye-
MBIX PaCTBOPOB C IOCJIECAYIOIINM IIEPECUETOM Ha CYXYIO
Maccy M Ha OKCHBI COTJIACHO UCIIOJIb3YEMON METOIUKE
Ne 499-ADC/MC MKXA.

U3 mepeMoroToro roMoreHHoro odpasiia oToupanach
HaBecKa Ui ananmsa Maccoii 0,1 r. It orbopa HaBecKn
UCTIONB30BANNCh Bechbl aHaimuthmdeckue RAD WAG
AS220-R2, morpemHOCcTh M3Mepenuii — 0,0001 r. M3me-
penue arrectoBanHoro CO OOKO-151 npoBoaunock B
10 moBTOpHOCTSAX (n=10).

s BBIOOpA ONTUMAIBHOTO PEXHMMa MPOOOIOIro-
ToBKU Ui PDA Obl10 mpoBeAEH 3KCIEPUMEHTAIbHBIN
noA00p HpoIopLUi CrpeccoBaHHBIX 00pasuoB (Tabe-
TOK). OHUM U3 3HAUUMBIX [TaPaMETPOB MOIYICHHUS TOU-
HOTO KOJINYECTBEHHOTO COJEP KaHMs HCCIIETyeMOoro 00-
pasna npu PO A-anannse npeccoBaHHBIX TaOJIETOK SIBIIS-
eTcs coOMoZIeHHEe MPHEMJIEMOTO YPOBHS TOMOTCHH3a-
miu obOpasna, B npenenax 40 MUKpPOH, H3MEIbYEHHOTO
JI0 COCTOSIHUS IyZpHl [4] (TIpoBepsieTcsl TaKTWIIBHO), a
TaKke oOecTedyeHus eIMHO00pa3us NMpOoOOIOArOTOBKH
BCEX PEMEpHBIX U M3MEPSEMBIX 00pa31ioB. OCHOBHBIMU
(dakTOpaMH OIICHKHM CIY)XWJIa JOMyCTUMAas TOJII[HHA
aHamu3upyeMoro cios oopasua (1,5-3,5 mm) [12], ahde-
KTUBHOCTH CBSI3YIOLIIETO arcHTa OTHOCHTENIFHO MAacChl
oOpasma, obmasi TONIIMHA, MPOYHOCTh U HEIOCTHOCTh
MoJIy9aeMoil TaOIeTKH.

Manas ToJmuHA CIIOS, B 3aBUCHMOCTH OT TTOPSI/IKO-
BOT'0 HOMEpa aHAIM3UPYEMOT'0 SIEMEHTA, MOXKET IPUBO-
JIITh K OIIMOKaM B n3MepeHuu. IIpeccoBanublie Tadier-
KH, U3TOTOBJICHHBIC 0€3 CBA3YIOIMX H00aBOK, CKIOHHBI
K OTCIIanBaHMIO 1 menymenuto. [lox nefictBuem pentre-
HOBCKOI'O U3JIYY€HUSA U BaKyyMa U3 HUX BBIACIIAIOTCS ITY-
3bIPBKH BO3/yxa. JlaHHOE siBieHHE CIIOCOOHO 3aMETHO
HU3MEHHUTDH TIOBEPXHOCTHYIO CTPYKTYpy obpasiia. Obpas-
1bl, IPUTOTOBJICHHBIE METOJIOM MPECCOBAHMS C COOIIIO-
JIEHHEM MapaMeTpoB eIMHO00pa3Hsi, OTIMYAOTCS BBICO-
KO IIPOYHOCTBIO U KAaUECTBOM aHAJIU3UPYEMOH IIOBEPX-
HOCTH, OJTHOPOHOCTBIO U yCTOWYNBOCTBIO K JAITUTEIIHHO-
My BO3IECHCTBUIO PEHTTEHOBCKOTO M3IydeHHs. JlaHHBII
Ccroco0 TPUTOTOBJICHHS OOPA3LOB XapaKTEpU3yeTCs
MIPOCTOTOH, AKCIIPECCHOCTBIO M HKOJIOTUYECKON YHCTO-
TOH MPOOOTIOATOTOBKH [5].

2 T1OJIBOP CTAHJIAPTHBIX OBPA3IIOB

U OBPA3IOB C U3BBECTHBIM COAEP)KAHUEM

B mpornecce pa3paboTku mpoueaypsl mpodororo-
TOBKH U U3MEPEHU Il ONPEIEIeHNs XUMUYECKUX dJie-
MEHTOB B 1TouBe MeToIoM PMDA Oblin BBIOpaHBI:

— CTaHJapTHBIA 00pa3ell ¢ U3BECTHBIM COCPIKAHU-
em OOKO-151;

— 8 (oHOBBIX 00paA3NOB C THMUYHBEIM XUMHYECKUM
cocraBoM mouB CUIIL.

Bce BeiOpanHbBIE 00pa3Ibl HIMEIOT OOIIYIO CHIIMKAT-
HYIO MaTpPHUITy U CXOJIHBIA COCTaB C Pa3IMIHBIMHA JHaIia-
30HAMU COJEpPKaHUS JIEMEHTOB U OKCHUJIOB. B nmanHO#

CTaThe B AaJbHEHIIEM IPUBECHBI PE3YIbTaThl SKCIIEPH-
MEHTOB cO cTaHAapTHeIM obpaznom OOKO-151 (mousa
CBETJIO-KAllITAaHOBasi IIPUKACIMICKas) Kak Hamboiee
MOJXO/SIMM MaTepualioM Mo o0IIeMy MEpevHIo diie-
MEHTOB U OKCHJIOB M HaOOpY MMEIOIINXCS CTaTHCTHYEC-
KuX AaHHbIX uaMepeHuit merogamu WCII-MC, UCII-
ADC u POA. TTon6op hoHOBEIX 00pa3LIOB MPOU3BOINII-
cs ¢ yu€ToM reorpapuuecKux U reoMop(oIoTHIecKux
KpHUTEPHEB /I BEIOOpa Tpo0 ¢ Hambolee XapakTepHBIM
XMMHYECKHM COCTABOM W MOAXOAALIMMH AWAra3OHaAMH
COZIeprKaHuUs JIEMEHTOB M OKCHIOB AJIS JAHHOI MECTHO-
ctu. Bri6op ob6pasuor ¢ tepputopun CUII o0ycnoBieH
HEOOXOAMMOCTBIO HAWJIYYILIEr0 COOTBETCTBHS HYXKJaM
pa3pabaTbiBaeMON METOAMKH M3MEPEHHH, Tak Kak HH-
TEHCHBHOCTH aHAJIMTHYCCKUX JIMHUU PETepHBIX 00pas-
OB JOJI’KHbI OBITh 6J'II/I3KI/I K HHTCHCHUBHOCTAM COOTBCT-
CTBYIOLMX JIMHUH M3MEpsSEeMBIX 00pa3lloB C HEH3BECT-
HBIM COCTaBOM [5].

