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PHOSPHATE RAW MATERIAL AND ITS PROCESSING
PRODUCTS ANALYSIS FOR RARE EARTHS BY
COMPARATOR INAA USING REACTOR WWR-K

Abstract. Instrumental neutron activation analysis (INAA) proved itself long ago as one of the basic analytical
techniques applied to analyze mineral resources and other objects for rare earth elements (REE) content. One of its
up-to-date modifications based on comparator INAA uses the internal standard method to improve analytical
precision. Element Fe often appears as the internal comparator, but precision of its measuring by an independent
method, such as X-ray fluorescence, as a rule, is insufficient to analyze objects with artificial matrixes for REE
contents with relative uncertainty lower than the admissible one. Such objects include phosphorous production
wastes, which are a valuable REE source, as well as wastes processing products, and REE concentrates.

In the present work, based on samples irradiation conditions and measuring conditions optimization as a result
of investigations, potential of INAA relative standardization method to analyze Fe comparator with required
precision (relative uncertainty <5%) is demonstrated. This eliminates necessity in an independent method. Using the
certified reference materials of phosphate mineral resources, relative uncertainty of REE content measuring by
internal standard based comparator INAA is evaluated — not more than 8%. Following the example of REE analyses
in different samples of phosphorous production and its processing products, the proposed approach is shown to
analyze technological samples for REE contents according to III category of precision.

Keywords: neutron activation analysis, rare earth metals, phosphate raw material.

VK 543.621
H. 10. Cuiaués

PI'TI «MaCTHTYT sinepHON du3ukm», Anmatel, Kasaxcran

OINPEJAEJIEHUE COAEPKAHUA PEJAKO3ZEMEJIBHBIX METAJIJIOB
B ®POCPATHOM CBIPBE U ITPOAYKTAX EI'O IIEPEPABOTKH
KOMITAPATOPHBIM NHAA C UCITIOJIB3OBAHUEM PEAKTOPA BBP-K

AnHoTtanusi. THCTpyMeHTaNbHBIH HEHTPOHHO-aKTHBAIMOHHBIN aHann3 (MHAA) naBHO 3apekomMeHoBall ceds
B KayecTBE OJHOTO M3 OCHOBHBIX METOAOB, NMPHUMEHSEMBIX Ui ONpPEICNICHHs] COJEpKAHUA PEIKO3EMEIbHBIX
MeTaiuioB (P3MoB) B MUHEpallbHOM CBHIphE W IpyTrux oOBekTax. OgHAa W3 COBPEMEHHBIX MOIU(MUKAINA METOAA,
OCHOBaHHas1 Ha KommaparopHoM MHAA, mcmones3yer crmocod BHYTPEHHErO CTaHAApTa IJIS MOBBIICHHUS TOYHOCTU
aHanu3a. B kadecTBe 3eMeHTa-KoMIapaTopa OOBIYHO BBICTyHaeT Fe, OZHAKO TOYHOCTH €ro ONpEACIEHHS
HE3aBUCUMbIM METOIOM, KaK IIPABUIIO — PEHTI€HO(UIyOpECIEHTHBIM METOJIOM aHAJIN3a, HEOCTAaTOYHA [UIsl aHAIM3a
P3MoB ¢ OTHOCHTENIBHOI MOTPEIIHOCTHI0O MEHBIIE AOIMYCTHMOM B 00BEKTax € HMCKyCCTBeHHOW Mmarpumei. K
TAKOBBIM OTHOCATCSI OTXOJIbI (OCHOPHOro MPOU3BOACTBA, MPEICTABIIIOIIME CO00I NeHHbI ucrounnk P3Mos, a
TaKKe MPOAYKTHI X NepepaboTKy, BKIOUast KOHLEeHTpaTsl P3MoB.

B nanHoli pabote, B pe3yiabTraTe ONTUMU3ALUM YCIOBHUIl OONydeHHS U M3MEpeHHs 00pa3loB Ha OCHOBE
MPOBEACHHBIX UCCIEA0BaHMM, MOKa3aHa BO3MOXHOCTb OTHOCUTENBHOrO MeToja cTanjaprusauuu B MHAA mns
OTIpeJIeTIeHNs] coJlepKaHKs KoMmIapaTopa Fe ¢ oTHocHTenbHOM NorpenHocThio <5%, 4To ycTpaHsieT HeoOX0ANMOCTb
B HE3aBHCHUMOM Meroje aHaim3a. C IOMOIIBIO CTaHAAPTHBIX 00pa3loB (OC(ATHOTO CHIPhS OLEHEHa TOYHOCTH
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ompeneneHus conepxkanus P3Mor xommaparopasiM MTHAA ¢ ncnonp3oBaHHEeM BHYTPEHHETO CTaHIapTa (OTHOCH-
TeJIbHas TorpemHocTh He Oonee 8%). Ha mpumepe aHanm3a pa3nudHbIX 00pas3noB (ochOpHOTO MPOM3BOACTBA U
MPOXYKTOB €ro NMepepadoTKH MPOJIeMOHCTPHUPOBAHBI BO3MOYKHOCTH TPEUIOKEHHOT0 TT0AX0a i1t aHann3a P3MoB B
TexHoJoruueckux obpasmax mo Il kaTeropun TOUHOCTH.

KiroueBble cj10Ba: HEHTPOHHO-aKTHBALMOHHBII aHAIN3, PEAKO3EMeIbHbIE METaIUIBI, (POC(hATHOE CHIPbE.

Beenenne. B HacTosmee BpeMss B MHpE YIEISIETCS NPUCTAIBHOE BHUMAHUE KOMIUIEKCHOM
nepepaboTke QochopocomepKaIero Celpbs BBHIY TPOMAJHOTO KOJHMYECTBA HAKOIUICHHBIX OTXOJOB, B
OCHOBHOM, B Bue docdopHoro 1muraka u docdorurca [1-5]. Muyummapasl TOHH OTXOA0B CKIaHUPOBAHO B
oTBaax (GocOPHBIX MPOU3BOJCTB MO BCEMY MHPY [6], U3 HUX — JECATKH MWUIMOHOB TOHH TOJBKO B
otBaniax pochopubix npeanpustuii KOxHoro Kazaxcrana, nepepabarsiBaromux gochoputs Kaparay [7].
OTtxomb!l pochopHOTO MPOU3BOCTBA YACTHYHO HCIIONB3YIOT B CEIIBCKOM XO3SHCTBE W ISl IPOU3BOICTBA
CTPOUTENBHBIX MAaTEepHajoB, OJHAKO TPH 3TOM OE3BO3BpAaTHO TEPAIOTCA CoJep)Kaluecs B HHUX
MIPOMBIIIICHHBIE 3aMIaChl LICHHBIX TAXKEIBIX METAIJIOB U, B IEPBYIO ouepean, P3MoB.

®ocdoruric U apyrue oTxoabl GochOpHOTro MPOU3BOJACTBA CUUTAIOT OAHUM U3 IMEPCIEKTHBHBIX
TEXHOTEHHBIX HCTOYHWUKOB TONYYCHHsI PEeAKo3eMelnbHBIX MetamwioB [7-11]. Tak, mpum mepepaboTke
dochopurorsix pya mo (85-90)% P3Mor nepexonst B docdorumnc [1, 2]. PazpaboraHHbIe TEXHOIOTHU
MO3BOJISIOT MPOBOAMTH MPAKTUYECKH MOJTHOE U3BleueHrne cyMMmbl P3MoB u3 ocromurica (10 96%) [1] u
n3 ntaka gocdoproro npomussoicTBa (10 98%) [12].

PaznenpHOE ompeneneHue peaKo3eMeNbHBIX METaIOB B UCXOAHOM (oc(aTHOM CHIphE, OTXO0HAaX
MPOU3BOJCTBA, MPOMEKYTOUYHBIX M OKOHYATEIBHBIX MPOJYKTaX IMepepaboTKU MPEICTaBIsIeT COoOOou
CIIOKHYIO aHAUTHUYECKYIO 3aiady. Pa3iuuHbIi MUHEpaIbHBIH COCTaB O0Pa3IOB W IIMPOKUN HHTEPBAI
comepxannii P3MoB, mocturaromuii 3-4 TOPSIKOB BEIMYWHBI, 3aTPYAHSIIOT TOMYYCHHE HAICKHBIX
pe3yNIbTaTOB, a BHICOKHE COJICPKaHUs (B KOHIICHTpATaX) YKECTOUAIOT TPEOOBAaHUS K TOYHOCTH aHAJIM3a.

Tak, nomycrumasi OTHOCHTENbHAs IOTPEIIHOCTL O ; onpeleneHus MaccoBoi nonu P3Mos (1-2)% ue

nomwkHa mpeBbimath (10-15)% [13], yTo HakmagbiBaeT cepbe3Hble OTpaHMUYCHHS Ha BHIOOp METOJO0B
aHaJm3a.

Ora 3agaya MOXET OBbITh YCICIIHO pelleHa C IOMOINBI0 HHCTPYMEHTAJIBHOTO HEHTPOHHO-
aktuBanmonHoro ananusza (MHAA), mpumensemoro mis ompenencHusi coiepxkanus P3MoB kak B
HCXOAHOM ChIphe — Qochopurax [14, 15], Tak U B oTXomax ero mnepepabotku — docdorurce [6, 16] u
dbochopaom mwrake [7]. C MeTBI0O METPOJOTHYECKOTO O0OECIeUeHUsT MPOMOIDKACTCS AaTTeCTAIHS
COOTBETCTBYIOIINX CTaHAApTHBIX oOpasmos (CO) [17].

Tem He MeHee, pacIpOCTPaHEHHBIM OTHOCUTENBHBIN MeTo/ cTanaapTu3anui B UHAA, ¢ TunmuHeIMU
3HAYCHUSIMH OTHOCHUTENBFHOHN morpemHoctu ananuza P3Mos (15-20)%, He oOecrnieunBaeT HEOOXOAUMYIO

TOYHOCTb MX ONPEACIICHUSA BO BCEX O6’BCKT3X, T.K. IOrp€IIHOCTL aTTSCTAlMU COIIOCTaBHMMa C G[( JJIA

oompmuaCcTBA CO. Hcemonp3oBaHue BHENTHETO CTaHAAapTa HEYMOOHO TIPH aHAIW3e KOHIICHTPATOB,
MMOCKOJIBKY COKpAIlleHNE BPEMEHH aKTUBAIUU MPUBOIUT K Bo3pacTanuio pacxoja CO, 100 K CHIKCHHIO
To4HOCTU uX m3Mepenuid. (IIpu anbTepHaTUBHOM YMEHBIIEHUHM MAacChl 00pa3iia MEHee 5 MI' CTAHOBUTCS
3HAYUMOW TMOTPEIIHOCTh B3STHA HaBeCKH Ha aHAIMTHYECKUX Becax.) HemocraTtoyHass TOYHOCTH
OTHOCHTEIHLHOTO METO/Ia Tak)Ke 00YCIIOBJICHA CTAaHAAPTHBIM CITOCOOOM YITaKOBKH 00pasmoB (pyJIOHOM) U
WX CIy4yailHOH OpHeHTalueil B HEWTPOHHOM IIOJIE C BBIPAKCHHBIM TPAJUCHTOM IOTOKA BHYTpPHU
obOnyuarenbHOTO KOHTelHepa. [locnemHee OOCTOSATENBCTBO YCYTyOWJIOCH TIOCIE MOJEPHHU3AINN
nccienoBareabckoro peakropa BBP-K [18]. B pesymbrare yMeHbIIEHUS pa3MepOB aKTUBHOW 30HEI,
BEpPTUKAJIbHBIE TepUQeprudecKre KaHalbl, ucrnonb3yembsle B THAA, BoIITN 3a ee mpeaesnsl, YTO MOTJIIO
MPHUBECTH K YBEIUYCHUIO B HUX TPAJIMCHTa HEUTPOHHOTO MOTOKA.

OTMeYeHHBIE HEIOCTaTKU, BMECTE C HEKOTOPbIMU Apyrumu [19], genaroT OTHOCUTENBbHBIA METOX
MaJo TPUEMIIEMBIM ISl pEIIeHUs TOCTaBICHHOW 3ajauyd. BONBIIMHCTBO HEIOCTATKOB 3TOTO METOAA
ycrpassitorcsi B kommnapatopuom MHAA ¢ mpumeHeHuweM crmocoba BHyTpeHHero cranmapta [20].
CopmepkaHre dJIeMEHTa CpaBHEHHUS B KaXIOM oOpasle OOBIYHO HaXOIAT HE3aBUCHUMBIM METOJIOM.
JlaHHBI MOXXOM C MCHONMB30BaHMEM peHTreHodyopeciienTHOrOo MeTonma aHamm3a (PDA) mns
OmpeseNieHusT COAEp)KaHMsS KoMIaparopa ObUI yCIEUIHO MpPHMEHEH B psle WCCIEIOBaHUN TpHU
AJIEMEHTHOM aHaju3e reojormueckux odpasmos [21-23]. K nanbonee yqo0HBIM 3JIeMEHTaM CpaBHEHHS B
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3TOM Cilydae OTHOCAT kene30. OTHocuTenbHas mnorpemHocTs aHanuza CO yKa3aHHBIM BapHaHTOM
kommapatopHoro MHAA cocrasisier okono 10%, 9To 00yCIOBIEHO BBICOKOH TOYHOCTBIO OIpEEIeHHUS
coniepkanus Fe B reosoruueckux obpasiax COBpeMEeHHBIMHU peanu3anuiMu Metoga POA.

CootHomenne conaepxxkanus Fe B ropHeIx nopoaax, HaaeHHoe merogamMu MHAA n POA (pucynok
la), moKa3bIBaeT OTCYTCTBHE CUCTEMATHYECKOW MOTpeImHocTy aHanm3a Fe mocnenaum metomgom (PJITI-
21T, TOO «Acmanl'EO», AnmMatel) Ha (oHE IpUEeMIIEMON CITydaiiHOH morpemntHoctr. Omnpenenenue Fe
metogoM MHAA ocyiecTBieHo criocoOoM BHEITHETO CTaHgapTa ¢ Mcmoiab3oBanueM pasnuuneix CO. B
oO0ImIel CIOKHOCTH MPHUBEACHBI pe3yibTaThl aHaiu3a nopsaka 90 oOpas3loB, BBHIIOIHEHHOTO B pa3HOE
BpeMS.

C npyroif CTOpOHBI, HCCeI0BaHUE NMPOMEKYTOUHBIX MPOIAYKTOB IMepepaboTku (HocGopHOro muiaka
MOKa3blBaeT 3HaYMMOE CHCTEMaTHYecKoe 3aBblllieHHE ompereneHus Fe meronom PDA B cpaBHEeHHH ¢
MeronoM MHAA (pucynok 10). Hemocrarounasi TOYHOCTH D3JIEMEHTHOTO aHAIM3a TEXHOJOTHYECKHUX
00pa31oB, 00yCIOBIEHHAS CIOKHOCTBIO YIUIOTHEHUS TOHKOJIMCIEPCHOTO MaTepHalla B M3MEpPHUTEIbHOU
KIOBETE, HE MO3BOJIAET UCNOIb30BaTh cofepxkanust Fe Metonom POA B kauecTBe BHYTPEHHETO CTaHAapTA.
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Pucynok 1 — CootHomenue copepxanus Fe B mpo6ax ropHsix nopof (a)
Y TEXHOJIOTHYECKUX Mpobax (0) HeHTPOHHO-aKTHBAMOHHBIM
U PEHTIeHO(IIyOPECLEHTHBIM METOJAMH aHaJIN3a

B nannoii paboTe mpHuBeneHBI pe3yabTaThl WCCICIOBAHUS TOBBILICHWS TOYHOCTH aHanu3a Fe B
MOOBIX 00pasmax oTHocHTeNbHEIM MHAA ¢ 1enbio MCIOMB30BaHMS TIOMYyUYCHHBIX 3HAYCHHH B KaUeCTBE
BHYTpeHHero cranjgapra. Ha mpumepe omnpenenenus coxaepxkanus P3MoB B ¢ocharHOM chippe U
NPOAYKTax €ro mnepepadOTKH TMOKa3aHa BO3MOXKHOCTh TIpUMEHEHHs Tonbko Metoga MHAA ¢
WCTIOJIB30BaHUEM CII0c00a BHYTPEHHETO CTaHAapTa Ul pacdera cojepxanuii P3MoB B TEXHOIOTHYECKUX
o0pa3rax ¢ HeoOX0IMMOW TOYHOCTHIO, HETOCTHKIMOH /711 OTHOCHUTEIIFHOTO METO/1a CTaHJapTH3AINH.