Hcnonp3oBanue cepTHOUIMPOBAHHBIX CTAHAAPTHBIX
00pa3IoB AaéT BO3MOXXHOCTh BHECTH B CO3/IaBAEMYIO Me-
TOJMKY TOYHBIC KQJINOPOBOYHBIE TapaMeTphl. Taxke Mo-
YKHO MPUMEHATH UX B KAYECTBE PENEPHBIX VI KOHTPOJISI
MIOBTOPSIEMOCTH, IIPOBOJIUTH KOCBEHHYIO OIICHKY TOYHO-
CTH aHajn3a (POHOBBHIX 0OPa3IOB C HEU3BECTHBIM COCTa-
BOM, YTO IMO3BOJIMT PACIIUPUTL aHAJIU3UPYCMBIC Auara-
30HBI ONPCACTIAEMbIX KOMIIOHECHTOB.

3  PE3YJIBTATHI HCCJIEJTOBAHUI
U OBCYKJIEHUE

3.1 Tloxbop romMoreHu3amuu

OcHoBaHHeM JUIsI TOJ00pa CXeMbI OTPEACTICHUS 1 -
HOOOpa3usi TOMOT€HU3AIUH U MTaPaMETPOB IPOOOIIOATr0-
TOBKH SIBIISUTHCH PEKOMEHIAINH 110 pa3paboTKe METOU-
ku POA-ananm3a [8]. OguH 1 TOT e 00pasel rpyHTa U3-
MeJbYalCs TP Pa3HBIX YCIOBHAX ONBITa. B KadecTBe
OIIBITHOTO 00pas3Ia MCIOIF30BANACKH IPo0a TPYHTA C Tep-
putopun CHUII, npeaBapuTensHO MpoaHAIH3UPOBAHHAS
metonamu UCIT-MC u UCIT-ADC st moaTBepkaeHus
CXOJIHOTO XMMHUYECKOTO COCTaBa C JPYTUMH PETIEPHBIMU
obpasiamu 1 nmpodaMu, MOCTYMAIOUTUMH B TA00PATOPHUIO
Ha aHaJIN3, B CBSI3U C TEM, YTO HHTEHCUBHOCTH aHAJIUTH-
YEeCKHUX JIMHUNA PENepHBIX M OIpeeieMbIX 00pa3IoB C
HEHM3BECTHBIM COCTABOM JIOJDKHBI OBITh OJIN3KM K MHTEH-
CHBHOCTSIM COOTBETCTBYIOIIMX JINHUH M3MEPSIEMBIX 00-
pasuoB [5]. Pe3ynpTaT oLleHUBANCS TAKTUIBHO U BU3Y-
aJIBHO B COOTBETCTBHM C PEKOMEHJALUAMU MO COCTOS-
HHUIO TOMOTEHU3UPOBAHHOM MPOOKI, YTO OcyabiseT BiIu-
sIHUEe MaTPUYHBIX 3¢ ¢exToB [9] (tabmuma 1).

[TomHast MeToIMKa OLIEHKH TOMOTEHHOCTH 00pasia ¢
MTOJTYKOJIMYECTBEHHBIMH TPaJaIisIMA HE TIPOBOIIIACH B
CBSI3H C TE€M, YTO COOJIIOIEHNE €TUMHO0Opa3wsi poOOIIo -
TOTOBKH CaMo IO cebe SIBISIeTCS He0OX0IUMOH TIpe/Io-
CBUIKOM XOpOIlIe BOCIIPOU3BOJUMOCTH CIIEKTPA YaCTHI]
[10]. OnTUManbHBIM pe3yIbTaTOM SIBIAJCS TAaKOH MOA-
0op mapaMeTpoB, MPHU KOTOPOM HE MPOMCXOANIIO Iiepe-
rpeBa WU CIIEKaHUs MPOOBI, IIPU 3TOM TaKTHIIbHAS MPO-
BEpKa He J0JDKHA 00HAPYKHUBATh OTIEIBHBIX KPYIIHIL.
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Tabauya 1. Ilouck onmumanbHuiX YCI08utl 20MO2eHU3AYUY
NnouBeHHBIX 06paA3Y08

Macca Bpems YacrorTa,

OnbIT | Npo6bl, | U3Menbye- | 060poTOB Pesynbtar
r HUSl, MUH | B MUHYTY
Ne 1 100 5 1000 Fapgmypa Harpesaetcs.
nekaxme npobbl.

["apHuTYypa He HarpesaeTcs.

Ne 2 150 3 850 OuwyLatoTes oTaenbHble

Kpynuubl.

[apH1TYypa He HarpeBaeTcs.

Ne 3 50 1 850 OwywiarTes oTaenbHble

Kpymupl.

[apHUTYypa He HarpeBaeTcs.
Mpremnembiin pasmep YacTuy,

Ne 4 50 15 +15 1000

Kpynnocts yactun [11] oka3piBaeT BIUsIHUE HA UH-
TEHCUBHOCTh AHAJMTHUYECKUX JIMHUH ONpPENeNsieMbIX
351eMeHTOB. [Ipy MCIONB30BaHUY TIEPEMOIIOTHIX 00pa3-
II0B, HE COOTBETCTBYIOIIUX PEKOMEHAALMAM IO COCTOS-
HUIO TOMOT€HU3UPOBAaHHOM NpOOBI, MOBBIMIAETCS pas-
Opoc 3HAYCHUI MHTEHCHBHOCTEW MO OTICIbHBIM JIMHHU-
SIM, B pe3yJIbTaTe Yero BOCIPOU3BOJUMOCTD Pe3yIbTaTOB
HU3MEPEHUs BBIXOIUT 32 PAMKH JOMyCTUMOMN MOTPELIHO-
CTH U pacIIUpeHHON HeompeaenéHHocTu B 20%.