TeopeTuyeckoe 060CHOBaHME

Conepxanue mo0oro syeMeHta B aHammsupyemoM oOpasne C, (%) cmoco0oM BHYTPEHHETO
CTaHIapTa MOXXET OBITH IOJyYeHO Ha OCHOBAaHMHM YPaBHEHHS IPOCTOr0 KOMIIAPaTOPHOTO METOna
cTaHmapTH3auy [24] (MHAEKC a COOTBETCTBYET ONPEACIIEMOMY JIEMEHTY, HHICKC ¢ — KOMITapaTopy):

¢ _¢ kS S EN +ONSDO)GF, 0
kJ &E, )/ +05)(SDO),G,F, "
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rae C, — comeprkaHue syieMeHTa-kommnaparopa (%); J— cKopocTb cueTa 3a BBIYEeTOM (OHA B ITUKE ITOJIHOTO
HOTJIOICHNS AaHATUTHYECKUX TaMMa-JTHHUH COOTBETCTBYIOIIETO M30TOIA, UMII/C; &(F) — OTHOCHTEIBHAS
3 PEKTHBHOCTh PETHCTPALUN JCTEKTOPOM TaMMa-M3JIydeHHsl H3MepsieMoil sHeprued, %; Qp —
2 o 2
OTHOLIEHHE PE30HAHCHOI0 MHTerpana /o (cM”) K CE4eHHIO aKTHBALUK TEIUIOBBIMHM HEUTpOHAMU O (cM); f
— OTHOUICHWE IUIOTHOCTEH MOTOKOB () TEMJIOBBIX M PE30HAHCHBIX HEUTPOHOB; S — K03 UIHEHT

HACBIIIEHNS, 3aBHCAIINIA OT BPEMEHH OOJNy4eHHs f; M NMOCTOSHHOH pacmaga A; D — xoddQuiment
pacmajna, 3aBUCAIIMIA OT BpeMEeHH "OCThIBaHUS" ¢4 ocie oKOHYaHMs o0sydenus; C — monpaBka Ha BpeMs
u3MepeHus obpasua ty; G — Ko3hPUINEHT KOPPEKUUH CaMOIOIJIOLUICHUSI 00pa3oM MIOTOKA TEIJIOBBIX U
PE30HAHCHBIX HEUTPOHOB; [ — KOA(QPUIMEHT KOPPEKIMH CaMOIIOIIOIIEHHS 00pa3loM raMMa-H13JIyYeHHs
aHamMTU4YecKoi ymHuM; U k — ko3ddunuent (k-¢pakrop), oOpa3oBaHHBIA W3 MPOU3BEACHUS SACPHBIX
KOHCTAHT:

k=o,0PM™, 2

rae 0 — AO0JId aKTUBUPYEMOI'O M30TOIIa B €CTEeCTBEHHOI cMecH HU30TOIIOB; B, — BBIXOJ] aHAJIMTUYECKOM

ramma-nuHuN (%), M — aToMHas Macca 3neMenTa, Jla.

OMITUPUYECKUE MONPAaBOYHbBIN KO3 (UIUEHT K, . KOMIICHCUPYET CUCTEMATUYECKYH) MOTPEIIHOCTh
aHaim3a, OOYCIIOBJICHHYH) TOTPEIIHOCTSIMH OMNPEICIICHUS SACPHBIX KOHCTAHT, 3KCICPUMEHTAIBHOTO
napamMeTpa f ¥ rpalyipOBKH JIeTeKTOpa 1m0 3PPEKTUBHOCTH PETUCTPALIUH.

®daxrtop BpeMeHn SDC B SBHOM BHIIC MOXKET OBITH MTPEACTABIICH CIICAYIONAM 00pa3oMm:

SDC = (1-exp(=At, ))exp(=At, )1 —exp(=At,))/ At . 3)

[Ipu npoBeaeHun aHanaM3a MO JOJITOKUBYIIMM PaJUOHYKINAAM IOIpaBKa Ha Bpems usmepenus C
Bceraa MeHee 1%, u eit MOXKHO TpeHeOpeyb.

Koadduuuent koppexkunn camonoriomenus G, Kak IpaBuiio, OYeHb OJIM30K K 1 mpu Macce HaBECKU
obpasna ropaeix nopon mo 200 mr. B ciywae amanm3a koHieHTpaToB P3MOB, XapakTepH3yHOMUXCs

BBICOKMMH 3HaueHUsMU [y U O, IyTeM IPOCTOTO yMEHbIIEHUs HaBeCKUu 3(PdEeKT caMOonoriomeHus

MOJKHO JIETKO CBECTH JI0 TIPEHEOPEKMMON BETNIHHBI <5%.

Koaddumment koppeknuu caMOMOTIIONEHHSI TaMMa-H3JIy4eHus F HeoOXOAMMO MPUHUMATh BO
BHUMAHHE TOJIbKO MPH aHAIU3E¢ 3JCMEHTOB M0 OTHOCUTEIBHO "MSTKMM" raMMa-THHUSM B TSKEIOW
MaTpHIIe.

Bennunny otHomeHus 1/f y100HO BBIYUCIATH C TIOMOLIBIO CIIEIUATIBEHOIO MOHUTOPA CHEKTPATLHOTO
cocTaBa TIIOTOKa HEHTPOHOB B BHJIE 00paslla C BBICOKMM COJCpXKaHHEM JJieMeHTa  Zr,
XapaKTEPH3YIOIIETOCs IBYMS H30TONAMK —  Zr u **Zr — ¢ BeicokuM (252) u HuskuM (5.3) sHadennsmu O

(QO,] << Q0,2)3
1 o0y, Boy, B= J,6(E\)O\ P,

,B=—""——"7"7""+, 4)
f Bl,, -1, Je(E, )Hzpy,z

I7ie HIKHUE UHAEKCHI 1 U 2 COOTBETCTBYIOT IBYM M30TOmaM. Takoii cmoco0 pacuera 6osee yao0eH, 4yeM
Metoa Cd-ro OTHOLIEHHMS, U TO3BOJISIET C BHICOKOW TOYHOCTBIO OMpPENENsTh 3HaueHus 1/f B ciaydae He
CITMIIIKOM TEPMAIM30BaHHOT'O TIOTOKA HEHTPOHOB, KaK, HAIIPHMEp, B HCCIIEIOBATEIECKOM peakTope BBP-K.