[TyTém nocienoBaTeNbHBIX ONBITOB OBLIO O00paHO
COOTHOUIEHHE MACCHl HABECKH, BPEMEHH N3MEIbUCHHUS U
4aCTOTHI 00OPOTOB IJIs JOCTHXKEHHS TPUEMIIEMBIX MOKa-
3arenei. DKCIepUMEHTAIbHBIM IIyTEM OBLIM Ompenerne-
HBI CIIeyIOIMe HanboJiee ONTHUMaIbHbIE ITApAMETPhI U3-
MeITbUCHHUS:

— wMacca mpo6sI — 50 rpaMM;

— Bpems u3menbueHus — 1,5 + 1,5 MUHYTHI;

— wd4actoTta — 1000 060pOTOB B MUHYTY.

JlaHHBIE TapaMeTphbl IPUMEHSUTUCH B TTOCIEAYIOMIEM
JUIsl TIOATOTOBKHM KaJMOPOBOUYHBIX 00pa3loB JUisi cO3/a-
HUSI METOJIUKU U3MEPEHUM.

3.2 EpamHoo0pa3mue mapamMeTpoB MPeCCOBAHNUS

s mpeccoBanust TabIETOK UCTIOIB30BANICS Jlabopa-
TOPHBII I0JlyaBTOMaTU4ECKUI THIPABIMYECKUN IIpecc
«LPME-40T». OcymiectBnéH moxdop ONTHMAaIbHON
Macchl Matepuana mpo6si (1, 3, 5, 10 r). IIpoBeneHo on-
penesieHne OTHOIIEHHS CBA3YIOIIET0 areHTa — aMHJHOTO
BOCKa, K Macce HaBecku obpasua (1:1, 3:1, 5:1, 10:1),
TaKKe NPOBEAEH 1MOA00p TONIIMHBI MOJIOKKH U3 Oop-
HOM kucinoTel Mapku x4 (1, 3, 5, 10 ) 1 mapamerps! ycu-
ys npeccosanust (10/20/30/40 1) (tabnuma 2).

Tabauya 2. llapamempor npeccosanus mabaemox

HaBecka
OnTuManbHas ®opmupoBaHue
CBA3ylOLLEro Ycunue
HaBecka NoANOXKH
BOCKa, npeccoBaHusi
obpasua (6opHas kucnora)
COOTHOLUEHUe
135100 | 3L 1,3,510r | 10/20/30/40 7
TOMLMHA
nepemeLuMBaHme | COOTHOLLEHWE NPOYHOCTb
aHanmaupyemoro o i
IO — [0 O[JHOPOLHOI «npoﬁa.nﬁno»«a» TOTOBOTO
15-35 um cmecy ~1: obpasua

Y cTaHOBIIEHO, UTO Macca MaTepHuaiia IpoOsI IS IPH-
roTOoBJIEHHs TabaeTku auamerpom 40 MM HE0OXOIUMO
W JOCTAaTOYHON TOJIMIMHBI, B paMKax aHaiu3a SBISIO-
meiicst yenoBHO «OeckoHeuHou» [1, 12] mist Beixona xa-
PaKTEpUCTHYECKOTO M3Iy4eHus, cocrtaBmia 5 T. [Ipoda
CUUTAEeTCsl OECKOHEYHO TOJICTOH JUIsi KOMIIOHEHTA U3ITy-
YEHUsl, €CJIN TOJIIMHA NPOOBI JOCTaTOYHA JJIS TOTO, YTO-
OBl IPAKTUIECKHU MOJITHOCTHIO MOTJIOTUTH U3IyUICeHUE 00-
patHO# cTopoHBI TpoOsl [13]. CooTHOmEHNE HaBECKH
o0pasia u cBA3yromero Bocka 5:1 (CoryacHo IuTepaTyp-
HBIM TaHHBIM [ 14] 111 MEHAMU3aIH pa30aBIeHUs IPO-
OBl U yBEeIIMUCHUS HMHTEHCUBHOCTH aHAJIUTHYECKOTO CHT-
HaJla MPEeJIIOYTHTENIFHBIA 00BEM CBS3YIOMIMX J100aBOK
10 OTHOIIEHUIO K Macce obpasua — 15%, npu aToM coor-
HomeHue 1:10 oka3pIBaeT MeHee KaueCTBEHHBIN CBS3YIO-
i 3¢ ¢dexT, ockimaroTces Kpas Tabierku). Heobxoau-
Masi TOJIIUHA MTOAJIOKKH T 0OecreueH st y100CcTBa pa-
00TbI C 00pa3uaMH U JUIUTEILHOCTH UX XPAaHEHHUS COOT-
BETCTBYET 5 T [0OaBKU OOPHO# KUCIOTH. s mpuaaHust
MPOYHOCTH W ILEJOCTHOCTH TAONETKH HAWIYYIIUH pe-
3ynbTaT HAOMIOAETCS TMPH MAaKCHUMAaJbHOM YCHIUH
npeccosanus B 40 1. [Ipn yMeHBIIEHUN KOJIMIECTBA CBS-
3YIOMIETO BOCKA WM CHIDKCHHU YCHIIHS TPECCOBaHUS
TIpHU U3BJICUCHUN TaOJIETOK BO3MOJXKHO IIOSIBICHHE Tpe-
IIWH, paccioeHuit U npounx nedekroB. OT kadecTBa
(hopMoBaHuUs TabJIETKN 3aBUCHT NPUTOTHOCTH 00pa3LOB
st POA ananuza (TOJNIIMHA, MPOYHOCTh M IIEJIOCT-
HOCTb, HEOOXOIMMasi JUIs AOJITOBPEMEHHOT'O XpaHEHUs,
HNOBTOPHOI'O NPUMEHEHHs], CTAOMIILHOCTH TI0JIy4aeMBbIX
pe3ynbratoB aHanmza). [Ipu 10 macc.% o0bEMa cBs3yIO-
X J00ABOK ITO OTHOIICHHUIO K Macce 00pasia TabIeTKH
MPECCYIOTCS TUIOXO, TPU HM3BJICYCHHH BO3HHKAIOT Tpe-
UHbI U paccnoenus. CornacHo [14] mis MUHUMU3aLUK
pa3baBneHus IPOOBI M yBETMYCHISI MHTCHCUBHOCTH aHa-
JUTAYECKOTO CUTHAJIA TPEIMOYTHTEIBHO BBOAUTH IO-
6aBky B kosmgectBe 15 macc.% Ilpu 20 macc.% Tabnert-
KM 3aIpecCcOBBIBAIOTCS 0e3 Ne(eKTOB, a COOTHOLICHUE
1:5 ynpomiaer nponeaypy npoOOmoArOTOBKH.

Takum 06pa3oM ObLTH OIIPEIeNICHBI CIEAYIONTHE YHH-
BepcanLHme HapaMeTpsl IPECCOBaHMUs 00pa3IoB:

onTUMalbHas Macca obpasna — 5 T

— HaBecKa CBS3YIOIIEro Bocka — 1 T;

— Macca IOJIOKKH — 5 T;

— T1peccoBanue ¢ ycunueMm 40 T.

3.3 AHaau3 00pa3uoB U aTTECTAIUS METOIAMM

HUCII-MC u UCII-AJC. IToaykoanyecTBeHHbII

a”Haau3 Ha POA. CiauyeHne pe3yibTaTOB, BbISIB-

JICHHe CHCTeMaTH4YeCKUX PACXOKACHUI

C nenbro BO3MOYKHOCTH HCHOJB30BAHUS JOIMOJHU-
TENBHBIX 00Pa3I0B C U3BECTHHIM COCTABOM, PACIINPEHHS
KaJIMOPOBOYHBIX JMHUM M aHAINTHYECKUX JIMAara30HOB
ObUTH TIPOBEAEHBI HCCIIEIOBAHUS 10 CPAaBHUTEIHLHOMY
MepeKPECTHOMY aHaJIH3y BEIOPAHHBIX 00pa3IOB HEM3BE-
CTHOTO COCTaBa pa3IMYHBIMU MeTogamMu. CpaBHEHHE CO
CTaHIAPTHBIMH 00pa3aMH U OIIEHKa BO3HUKAIOIINX OT-
KJIIOHEHUM OT MACHOPTHBIX COAEPKaHUM — aHaIUTHYeEC-
KOM MOTPEIIHOCTH.
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ITo pesympraTaM arrecTanué OOpas3mOB METOAAMH
HCII-MC u UCII-A3C npoBenéH MOTyKOIUYECTBEH-
HBII aHanMn3 8§ 00pa3loB C U3BECTHBIM COJIEp)KaHHEM Ha
POA mertonom «best detection» i1 BBISBIEHUS CUCTE-
MaTHYECKUX PACXOXKICHUH B ONpEJesICHUH cocTaBa 00-
Pa3loB C UCHOIb30BAaHUEM pa3pyIIAIOUIETO U HEpa3py-
LIAIOIIEr0 METO/IOB aHajiu3a U npobomnoaroroBku. Tak-
K€ MPOBENEH MOITYKOIMYECTBEHHBIM aHAINU3 CTaHIAPT-
HBIX 00pa3noB coctaBa. Ha pucynke 1 nmpencraBieHs pe-
3yNbTaThl aHalm3a cTaHmapTHoro oOpasma OOKO-151
metogamu POA u UCII-MC B cpaBHEHHH C aTTECTOBaH-
HBIMHU COZCPKaHUSAMH.

Kak BHIHO M3 pUCYHKA, TOYHOCTh U3MEPEHUI 00JIb-
LIMHCTBA UccleAyeMbIX 31eMeHToB Metoaamu UCIT-MC
u POA oTnnyHO coryacyeTcs ¢ uX aTTeCTOBAaHHBIMU CO-
JIepKAHUAMHU, Jaxe C y4ETOM MOJYKOIHYECTBEHHOTO
MeToJa aHanu3a Ha POA 1 pa3nuyHBIX OJXO0I0B K IIPO-

neaype mpoOOIOATOTOBKH (XMMHYIECKOE PasIOKCHHE U
paspymatonmii ananu3 VCII-MC u Hepaspymaromui
meton PPA). Hanbonee TouHble onpesessieMble 3Haue-
HUSI IIPH MTOJTYKOJIMYECTBEHHOM aHaiu3e Ha PO A nabimo-
JIAIOTCSI TIPU OTIPEJINICHUH OKCHIOB C BBICOKUMH KOH-
nentpauusmu, ot 0,09 1o 60 macc.%. [IpoueHT oTkIIOHE-
HUSI OT aTTECTOBAaHHOI'O COJEpPIKaHHs JJIsl TIOJHOTO pas-
noxerns Mmetogom HCII-MC cocraBun B CcpemgHeM
—16,12%, i momykonmdecTBeHHOro PDA-anammsza
+11,12%. Ha pucynke 2 mpeacTaBiIeHO OTKJIOHEHHE pe-
3yNbTAaTOB M3MepeHuil cranmaptHoro obpasma OOKO-
151 oT ero arTeCTOBAaHHBIX COAEpPKAHUI MeToIaMU
HCTI-MC, UCII-A3C u POA ananuza Ha npuMepe Mo-
nenu Z-unaexca [15]. IlyHKTHpHON TUHHEH orpaHHYeH
JIOBEPUTENBbHBIN MHTEPBaJ, PaBHbIA 3HAYCHUIO PaCLIN-
peHHoil HeonpenenéHHocTH 20%, B KOTOPOM pe3yibTa-
ThI aHAJIM30B NIPHU3HAaHbI YIOBJICTBOPUTCIIbHBIMU.

100
y /\ —&— MC 1 ASC, macc%
10 p “‘\‘ —0— POA, nonykonny. macc%
// ATtTecToBaHHoe cogepx. CO
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= 2
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= |
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©
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Na,0 MgO Al,0; SiO, P,05 K,0 CaO TiO, MnO Fe,O,
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AneMeHTbI U oKCcuAbI

Pucynox 1. Cpasnumenvusie pesyriomamsl ananuza cmaroapmuozo oopasya OOKO-151 memooamu PPA u UCIT-MC
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Mpumeyarue:  onpepeneHue okcupos kpemHus 1 occopa metogamm UCIM-MC n UCM-ASC He npoeogmnoc

BBMAY TEXHUYECKUX BO3MOXHOCTEN mmetoeroca 060py,U.OBaHVIH.