MeToauka uccjaea0BaHus

Js mpoBeneHUS WCCleAoBaHMi BRIOpaHa mo3unus Ned BepTHKAIBHOTO Tepu]eprIecKoro KaHaja
10-6, pacmojoXeHHOTO 3a TMpeaeraMH aKTHBHOM 30HBI HCclefoBaTenbckoro peakropa BBP-K, ¢
IUIOTHOCTBIO MOTOKAa HEWUTPOHOB 3.7-10% em?c!. C [ENpI0 OICHKH BENUYHUHBI 1/f BBIIOTHEHO
MHOTOKpPaTHOE 00JTydeHHe MOHIUTOPOB CIEKTPaILHOTO COCTaBa MOTOKA HEHTPOHOB — 00pa3IoB OKcHIa Zr
Maccoi okoso 20 mr. I'amma-crieKTpoMeTpuyeckiue H3MepeHHs O00JyuYeHHBIX MOHHTOPOB MPOBOIMIN
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cnyctss 6 mHel "ocTeiBaHMA". Bpems HaOopa CHEKTPOB COCTaBsuI0 mopsaka 20 MUHYT, TIpU 3TOM
BBITIOIHSIACH KOPPEKIHS CKOPOCTH CYeTa KOPOTKOKHBymero msororma ° Zr (Ty, =16.9 1) 3a Bpems
M3MEpEHH.

OneHka BeMMYMHBI W HANpaBlICHUs TpajueHTa IUIOTHOCTH HEHTPOHHOTO IMOTOKAa B OJHOM U3
nepudepruuecknx BePTHKAIBHBIX KaHAJIOB HOBOHM akThBHOU 30HBI BBP-K mpoBenena smepseie. C aToit
LeNIBI0 OBbLIa M3rOTOBJIEHA CHEeNHaNbHas cOOpKa — MOHHUTOp IpaaueHTa @, cocrosimas u3 12 cTaabHBIX
BTYJIOK, pazMepamu 12x18 MM, oOpa3syromias npaBuibHYI0 6-rpaHHyIo npu3Mmy. Kaxngas u3 BTynok Obuia
NPOHyMEpOBaHa, I[OMEYEHA M B3BEIICHA HA AaHAJIUTUYECKUX BecaxX. PaccTosHue MeXIy LEHTpamu
MIPOTUBOIIOJIOKHBIX BTYJIOK BJOJIb OCHOBaHUS NPU3MbI — 25 MM, BJI0JIb TpaHel mpusmsbl — 21 Mmm. BTynku
MOMEIIeHBl MTOMEYEHHBIM OCHOBaHMEM BBEpX B JBE LMIHMHAPHUYECKHE KOPOOOUYKH U3 paJuallliOHHO-
yCTOMUYMBOrO MaTepuana (TOJMUCTHPONA), CKpEIUIEHHBIE MexAy coboil. [Imametp Kopobouek
COOTBETCTBOBAJI BHYTPEHHEMY JHAMETPy OOJIydaTeJbHOIO KOHTEHHepa, IpuyeM o01Ie pasmMepsl COOpKH
JieNIagy BO3MOXKHBIM €€ pacrojIokKeHHe BHYTPH KOHTeMHepa TOJIBKO BIOJIb OCH O0JIydaTeNbHOTO KaHaja.
Taxoe monoxeHue, a Tak’Ke COOCTBEHHAsi CHMMETPUYHAsI KOHCTPYKIHSA COOPKHA OTHOCUTENHHO BpPAIICHHS,
MO3BOJISAIOT JIETKO BOCCTAaHOBUTH HAIPaBJICHUE rpaueHTa @ M0 U3MEPEHHAM HaBelleHHOH akTuBHOCTH Fe
B KXo BTyske. CxeMaTU4HbIM BUA COOPKHU U €€ IOJIOKCHHUE B KaHajle IOKa3aHbl Ha PUCYHKE 2a.

MOoHHTOp IpaUeHTa MOTOKA ObLT 00yueH B mo3uiiuu Ned kanana 10-6 B TeueHue 2 MUHYT. ['amma-
CIIEKTPOMETPUYECKIE M3MEPEHHsI BTYJIOK MPOBEICHBI CIycTs 2 Hexenun B "mampHeil" reomerpuu (90 MM
OT KOJIIIaKa JIETEKTOpa) C yU4e€TOM HUX PACIIOIOKECHUS PH 00TyIECHUH.

3HavYeHUS IMIUPUICCKUX MOMPABOYHBIX KOI(DPUIIHEHTOB K, Fe JAJISI pacyeTa CoJepKaHUs IIEMEHTOB
no oTHomeHno k Fe B kadectBe BHyTpeHHero ctanaaprta (1) Obuim ompeznenensl panee [22]. OxHaxo,
MOCKOJIBKY B HPEABITYLIEM HCCICAOBAHMU HCIIOJIB30BAM APYTOM OOJyyaTelbHbIH KaHAl B aKTHBHOW
30H¢ WMHON KoH(puryparuu (10 MOJIEPHU3ALMU UCCIEA0BaTeNbCckoro peakropa BBP-K), s
JIAHTAaHOUJIOB, XapaKTEPU3YIOIIUXCS BBICOKMMH OTHowmeHusMu (y (Sm, Tb, Ho, Tm), mposenena
MOBTOpHAast OLEHKa 3HaueHHH K,p.. C 3TOW LENbI0 BBHIOJHEHB MHOTOKPATHBIE OOJIyUeHHs Pa3IMYHBIX
CO ropuex mopox (ot 7 mo 15) ¢ arrecToBaHHBIME 3HAYCHUSMHU cozeprkanuii >tTux P3Mos u Fe. [[ng
pacdera cpemHUX 3HaueHUH K,p. WCIOIB30BaIM TOJIEKO COTJIACYIOIIMECS MEXTy CO0O0I OICHKH IO
pasaeiM CO B mpezenax kecTkoro pacxoxaeaus +£5%. Hekoropeie CO OBbIIM UCKITIOUEHBI M3 OICHKH,
IIOCKOJIbKY HE OoOecreuuBagy HaJeKHOCTh PE3yJIbTaTa H3-3a HU3KOM CKOPOCTH CYeTa aHaJIMTHYECKUX
raMMa-JIMHUH, 100 U3-3a CYIECTBEHHBIX CIIEKTPAIbHBIX HHTEP(HEPEHIIHIA.

Haecku BoiOpanHbix CO Mmaccoit ot 20 mo 150 mr, B 3aBucuMocTH OT cojepxanus P3Mos,
3areyvaThiBaIM B IBOWHBIC MOJMATHICHOBBIC MAKETHKHU U YKIAAbIBAIU B PyioH u3 Al ¢oibru, obpasys
CTAaHIAPTHYIO MIJIMHIPWUECKYI0 YIMakKoBKY (pHCYHOK 20). PacmomoskeHmne oOpa3IioB B YITAKOBKE W €€
MOJIOKEHUE B OONydaTeNbHOM KOHTEWHEepe He HMMEIOT 3HaueHus A oueHku K,p. (a2 Takke MpH
UCIIOJIB30BaHUU croco0a BHYTPEHHEro CTaHAapTa, KOrAa COACp)KaHWE KOoMIapaTropa ONpeneleHO
HE3aBHUCHUMBIM MeTo10M). OIHAKO ATOT MOPSAOK OBLI M3MEHEH IpH pa3padoTke kommapaTropaoro MHAA
TEXHOJIOTMYECKUX 00pa3I0B, KaK MOKAa3aHO HUXKeE.

Macca 00pa3ioB mpoAyKToB niepepaboTku ¢ocdarHoro chipbs cocTapisia oT 10 g0 200 mr, Takxe B
3aBHCHUMOCTH OT TpeamnojaraeMoro comepkanmsi P3MoB. B oriawmume or CO TOpHBIX TOPOA, HU3KHE
HaBECKU He BIUSIOT Ha BOCIPOM3BOINMOCTD aHAJIN3a BBUY BBHICOKON OJJHOPOJHOCTH MaTepHara.