Pucynox 2. Omxaonenue pesynomamos uzmepenuii memooamu UCIT-MC, UCIT-A9C u POA
OMHOCUMENbHO AMMECMOBAHNBIX coOepiIcanuti cmanoapmuozo oopazya OOKO-151
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WHCcTpyMeHTambHAS TOTPEIIHOCTE U3MEPEeHUH (TIpo-
LIEHT CpPEIHEKBAIPAaTHYHOTO OTKJIOHEHHS) METOJaMU
UCTI-MC u UCII-ADC cocraBuna B cpeaneM 0,75% u
SIBJISLIACH MHAMBUIYAIBHOM JIJIS1 KaXKA0TO ONpeeisieMo-
ro snemenTa. [lyig meroga POA stot mokaszatens cocta-
BisieT 1,8%. Pacimmpennas HeonpeneaeHHOCTh U3Mepe-
Huii coctamia 20%. OHa BeuucieHa ¢ ko3 duiueHrom
0XBaTa, PaBHBIM JIBYM, YTO aeT YPOBEHb NOCTOBEPHO-
cTH npubIM3uTENsHO 95% (HOBEpHUTENbHAS BEPOSITHOCTD
P=0,95). st GONBIIMHCTBA ONpeNesIeMbIX 3JICMEHTOB
HaOJI0aeTCs OTKIIOHEHHE TIOTYIEHHBIX PE3yIbTaTOB OT
aTTECTOBAHHOT'O 3HAYCHHUS B CTOPOHY 3aBBILICHUS METO-
oM PDA, B ctopony 3aHmxenus — merogamu MCII-MC
u UCTI-ADC. Pa3pymaronuii MeTo]1 aHaiu3a NPUBOJAUT
K TIOTepsIM MaTepHaa odpasia B nporecce IpooOnoAro-
TOBKH, COOTBETCTBEHHO MMOJTy4YEHHbIE 3HAUCHUS TIPEUMY-
LIECTBEHHO HIKE MACMOPTHBIX. [[OMOMHUTETHHBIM KPH-
TepUEM 3aHIKECHHUs TOJYUYCHHBIX 3HAYeHWH MpH mepe-
cuéTe Ha OKCHIBI MOXKET SBIATHCS TUTPOCKOITHIHOCTD
MTOYBBI ¥ HETOYHOCTH YUETA COIEPIKaHUS a30Ta, BOIOPO-
Ila ¥ yTaepoJia B COCTaBe MCCIEAYyEMBIX 00pa3IoB ¢ HC-
MOJIb30BaHUEM KOX(P(QHUIMEHTOB TIepecdéra COTIacHO
Metoauke Ne 499-A3C/MC MKXA. OTkioHeHHE OT at-
TECTOBAaHHOI'O COJEP>KaHUsI COCTAaBUIO OT —66,67% 1o
Zr u o +11,76% mno Pb. OTkIOHEHHE COACPIKAHHSI
Al>O3, Fe;03, MnO, Ca0O, MgO, K0, Ba, Zn, Pb, Sr, Rb,
Ga =e npessiniaet 20%.

J71s moyKOJIMYEeCTBEHHOTO aHalln3a, HalpOTHB, Ha-
OJII0IAI0TCS PEUMYIIIECTBEHHO 3aBBIIICHHBIE 3HAUCHUS,
YTO 0OBACHIETCSA HEYUYTEHHBIMU MaTpUUHBIMU 3 dekra-
MH, CHCTEMATHYECKUMH MOTPEIIHOCTIMHU, H30UpaTeIh-
HBIM TOTJIOIIEHIEM U BO3MOXXHBIMH HAJIO0KCHUSIMH aHA-
JUTHYCCKUX CHTHAJIOB OT B3aHMMHOTO BJIHSHUS JICMCH-
TOB [3]. OTKJIOHEHUS! OT NAaCHOPTHOTO COAEPMKAHMS CO-
cTaBIISIIOT OT —15% mo Sr o +46,15% o Ga. Takue »ie-
MeHTHI ¥ okcuabl, Kak SiO2, TiO,, Al,Os, Fe,03, MnO,
CaO, NaO, K0, P,0s, Cu, Zn, Pb, Ni, Sr, Rb, Zr naxo-
nsatcs B mpenenax 20% OTKIOHEHHS OT MaclOPTHBIX 3Ha-
YEHHH, YTO COOTBETCTBYET JOBEPUTEIHHOMY UHTEPBAIY
pacIIMpeHHONW HEOoNpeeIEHHOCTH W3MEpeHUi. 3aBbI-
IIIEHHBIE 3Ha4YeHus coaepxkanust Mg, Ba, Ga, La moryt
OOBSICHATBCS TE€M, YTO MaTpuyHbIE d(P(EKTH U CIIeKT-
pajbHBIE HAJIOKEHUS] CHUJIHHO BIMAIOT HAa JaHHBIE U HE
MOTYT B HY’KHOH Mepe KOPPEKTUPOBATbCS aJrOpUTMaMHU
kanuOpoBkH. OCOOCHHO 3TO KacaeTcsl CIIEKTPAIbHBIX JIU-
HUI B 00JIaCTH HU3KHUX SHEPTHM, Tl CYIIECTBYET OYCHb
MHOTO WHTepQepeHINA TUKOB 31eMeHToB it K- u L-
muaAK [16]. Taxke criemayer OTMETHTH, YTO BO3MOXK-
HOCTh PDA-aHaM3a TakuxX CIICIOBBIX 3JIEMEHTOB, Kak
Ga, Cs, Ba, La, Ce B TOpHBIX MOpPOJaX U PEAKO3EMENb-
HBIX py/ax SBJIAETCS HETPUBUATIBHOM 3a7aueii u TpeOyeT
yriyOJIeHHOW OLIEHKW TOYHOCTH aHalln3a C KOPPEKITHei
MOJTy4aeMbIX Pe3yJbTaTOB CIIOCOOAMH cTaHmapTa-poHa
U MHO>KECTBEHHOI1 perpeccuu [16].

Ecnu xe otnenabHO paccMaTpuBaTh pe3yJbTaThl IM0-
JykonudyecTtBeHHOro  PMDA-aHanmu3a  OTHOCHTENBHO
HCII-MC, 6e3 yuéTa 3JIeMCHTOB M OKCHJIOB, BBIIICIIAX
3a mpenensl 20%, cpenHee OTKIOHEHUE COCTaBIISET

+19,61%. Vcnonp3ys JaHHOE COOTHOIICHHE, MOYKHO KO-
CBCHHO OIICHUTh TOYHOCTh M3MEpeHHs (POHOBBIX 00pa3-
1I0B, HE UMEIONINX W3HAYAIbHO U3BECTHBIX MACTIOPTHBIX
3HAYEHUI COCTaBa.

CpaBHUTENBHOE COJEPIKAHUE DJIEMEHTOB U OKCUIOB
MOKAa3bIBA€T OTHOCUTENBHO BBICOKYIO CXOJHUMOCTH pe-
3yJIbTaTOB U3MEPEHUH, 3a UcKiIoueHueM Zr u Ba. Ilpu
KOCBEHHOM OIleHKe MPO0 ¢ HEM3BECTHBIM COJCPKAHUEM
JUTSL CPaBHEHHUS PE3yIIbTATOB M3MEPEHHUMN, TPOBEAEHHBIX
IBYMs TaHHBIMH METOJIaMH, CIIeIyeT IPHHAMATh B pac-
4ET CTATUCTHUKY OTKJIOHEHHUH MapajuIeIbHO U3MEPIEMBIX
CTaHIApPTHHIX 00pa3noB. CoriacHO paHee MPOBEAEHHBIM
uccinenoBanusim meronamu UCII-MC u UCIT-ADC Ta-
kue 3neMeHThl, kak Ti, Na, Cu, Ni 1eMOHCTpHpYIOT 3a-
HIDKEHHE MOoJydeHHbIX 3HaueHuil Ha 30-40% otHocu-
TENbHO MX aTTeCTOBaHHBIX cojepxkanuii B CO OOKO-
151. OgHako NpH NOIYKOJINYECTBEHHOM aHAIU3€e METO-
noMm POA oTkionenue He npesbimaer 20%, COOTBETCT-
BEHHO U TAaHHBIX 3JIEMEHTOB 32 MCTHHHBIC 3HAYCHUS
clenyeT OpaTh IMEHHO pe3yNbTaThl n3MepeHus Ha POA.
Pesynbrathl cpaBHUTENBHBIX m3Mepernnit Cu, Ba, Zn, Ni,
Cr u Sr 8 poHOBEIX 00pa3noB ¢ Teppuropun CUII npen-
CTaBIICHBI HAa PUCYHKE 3.

ComocTaBnsisi JaHHBIC DIIEMEHTHOTO aHaJM3a, Kak
MIPaBUIIO, OTMEYAIOTCS 0OJiee BEICOKHE 3HAUCHUS TIPH UC-
nosp3oBaHnu MeToga POA. JlanHoe 3aBbIllIeHUE JEMOH-
CTPUPYET CUCTEMATHUUECKHIA XapaKkTep JJIsi 00IbIINHCTBA
UCCIIeTyeMbIX 00pa3ioB u 35eMeHToB. [Ipu sToOM pazHu-
1a Ha npumepe cogepxanust Cr u Sr, B 4aCTHOCTH IS
MIEPBOTO U CEABMOT0 00pasioB, B 3 paza HUxe (Touka 7,
Cr) u B 2 pa3a Bbliiie (Touka 7, Sr) Me{aHbl pe3yJIbTaTOB
mMepeHnit MetogoM PDA oObscHseTCs, cKopee, CiIy-
YaHBIMU OTKJIOHEHHSMH. B OCTaIbHOM JJOCTATOYHO XO-
POIIIO MPOCIIEKUBACTCS TOYHOCTH ONpEICICHHs pa3opo-
ca KOHIICHTpANUi B pa3HBIX 00pa3max MPakTHISCKH IS
Ka)XI0TO OTPEEIIEMOTO dJIeMEHTA.

Takum o0paszoM, Mo pe3yibTaTaM CPaBHUTEIHHOTO
aHaJIM3a HEM3BECTHBIX OOPa3IOB, B KAa4eCTBE aTTECTO-
BaHHBIX 3HAYEHUH CleIyeT NPUHUMATh PE3yJIbTaThl
NCII-MC u UCIT-A3C ananu3a ¢ NOJIHBIM Pa3I0KEeHU-
em st okcuoB AlpOs, Fe,03, MnO, CaO, MgO, KO u
snemMeHToB Ba, Zn, Pb, Sr, Rb, Ga. JIins Takux OKCHIOB,
kak SiOz, TiO,, Na,O, P20s u snemenros Cr, Cu, Ni 3a
HCTUHY ClIelyeT IPUHUMATh Pe3yJIbTaThl UK3MEPEHUN Me-
Toi0oM POA.

CnenyeT OTMETUTh, YTO B PEXKUME MOJIYKOJIUYECT-
BEHHOT'O aHAJIM3a OIPEJCICHUE BIIEMEHTOB B 00pa3max
MeTo71oM PO A BO3MOXKHO IIPHU KOHIEHTPALNAX HE HIKE
10 ppm (0,001 macc.%) [4]. [Tpu 5TOM auManasoHsl ompe-
JIEICHUS ¥ TIPeJIENTbl OOHAPYKEHUS CIIeIOBBIX SJIEMEHTOB
metogoM MCIT-MC Ha 3—4 mopsiika BbIIlIe, ¢ TOYHOCTBIO
1o 0,0000001 mace.%, omHAKO B ClTydae BaJOBOTO OIpe-
JIeNICHHsI BEICOKUX KOHIeHTpanwii PO A-anamu3 naér 60-
Jiee TOUHbIE Pe3yibTaThl. JJONOJHUTENbHBIM TPEUMYIIe-
ctBoM PDA-ananuza nepen UCII-MC sBnsiercss Bo3Mo-
JKHOCTB ompeesieHust Si, P u mpsiMoro aHanm3a OKCHJIOB,
torga kak ans metonuk UCII-MC u UCIT-ADC npume-
HUM TOJIbKO PacYETHBIN METOJ.
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Pucynok 3. Pesynomamsl cpasHumenvuuix usmeperuti cooepxcanus Cu (a), Ba (6), Zn (8), Ni (2), Cr (0) u Sr (e)
6 onoswix obpazyax ¢ meppumopuu CHUIT

ITokazarenu npenena oOHAPYKEHUS JIEMEHTOB ISt
MOYBEHHBIX MATpHUI[ MO MJaHHBEIM P®DA cocTaBwin
0,04 macc.% s okcumoB (oxcuasl Si, Ti, Al, Fe, Mn,
Na, K, P) u 0,0004 macc.% Ui CIeTOBBIX 3JIEMEHTOB,
KOHIICHTPAIUsI KOTOPHIX B HUCCIEAYEeMOM oOO0pasle He
npesbimaet 0,01 mace.%.