Onenka npaBuiabHOCTH omnpeneneHus Fe otHocurensHbiM MHAA nns ananmmsa P3MoB crioco6om
BHYTPEHHETO CTaHJapTa MpoBesieHa ¢ momoibio CO pa3anyHbIX 00BEKTOB — FOPHBIE TOPObI, MUHEPAJIBL,
PYIbl, I0YBA U T.[l. C ATTECTOBAHHBIMH COJIEPKAHUIMH XKeJe3a.

l'amma-ciekTpoMeTpudecKkre U3MEPEHHUs UCCIelyeMbIX 00pa3oB MPOBOIMIN JIBAXAbI — CIIyCTd 7 U
30 mmelr mocnme oOmydenus. Bpems HabOopa cnektpa cocraBmsio 20 muHyT u (40-60) MuHYT,
COOTBETCTBEHHO. B 0001X ciIy4asx MCIOIb30BAIN FAMMa-CIEKTPOMETPUIECKUI KOMIUIEKC IIPOU3BOCTBA
Canberra, cocTosiMii H3 KOAKCHAIBLHOTO JeTekropa M3 cBepxuucroro Ge ¢ pacuMpeHHbIM
sHepreTudeckuMm  nuanazoHoM GX5019  (otHocurenbHas addextuBHOCTE  peructparmu - 50%,
sHepreruyeckoe paspemenne 1.86 k3B mo muann 1332 1B “Co) n MHOroKaHambHOrO aHamH3aTOpa
ummynbcoB DSA-1000. 'pagynpoBka AeTEeKTOpa IO OTHOCHTENHLHOW 3(PQEKTHBHOCTH pPETHCTpAIN
MpPOBEICHA C IOMOIIBIO OOPA3LOBOr0 HCTOYHHKA raMMa-u3iydeHus m3otoros espormus ('°Eu, '*Eu,
'Eu) n m3otonHoro ucrounnka *’Ba, 06a mpoussoacta Canberra. HaGop 1 mocienyiomnyio o6paboTky
CIIEKTPOB NMPOBOAWIN C IIOMOLIBIO IIPOTPAMMHOI0 o0ecnedeHusi, pa3paboTaHHOToO B MHCTUTYTE sinepHON
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¢uzukn. Koaddumumentsr Bknaga npoxykros aenerns U mns onpenenenus La, Ce, Nd u Ho nHaiinens
OMIHUPUYECKH, IyTeM OONYy4YeHHS U W3MEpPEHHUs CIeNHAIbHOTO 00pasia, MPUTOTOBIEHHOTO U3
cra"paptaoro pacteopa U mpousBojactsa Perkin Elmer.

OCHOBHBIC SiZICpHBIC TAPAMETPhl AHATUTHYSCKUX TaMMa-JIMHUEM PaIMOHYKIIUIOB, UCTIOIb3yEeMBbIC IS
ompexaeneHust cojepxkannii P3MoOB 1Mo J0JTOXMBYIIMM H30TOINIAM, M YYUTHIBaeMble WHTepdepeHnnn
npuBenensl B Tabuue 1. U(n,f) 03Ha4aeT TOT ke caMblil paJuoHyKIN, Kak mpoaykT aenerms U. >Xe —
TOXE MPOMYKT JeneHuss U, HO y)Ke YYHTHIBAJICSA KaK CIIEKTpaibHas MHTEepdepeHius. BnusHaue npyrux
nHTephepeHnnii B OJM3KHUX 110 COCTaBY MaTPUIaX HE3HAYUTEIHHO U HE YUUTHIBAIOCH.

Ta6mmna 1 — OcHOBHBIE siiepHBIE TApaMETPhI M HHTePQEpPEeHINH PaANOHYKINIO0B,
ucnonb3yeMslx 11t THAA P3MoB crioco6oM BHYTpEHHETO CTaHAapTa

Pasomyoms | monypeeram, | W | Keumomt | Huepbepen
ITHEN

Fe 44.5 1099.2 56.5

3¢ 83.8 889.3 99.9

M0 5 1.7 1596.2 95.4 U(n,f)
e 32.5 145.4 48.3 U(n,f)
4Nd 11.0 91.1 28.1 Unf)
3Sm 1.9 69.7 4.7 187w, 140La
2By 4943 121.8 28.7

3Gd 240.4 103.2 21.1 '53Sm, »*pa
1607 72.3 298.6 26.1

1%6Ho 1.1 80.6 6.7 133Xe
70T m 128.6 84.3 2.5 1827
3yb 42 396.3 13.2

"Ly 6.6 208.4 10.4

Pe3yabTaThbl 1 00cyxIeHHE

OTHoOIICHHE TIOTOKOB PE30HAHCHBIX M TEIUIOBBIX HEHTpoHOB B mo3uiinu Ned4 kanama 10-6 oreHeHO
COTJIACHO ypaBHEHWIO (4) mo pe3ynbrataM 13 HE3aBHCUMBIX OOJIy4eHUH Zr MOHUTOpPAa W COCTaBUIIO
0.0210 £0.0035 (P =0.95). Kak u 0XHIaI0Ch, 3TO OTHOLICHHE OKa3aJ0Ch HECKOJHKO MEHBIIE, YeM B
aHaJOTUIHOM KaHaJie mpeaplaymeii aktusHOU 30HEI — 0.0280 £ 0.0040 [22, 23], 3a cUeT JOMOTHUTEIHLHOM
TEPMAJIU3AI[MH SMUTEIUIOBBIX HEUTPOHOB B BOJE MEXKIY KpaHUMH TEIIOBBLICISIONIMMU COOpPKaAMHU U
kaHajiom 10-6.

CHmXeHHne 0NN PE30HAHCHBIX HEWTPOHOB YIIydIIAeT CTAaOMIBHOCTH JIIEMEHTHOTO aHalu3a IIo0
PaJMOHYKIUAaM C BBICOKUMHU 3HaueHUSIMHU (Jy IPU BO3MOXXHOM HM3MECHCHHUHU OTHOIICHUS 1/f B MO3UIUH
00y4YeHHs, BBI3BAHHOM OJHOBPEMCHHBIM TMPOBEACHUEM JPYIHX OKCIHEPUMEHTOB B OCTaIbHBIX
o0yyarenbHBIX KaHajdax. PaccunTaHHbile MUHUMAaNbHBIE M MaKCUMalbHBIE 3HAUEHUS 1/f, mpuBOsIIAE K
CHCTEMAaTHIECKOMY 3aBBIIICHUIO (3aHIKEHUI0) Ha 5% pe3ylIbTaTOB aHaIN3a JIAHTAHOWIOB C BHICOKHMMH
otHomeHusiMu Oy komnapatopasiM MHAA, npuBenens B Tabmuie 2. Kak BUIHO, AaKe CYIIECTBEHHBIC
M3MEHEHHS OTHOIICHHUS MMOTOKOB PE30HAHCHBIX M TEIUIOBBIX HEUTPOHOB B MO3MUIMH 00My4eHus — 1o (19-
21) % — IPUBOIAT K CHCTEMATHYECKOM TIOrpelHOCTH aHamm3a Tb He Gomee 5%

B kadecTBe cpaBHEHUs B Ta0/MIIe 2 TAKXKE MPEACTABIICHBI JAaHHBIC 11 HEKOTOPBIX PAIUOHYKITHIIOB C
aHOMAaJbHO BBICOKMMH 3HauYeHUsMU (Jy; JUIA HHUX TpeOOBaHWS K CTA0WILHOCTH OTHOIICHUs 1/f
3HAYUTENHHO KECTUe.

' S paIMOHYKIMIOB C HH3KMMM 3HaueHHAMH (), M3MEHEHHME OTHOIICHMs 1/f MpaKTHUeCKH He BIHMSET Ha
pe3ynbTatel komnaparopHoro MHAA.
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Tabmuna 2 — Kopumop 3HaueHunit 1/f, mpuBOIAMINX K CHCTEMAaTHIECKOH OTPEITHOCTH
pe3ynbTaToB KomnaparopHoro MHAA +£5%

Panuonykun 0v=Iy/cy Min 1/f Max 1/f OTHOCHTIC/;I;H& 3; ngj]&)HeHHe or
66Ho 10.9 0.0150 0.0276 -28.6 31.4
53Sm 14.5 0.0163 0.0262 224 24.8
0Tm 15.5 0.0166 0.0259 -21.0 23.3
1601 17.7 0.0171 0.0255 -18.6 21.4
228p 33.0 0.0185 0.0238 -11.9 13.3
Mo 52.2 0.0190 0.0232 9.5 10.5
2Np 103 0.0195 0.0227 -7.1 8.1

Ha pucynke 2a cxeMaTW4HO TMOKa3aHa OPUEHTALMS MOHUTOpA rpagueHTa @ B MO3UIUN OOIyUYEHHUS,
BOCCTAHOBJIGHHAass IO pe3yJbTaTaM TraMMa-CIEeKTPOMETPUYECKOro aHaiu3a. BennuumHa HaBeneHHOU
akTuBHOCTU Fe B y3max MOHHMTOpa (T€OMETPHUYECKMX LEHTPax BTYJIOK) IPHUBEIEHA B OTHOCHUTEIBHBIX
eIMHUIIAX, TJIe MaKCHMaIbHOE 3HaYCHHE | COOTBETCTBYET DJIEMEHTY, PACIONIOKEHHOMY OJIMKE BCETO K
aKTHBHOM 30He. Kak MOKHO 3aKITIOYUTH U3 SKCIEPUMEHTA, aKCHaJIbHOM (BEpTHKAILHON) COCTAaBISIOMICH
rpaauenta @ — He 6omnee 1.3% Ha 1 cM — B JaHHOW MO3MLUM MOKHO IpeHeOpeds. C ApYrol CTOPOHBL,
paanaibHas COCTABILIONIAs TpaaveHTa @ MOCTUTAeT 3HaYMMOW BeIWdWHBI — okojo 11% nHa 1 cwm.
CnenoBaTenpHO, €CITM HW3MEHUTH pACIONIOKEHHWE O0O0pa3loB B YHNAaKOBKE W COPUEHTHUPOBATH €€
ONpeleICHHBIM  00pa3oM OTHOCUTEIbHO @, MOXHO MUHHMH3HMPOBaTh BIHMSHHE TpagdeHTa Ha
HaBEJICHHYIO aKTUBHOCTb.

Jnga mpoBepkH 3TOTO MPENNONOXKEHHWs MNpUroTtoBieHsl o0pasupl 20 pasgumuneix CO ¢
aTTEeCTOBaHHBIMU cojepkaHusiMu Fe, pasnuuaromumuics Ha JABa MOpsjAka, W 2 oOpasla peakTuBa
BOCCTaHOBJIGHHOTO *kene3a maccoit 10 mr. O6pasubr CO ciokeHbl cToi0ukoMm mo 10 mryk ¢ oOpasmaMu
Fe mocepenune m ymakoBanel B Al Qombery. Kaxkayio ymakoBKy MOMECTHIM B KOHTEWHEpe BHYTpPb
CTHeUUaTbHON BTYJKH, TIO3BOJISIOIEH COXPaHATh TEOMETPHUIO OOMyUeHHMs, KaK TIOKa3aHO Ha PUCYHKE 2B.
[Tpu Takoil opueHTaMK BIUSHUE HA 00pa3Lbl rpagueHTa @, NpaKTHIECKH, OTUHAKOBOE.

[Toce HeszaBucuMoOro o0IydeHwms, onpeneneHo comepkanne Fe B8 CO OTHOCHTENHHBIM METOIIOM C
WCIIOJIb30BaHUEM 00pasloB jkKejie3a B KauecTBE BHEIIHEro craHjgapra. /s MOBBIIIEHHS TOYHOCTH
aHanmu3a, Bpems '"ocThiBaHWA" 00pa3moB (He MeHee 25 AHEW, 4YTOOBl pacHaliuCh CpPETHEKUBYIIHES
PaTUOHYKIUIRI) U TeoMeTpus m3MepeHni (90 MM 10 KoJTaka JETeKTopa) BHIOpAHBI TaKUM 00pazoM,
9TOOBI MEPTBOE BpEMS aHAIM3aToOpa COCTABISUIO MeHee 5%. JTuM n3beranachk CymecTBEHHAS KOPPEKIIHS
CKOPOCTH cYeTa N0 MepTBOMY BpeMeHH. "JlanbHsAs" reoMeTpusi Takxke IM03BOJISIET MUHHUMHU3UPOBATh
COCTABIISIIOIIYIO TOTPELIHOCTH aHalIn3a, OOYCIOBJICHHYIO MOJOXKEHHEM o00paslia OTHOCHUTEIBEHO
JIETEKTOpa BO BpeMs U3MEPECHHUS.
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Pucynok 2 — OGpatHslit rpagueHT @ U ero coCTaBIIAIoImue (a) U OpUEeHTAIHs
OTHOCHUTEIBHO @ NUIHHAPHYECKOit (0) 1 MpU3MaTH4eCKO (B) YIIAKOBOK ¢ 0OpasiaMu
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Uzmepennslie cogepxanue Fe 8 CO BMecTe ¢ aTTeCTOBaHHBIMH 3HAUCHUSMH MPUBEACHBI B TAOIUIAX
3 u 4. (3nauenne mMaccoBoil nonmu Fe B obpasme YOP, cormacHo macmopry CO, — OpUESHTHPOBOYHOE.)
OreHKa MOTPENTHOCTH U3MEPEeHUH BKIIIOYalla TaKhe COCTaBIISAIOIINE, KaK CTaTUCTHYECKas MOTPEIIHOCTh
OINpeseNeHNsl CKOPOCTH cueTa TMHUM Fe (kak ompepensieMoro ajieMeHTa, TaK U BHEIIHEro CTaHAapTa) U
OTHOCHUTENbHAS MOTPELIHOCTD B3SITHA MAacChl HABECOK 00pa3loB HA aHAIMTHYECKUX Becax. Kak BUOHO U3
Tabmuu 3 ¥ 4, BHE 3aBHCUMOCTH OT coiepkaHus Fe, mpu M3MeHEHMM CIOCO0a yNaKOBKU IJIOCKHX
0o0pa3LloB M OpHEHTAUMH HUX BIOJNb TPaJueHTa IUJIOTHOCTH IOTOKAa HEWTPOHOB, CHUCTEMaTHYecKas
norpemHocTs aHanu3a Fe otHocutensHbIM MeromomM MHAA cocraBmser He Gomee 5%. Ilomydennas
OLIEHKA IIOKAa3bIBAaCT, YTO JAHHBIM cr1oco0 omnpexaeneHus Fe ams UCronp30BaHus NOIyYEHHBIX 3HAUCHUH B

Ka4yecTBEe BHYTPEHHETO cTaHapra kommaparopHoro MHAA BrionHe 060cHOBaH.