[Mombop ompenensieMbIXx KOMIIOHEHTOB OPHEHTHPO-
BaH Ha MAKCUMAaJIbHBII OXBAT JIEMEHTOB M OKCHJIOB, 10-
CTYMHBIX JIJISl ONIPENIETICHUS M CPABHEHMSI TIEPEKPECTHBI-
mu Metoaamu ananuza UCII-MC, UCIT-ADC u PDA, ¢
JIOCTaTOYHBIM KOJHYECTBOM CO37aBaeMbIX KaaTuOpOBOY-
HBIX 00pa3noB. JlomycTUMbIE TUAa30HbI OTPEACIIIEMbIX
KOHLEHTpaLUi B LIEJIOM COCTaBUIIM:

— st okeumo — 0,03-65% maccer 00pasia;

— nyst anementoB — 0,0001-0,7% maccer oOpasiia.

3AKJIIOYEHUE

B mpoiiecce uccienoBanuii mo ONpeesieHuIo KOJIu-
YECTBEHHOTO COICp)KaHUS XUMHYECKOro cocTaBa (Co-
JIepKaHUS IEMEHTOB U OKCHIOB B Macc.%) B CHIIAKAT-
HBIX 00pa3Iax rpyHTa, IOYB U JOHHBIX OTJIOXKCHHUH Me-
TonoM POA mnpoBeaéH KOMIUIEKC 3KCHEPUMEHTOB IO
mo0opy HamboJiee ONTHMATBHBIX IMapaMeTpoB MPO0O-
MMOJITOTOBKH W TOMOTEHH3AIMH, IMOA0Op CTaHAAapPTHBIX
00pasIoB U omnpeneneHne coctaBa GOHOBEIX 00pa3IoB ¢
tepputopun CUII ¢ HanboJiee THTUIHBIM COOTHOIIIEHH-
€M HCCIeyeMbIX dJIeMeHTOB. OmpeaeneHbl 0COOSHHO-
CTH CPaBHHUTEILHOTO aHAIN3a 00pa3IoB MePEKPECTHRIMU
merogamu ICIT-MC u UCIT-ADC (pa3pymaroniuii ko-
JIMYECTBEHHBIN aHam3) 1 POA (Hepaspymaromui mosry-
KOJIMYCCTBCHHBIN aHAJIN3), BHIABJICHA ClieIM(HKa OTKIIO-
HEHUI Pe3yJIbTaTOB M3MEPEHHUI OT MACHOPTHBIX 3HAYC-
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HUH CTaHIapTHOTO 00pasla W peaan30BaH IpaKTHIEC-
KUH MMOJX0Jl KOCBEHHOW OIIGHKH TOYHOCTH HM3MEPEHHS
00pasLoB ¢ HEU3BECTHBHIM COCTABOM I10 Ka)KIOMY HCKO-
MOMY 3JICMEHTY/OKCHTY.

DKcneprMeHTaNBHBIM ITyTEM NOA00paHbl ONTHMAIb-
HBIE MapaMeTpbl U3MEIbUCHUSI M TOMOTEHH3ALNH, TPH
KOTOPBIX HE MPOUCXOAUT MEPErpeBa Wi CIIEKaHus Ipo-
ObI, OTCYTCTBYIOT OTZEJIbHBIE KPYNHUIBl. Macca mpoOsl
IIpY 3TOM JOJDKHA COCTaBIATh 50 rpaMm; BpeMsi U3MeNb-
genns — 1,5 + 1,5 munyTsI; 9actora — 1000 0o60poToB B
MHUHYTY. BbITH OmpenenceHsl cieayrone YHHBEPCAb-
HBIE TTapaMETPhl MPECCOBAHMUSA 00PA3IOB: ONTHMAIbHAS
Macca oOpasia — 5 r, HaBecka CBsi3yloliero Bocka — 1 r,
Macca HO/JI0KKU — 5 T, mpeccoBanue ¢ ycunueMm 40 1. B
mpoliecce pa3paboTKH MPOIEAYPhI MTPOOOIOATOTOBKU U
W3MEPEHUH ISl ONpe/IeNICHHs] XMMHYECKHUX DJIEMEHTOB B
mouyBe MeTooM PDA Ob110 BEIOpaHO 9 periepHbIX 00pas-
1oB (1 CO, 8 poHOBBIX 0OPA3IIOR).

Pe3ynbTaThl MPOBEAEHHBIX HCCIEIOBAaHNH MTOKA3AIIH
MIPUMEHUMOCTh MEXMETOTHOTO CPAaBHEHHS JaHHBIX JUISA
OTIPEJETICHHUS COCTaBa PETIEPHBIX 00PAa3IoOB C LENbI0 CO-
3IaHUS METOIUKHU KoJimuecTBeHHOro PDA-ananmuza. Ha
npumepe aHanuza CO OOKO-151 meronamu UCII-MC,
UCII-ADC u OeccranmaptHeiM PDA BBIIBICHAa XOpO-
1as CXOAUMOCTh MAacCOBOTO COAEP)KaHHS IEMEHTOB U
OKCHJIOB C UX aTTECTOBaHHBIMH 3HaueHHsAMU. [IpoueHT
OTKJIOHEHUS OT aTTeCTOBAHHOTO COJEpKaHMs Ui IOJI-
Horo pasnoxerus MerogoM UCII-MC cocraBun B cpef-
HeM —16,12%, nis nomykonndecTBeHHOro PO A-ananu-
3a 11,12%. B xauecTBe NpHUNH 3aHIKEHHUS TIOTYIEHHBIX
3HAYEHHWH pa3pyLIAIOIMMH METOJaMH aHAJIN3a MOXHO
Ha3BaTh NOTEPH MaTepuana odpasia B mpouecce npodo-
MOJTOTOBKH, TUTPOCKOIMYHOCTH MPOOBI U HETOYHOCTH
yuéTa cosiepKaHus a30Ta, BOJOPO/IA U YIiIepoaa Ipy Hc-
M0JIb30BaHNH K03()(QUIMEHTOB Nepecyéra 371eMeHTOB Ha
OKCH/Ibl. 3aBBIIICHHbIE KOHIIEHTPALUH Psijia 3JIEMEHTOB
[IPY Hepa3pyIIaroIeM aHaIU3e MOT'YT OOBSCHSATBCS Mart-
PUYHBIMU 3 deKTaMHU, CIIEKTPATIbHBIMY HAJIOKESHUAMH U
uHTEep(EpEeHINIMH, HEe B TIOJIHOH Mepe KOMIIEHCHpYe-
MBIMH aJITOPUTMAaMH KQJIMOPOBKH, a TaKke HE00X0AMMO-
CTBIO KOPPEKIHMHU criocodaMu ctanaapra-GpoHa U MHOXKe-
CTBEHHOH perpeccu.