Tab6muua 3 — Pesynberats! onpenenenns Fe B CO otHocutensueiM UHAA, %

CrangapTHbIi ATtTecToBaHHOE OrtHocuTeNnbHas
Tun CO l3MepeHHOE 3HaUEHHE o
obpaszen 3HAUCHHE MIOTPENIHOCTb, %
AP Anarut 4.37+0.10 433+0.12 -0.9
07104 I'opHas nmopona 3.43 +0.04 3.35+0.08 -2.4
CTXM-2 AJIOMOCHINATIIbIC PhIXJIbIe 4.43 £ 0.06 4.45+0.12 0.5
OTIJIOKECHUS
07406 ITousa 5.66 £ 0.09 5.46 £0.12 -3.6
CI'/I-2a I"'a60po 3CCEKTUTOBOE 7.93 +0.08 7.88 £0.18 -0.6
73301 I'opHas nmopona 1.50 + 0.04 1.49 +0.04 -0.7
07159 PenxosemensHas pyaa 0.805 +0.04 0.787 £ 0.04 -2.3
MCO 0405 Pyna menHo-niopdupoBas 3.11 £0.04 2.98 £0.08 -4.3
MCO 0406 Pyna ciaptiobas mezto- 13.84+0.13 14.11 +0.35 2.0
MOJINOIeHOBAsT
MCO 0407 Pyna caproas meao- 15.17 £0.14 15.08 + 0.34 0.6
MOJHOIEHOBAS
Tab6muna 4 — Pesynsrats! onpenenenns Fe B CO otHocutensasiMm UHAA, %
. ATTecToBaHHOE H3mepennoe OrtHocuUTeNbHAs
CranmapTHEIA 0Opaser| Tun CO N
3Ha4YeHUE 3HauCHUE MOTPELIHOCTb, %
VP Pyna pocopucro- 15.33 16.10 + 0.42 5.0
peIKo3eMeTbHO-yPaHOBast
CH-3 TToneBommnarcoaepx aiiuii 10JI0MUT 2.23+0.10 2.25+0.06 0.9
MB MOHIIOHUT 4.56 £0.06 444 £0.11 -2.7
I'CO 6318-92 ITermaTtuT-2 0.56 +0.01 0.57 £0.02 1.8
CHK-1 Pyna xobanbTo-HUKENEBast 19.80+0.14 19.36 £ 0.43 2.3
MJI-1 Pyna xene3Has 25.90+0.22 25.26 £0.53 2.5
CUC-1 UepHslii cllaHel 3.90 £ 0.09 4.01 £0.13 2.8
CIXM-1 KapOoHaTHO-CHIIMKATHBIE PBIXJIbIE 3234 0.14 3244012 03
OTJIOXKCHUS
Pyna cynedunnas komuenano-
PAC-6 MOTMMETaIUTIEeCKast 19.29+£0.20 19.15+0.52 -0.7
OapuTcoaepkamas
PAC-10 Pyna xorenano-Gapur 3.64 +0.05 3.73+0.13 2.5
MOJTMMEeTaJUTIecKast

B Tabmume 5 npuBenenel pesynbTarthl aHanmu3a P3MoB kommapatopasiM UHAA B nByx CO
dochartroro ceiphs — anatute (AP) u dhochopucro-penkozemensHo-ypaHooit pyae (Y PP). Hexortopsie
colep)KaHUsl JTaHTaHOMJOB B oOpasue AP — opuentupoBounsie. Jlns pacuera copepkanuii P3Mos
UCIIOJIB30BaHbl M3MEPEHHbIE 3HaueHUs MaccoBod monu Fe u3 tabmuu 3 u 4. OueHka MOTPELIHOCTH
OIIpeIeJICHNsI, IOMUMO YKAa3aHHBIX BBIIIE COCTABILIOIIMX, BKJIIOYAJA CTaTUCTUYECKYIO IMOTPELIHOCTH
W3MEpEHHs CKOPOCTH cUeTa JIMHUHN 1711 yaeTa nHTepdepeHuii (tabnuna 1) u oleHeHHYI0 MaKCUMAIIbHYIO
OTHOCHUTEJBHYIO MOTPELIHOCTD U3MepeHus cogepxanusd Fe — 5%.
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Tab6nuua 5 — Pesynerats onpeaenetns P3Mos B 1Byx CO docdaTHOro chipbst
kommaparopabiM MHAA, r/T

AP (I'CO 2463-82) Y®OP (OCO 528-12)
OMEMEHT | Arrecropanmoe | Wsmepennoe | Otaocutenmsas | AtTectoBammoe | M3mepennoe | OTHOCHTETbHAS
3HAYCHUC 3HAYCHHUC MOTPEUIHOCTD, % 3HA4YCHUC 3HAQUCHUC NOrpeuIHOCTD, %
Sc - 4,73 £0.33 - 157+1.5 16.5+1.3 5.1
La 861 =77 914 + 64 6.1 4442 +33.1 477 + 36 7.4
Ce 1300 + 81 1380 + 96 6.2 782.4 +69.1 795.7 + 61 1.7
Nd 514 +£ 51 533+42 3.7 382.4+252 396 + 28 73
Sm 733+6.9 74.7 £ 6.1 1.9 82.1+4.0 87.0+£6.1 6.0
Eu 22.5+43 215+1.7 -4.6 21.7+5.0 232+1.8 6.9
Gd 130 133+ 11 2.3 100.2+59 1057+ 8.4 55
Tb 7.4 7.1+£0.5 -4.2 15.1+04 15.8+1.0 4.6
Ho 6.1 6.2+0.5 1.6 18.5+0.7 19.5+1.5 54
Tm 53 - - 6.68 = 0.30 6.95+0.51 4.0
Yb 64+12 6.0+0.5 -6.7 40.2+0.6 427+£29 6.2
Lu 0.88 - - 5.64+0.23 6.02 +£0.42 6.7
Pesynbratel  ompenenenust coxepkanuss P3MoB B CO coBmajaloT ¢ aTTeCTOBAHHBIMU

(OpHEeHTHPOBOYHBIMA) 3HAYCHHSIMH B IIpeeiIax OTHOCHUTENbHOW morpemHoctn £8%. CucremaTrndeckoe
3aBBIIIEHNE U3MEPEHHBIX 3HAUeHUH A oopasma YOP cBsizaHO ¢ 3aBBINIEHHEM OIpejieneHns B HeM Fe.
[lomyueHnHast TOYHOCTH aHaiM3a HENOCTIXKMMa MerogoM WMHAA, HCHONB3YIONIMM OTHOCHTEIBHYIO
CTaHIaPTHU3AIIHIO.

IIpennoxenasiii BapuanT kommaparopHoro MHAA npuMmenen s onpezenenus coaepxanus P3Mos
B pa3IM4HBIX 00BeKTax (PocHOpHON NMPOMBILUIEHHOCTH: MCXOOHOM Chipbe ((ocdoput), oTxomax ero
nepepabotku (pochorurc u GpochopHbI 1ITaK), B TPOMEKYTOUYHBIX (BBIIIENATH a30THOW KHCIIOTOH) U
KOHeuHbIX (Oenmast caxka W KoHIeHTpaThl P3MoB) mnpoaykrax mnepepabotku (ochopHOro muiaka.
TexHonornueckue oOpasubl A NPOBEACHHS HCCICAOBAHUN MPEIOCTaBICHB AKIMOHEPHBIM OOLIECTBOM
«llentp Hayk o 3emie, Metalmyprud u oOorameHus’». B Tabmume 6 mpuBeneHBl pe3yNbTaThl
onpenencaus 12 P3MoB 1Mo MOJTOXKUBYIIIUM W CPETHEKHUBYIIHM PATAOHYKIHIAM. BeiOpaHsl mo aBa
TUMMAYHBIX 00pasIia BEHIMIEIATOB U OENO Caku M3 COOTBETCTBYIONINX OOBEKTOB HCCICIOBAHUS, APYTHE
0o0pa3upl SBISAIOTCS YHUKAJIbHBIMU. [lOrpemHocTs OTAENBHBIX HM3MEPEHHH HE OLIeHWBAlach, T.K.
CUHMTAETCs, 9YTO OHA HE IMPEBBIIIAET MAKCUMAIbHOW OTHOCHUTENBHOHN morpemrHocTH +£8% (tabmuma 5).
Conepxxanue Fe ompeneneHo oTHOCHTENbHBIM MeTogoM MHAA, kak ommcaHo HIDKE, 3a HCKIIOYCHHEM
00pa3uoB Oenoi ca)xxu, XapaKTepU3YIOLINXCS OUYeHb HU3KOW MacCOBOM J0JeH Kene3a, 4YTo He MO3BOJISAET
WCTIONh30BaTh KJIACCHYECKU Crmocod BHYTPEHHErO CTaHAapTa. AHalW3 3TUX 00pa3oB BHIOJHEH
komnapatopabiM MHAA, HEmocpeACTBEHHO ONMMUPAIONIMMCA Ha BHEITHUN cTaHAapT skene3a. [lockoybKy
3HAQUEHUS TOMPABOYHBIX KOA(P(PUIHEHTOB K,r. B 3TOM CIIydae MOTYT OBITH HECKOJBbKO HWHBIMH,
OTHOCHUTEIbHAs MOTPEIIHOCTh U3MEPEHUH MOXeT mpeBblath 8%. JlampHeilmee pa3Buthe Metoma s
aHaJM3a TMOAO0HBIX OOBEKTOB CBSI3aHO C BHECEHHEM HM3BECTHOTO KOJIHMYECTBA dIIEMEHTa-KoMIapaTopa B
KaKIIBI HUCCIIEAYEeMBII 00paserl.