ITo pesynpTaram cpaBHHUTEIBHOTO aHAHM3a ONpeJie-
JICHBI IEPEYHHM DJIEMEHTOB JUIS Pa3pyIIAIONIEro U Hepas-
PYIIAIOIIET0 METOI0B, PE3YJIbTaThl H3MEPEHUH KOTOPBIX
JIy4dllle COTJIaCYIOTCSl C ATTECTOBAaHHBIMH 3HAUYEHHSIMHU
CO OOKO-151. Husa UCIT-MC u UCIT-ADC 310 OKCH-
ner Al;Os, Fe,03, MnO, CaO, MgO, K;O u srnemeHThI
Ba, Zn, Pb, Sr, Rb, Ga. [lna mojayKoJIM4eCTBEHHOTO
P®A-ananmsa - SiOy, TiO2, Na2O, P2Os u snementos Cr,
Cu, Ni. JlommycTrMble TUAna3oHbl OMPEACIsieMbIX KOH-
LEHTpAIMi B IEJIOM COCTaBwiId: it okcumoB — 0,03—
65% wMaccel obOpasna, mis 3nementoB — 0,0001-0,7%
Macchl oOpasia. [lokasana >3 peKTHBHOCTE KOMOWHHPO-
BaHHOTO I10/IX0/Ia B IIOITOTOBKE K OIPE/ICIIEHHIO COCTaBa
00pasloB ¢ HEM3BECTHBIM COJIEPKAHMEM JISl UCIIOJIb30-
BaHMS MX B KaUueCTBE peNepHbIX cTaHnapToB B POA ana-

JM3€ AT pACIINPEHNs AUANa30HOB ONPEeNIeMbIX KOH-
LEHTPAIU 3JIEMEHTOB U OKCHJIOB.

[ToMumo sKOHOMMH Ha MTPUOOPETEHUH CTAHAAPTHBIX
00pa3oB AaHHBIX MOAXOJ MO3BOJSET PACIIMPHUThH AWa-
Ma30HBI ONpPEAEIIEMBbIX JJIEMEHTOB M OKCHIOB. B xone
pabot 6bUT MpoU3BEIEH TOAOOP 00PA3IOB, COOTBETCTBY-
IOLIMX XapaKTepPHOMY COCTaBy NOYB (POHOBBIX TEPPUTO-
puit CUIL, nmpoBeneHo onpeaeneHne ONTHMAaIBHOTO CIO-
coba mpobomonroToBku Ha PDA, aHamm3 31eMeHTHOTO
COCTaBa, CPABHEHUE PE3YNNBTATOB U TOJyYCHUE aTTECTO-
BaHHBIX 3HAYCHNI KOHIIGHTPAIINH 3JIEMEHTOB M OKCHIIOB.

Hannvie uccnedosanus gunancuposanucy Munu-
cmepcmeom suepeemuxu Pecnybnuxu Kazaxcman 6 pam-
Kax HAy4yHO-mexHuyeckou npoecpammuvl  «Pazsumue
amommnou suepeemuxu 8 Pecnyonuxe Kazaxcmany (MPH
—BR09158470).
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3TEJIK TONBIPAK YJT'JIEPTH JAWBIHIAY 9ICTEPI
BY3BUIMAWTBIH P®A TAJIJIAY YIIIH

B.B. Koaoun
KP Y410 PMK «Paouayuansik Kayincizoik yxeoHne skonozua uncmumymaoty gunuanst, Kypuamos, Kazaxcman

EH OHTalNbl TOMOTEHM3AIUSHBIH, ChIHAMAIApAbl JaWbIHAAYIBl JKOHE YITUIEpAl NpecTey MapaMeTpiepiH TaHIay
OOMBIHIIIA IKCTIEPIMEHTTIK 3epTTeyiep >KYpri3inai. DIeMeHTTep MeH OKCHUATEp KYPaMBIHBIH aTTeCTaTTalIFaH MOHIEpi
Oap cTaHIapTTHl YITiHI penepiik yiriiepai ipikrey xy3ere acelpbuiabl. [IIoFbIpany IbIH aHBIKTAIATBIH JHANa30HAapbIH
keHelTy Makcatbinaa CCII aymakTapbl YIIIH HEFYpPJIbIM THITIK XUMHSJIBIK Kypambl 0ap 8 (OHABIK YAriiep KOochMIna
ipikrengi. Macc-criekTpoMeTpus xkoHe aToM-aMuccusiiblK criekrpomerpust (MCII-MC xone UCII-ADC) spicrepimen
yJIriziepaeri 3JeMeHTTepAiH KypaMblHa arrectarray Kyprizuimi. [Ipectenren Tabnerkanap JalbIHAANIBI, TalgayAblH
JKOHE ChIHaMa JlaibIHaayAbIH Oy3ylIbl )koHe Oy30aiThIH 9[IiCTEepiH NakaaaHa OTBIPHII, YATUIEp KypaMbIH alKbIHAAYy1a
KYHelni colikecci3mikTep i aHBIKTay YIIiH Oenrimi Kypambl «best detectiony» omiciMeH 8 yirire >kapThlail MeNIIEPITiK
pentrendmyopectentTik Tanaay (POT) xyprizinmi.

Tyitin ce30ep: cmanoapmmul yaei, POT, oy36atimvin manoay, npecmey, 20MO2EHU3AYUS.

METHODS OF PREPARING REFERENCE SOIL SAMPLES
FOR NON-DESTRUCTIVE XRF-ANALYSIS

V.V. Kolbin
Branch “Institute of Radiation Safety and Ecology” RSE NNC RK, Kurchatov, Kazakhstan

Experimental studies of the selection of the most optimal homogenization, sample preparation procedure, and sample
pressing parameters have been conducted. Reference samples were selected including eference standards with certified
values of the content of elements and oxides. For enhancement of concentration ranges determined, 8 background samples
with the most typical chemical composition in the STS territory were additionally selected. The content of elements in
samples was certified by mass- and atomic emission spectrometry (ICP-MS and ICP-AES). Pressed pellets were prepared,
a semi-quantitative X-ray fluorescent analysis (XRF analysis) of 8 samples with the known content was carried out by
the ‘best detection’ to identify systematic discrepancies in determining compositions of samples using a destructive and
non-destructive analytical technique and sample preparation.

Keywords: reference standard, XRF analysis, non-destructive analysis, pressing, particle-size composition.
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