Tab6nuua 6 - Coneprxanust P3MoB B pocdaTHOM chIpbe, 0TX0JaxX U MPOLYKTaxX ero nepepadboTku, I/T

Obpazen Sc La Ce Nd Sm Eu Gd Tb Ho Tm Yb Lu
Docopur 7.81 45.1 128 46.8 7.8 1.9 7.5 1.3 1.7 0.74 34 0.49
Docgorunc 1.9 413 453 255 43.6 9.4 36.3 4.8 5.9 1.4 6.4 0.65

docd. muax 4.9 111 114 98.6 18.2 4.1 19.5 2.7 2.9 1.2 6.0 0.76

Beimenar 6.3 36.6 37.1 313 6.3 1.3 6.4 1.0 0.77 0.41 2.1 0.24

Beimenar 8.0 18.3 20.1 16.7 3.3 0.67 5.2 0.54 0.36 0.23 1.2 0.14
Bemas caxa 0.20 33 3.7 2.9 0.63 0.14 <1 0.11 0.06 | <0.1 0.20 0.02
benas caxa 0.21 34 3.8 3.0 0.62 0.14 <1 0.11 0.07 | <0.1 0.21 0.02

Konnentpar 1 105 14040 | 15830 | 15480 | 2820 634 3180 446 545 253 1390 187
KoHuenTpar 2 73 9360 | 10330 | 9670 1610 344 1840 244 337 152 924 124
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C menpl0 CcoKpalieHHs BpeMeHH aHanu3za P3MoB, ompenenseMoro Mpoa0IDKHUTEIHLHOCTHIO
"ocThIBaHMA" 0OPA3LOB I H3MEPEHNUS yIeIbHON akTHBHOCTH ' Gd (mopsimka 30 IHei, 4ToObI pacmancs
'3Sm), BosmoxkHO ompenenenne Gd Mo HaBeneHHOH akTHBHOCTH ' Tb, obpasyromierocs u3 ' Gd.
W3Mepenue aKTUBHOCTH "MaArkoil" muEuu ' Tb (25.7 x3B) IPOBOIAT JETEKTOPOM ILIAHAPHOTO THIIA,
OJTHAKO HU3KHI BBLIXOJ JUHHUU YFe ¢ sHepruert 192.3 k3B (3.1%) He mo3BosAeT B OONBIIMHCTBE CIIydaeB
(kpome oOpasma ¢ocdopuTa) HCIOTL30BaTh dJIeMEHT Fe B kadecTBe BHyTpeHHero cranmapra. C 3Toi
LENBI0 BO3MOXHO HCIONB30BaHUEe Th, OTIMYAIONIErocss JOCTATOYHO BBICOKUMH COJCPKAHHSIMH,
MOCKOJIbKY OH comyTcTByeT P3Mam B pochaTHOM CBIphe, YTO MOXKET CTaTh MPEAMETOM ITOCIIEIYOIUX

HACCIICIOBaHUM.

BoiBoabI

OKCIepUMEHTalIbHAS OIEHKA BEJIMYHMHBI T'PaIdeHTa IIOTHOCTH HEUTPOHHOTO IOTOKA B OJHOM W3
0o0Jy4yaTenbHBIX TO3MLIMH HOBOW aKTHBHON 30HBI HCClenoBaTeibckoro peakropa BBP-K mosBommna
ONTHMHU3HUPOBATH CIIOCO0 YIMAKOBKH U OOJIy4YeHHS O0pa3loB JUIsi MUHUMH3AIMK BIIMSHUS TPAaJUCHTa Ha
onpenenenue coxaepxkanuii Meromom MHAA c¢ ortHocutenbHOU crannaptuzauueid. [locnenyromue
TIIATEBHBIE HW3MEPEHHUS CTAaHMAPTHBIX O0O0pa3loB TOKa3add BBICOKYI0 TOYHOCThH ompenencHus Fe
OTHOCHUTEIHHBIM METOJIOM, C TIOTPEIIHOCTRI0 He 6osee 5%. Mcnonb3oBanue pe3yiabTaToB aHanmm3a Fe B
kommnapatopaoM MMHAA B kadecTBe BHYTPEHHETO CTaHIApTa MO3BOJIAJIO OINPENEIUTH MACCOBYIO IIOJEO
P3MoB B craHmapTHBIX 00pa3lax C OTHOCHTENHHOW TIOTPEmIHOCThI0 He Oomee 8%. OTo memaer
BO3MOXHBIM aHanmu3 P3MOB B TEXHOJNOTWYECKHX U JAPYyTHX oOpasliax, BKJIOYash KOHIIEHTPATEHI,
komnapatopabiM MHAA mo IIl kareropum TouHOCTH, He mpuOeras K HE3aBUCHMBIM METOJAM IS
oTIpesieNIeHHsI COJIepKaHus BHYTPEHHETO cTaHaapTa. Ha mpumepe ananmm3a o6pas3noB ¢ochaTHOTO CHIPhS,
OTXOJOB U TIPOJIYKTOB €r0 mepepaboTKU MPOJEeMOHCTPUPOBAHBI BOZMOKHOCTH MPEIIOKEHHOTO TOIX0/a
1 c(OPMHUPOBAHO HANPABICHUE NATBHEHIIINX UCCIICOBAHUH.

JUTEPATYPA

[1] Binnemans K., Jones P.T., Blampain B., et al. Towards zero-waste valorisation of rare-earth-containing industrial
process residues: a critical review // J. Cleaner Production. — 2015. — Vol. 99. — P. 17-31.

[2] Valkov A.V., Andreev V.A., Anufrieva A.V., et al. Phosphogypsum technology with the extraction of valuable
components // Procedia Chemistry. —2014. — Vol. 11. — P. 176-181.

[3]1Li G, Lin H.,, Ma Y., Su Y. Experimental study of purifying precipitated silica produced from yellow phosphorus slag //
Advanced Materials Research. —2012. — Vol. 455-456. — P. 503-506.

[4] Kapmmruna 3.b., Aoumesa 3.C., boueBckas E.I'. u np. M3BnedeHue penko3eMENbHBIX METAJUIOB M3 IIIAKOB
(hochopHOTrO MPOU3BOACTBA U OTyUeHHE cHiMKaTHOTO pacTBopa // KUMC. —2016. — Ne 2. — C. 18-25.

[5] Enmuzaposa WU.P., Jlokumn D.11., TapeeBa O.A. O xommiekcHo# nepepadoTtke pocdorumca // XK. mpuki. xum. — 2013, —
T. 86, Ne 4. — C. 497-502.

[6] Borges R., Favaro D., Caldas V., et al. Instrumental neutron activation analysis, gamma spectrometry and geographic
information system techniques in the determination and mapping of rare earth element in phosphogypsum stacks // Environ. Earth
Sci. —2016. — Vol. 75:705. doi:10.1007/s12665-016-5468-x.

[7] Karshigina Z., Abisheva Z., Bochevskaya Ye., et al. Recovery of rare earth metals and precipitated silicon dioxide from
phosphorus slag // Minerals Engineering. — 2015 — Vol. 77 — P. 159-166.

[8] Ihlen P.M, Schiellerup H, Gautneb H, Skar O. Characterization of apatite resources in Norway and their REE potential —
review // Ore Geol. Rev. —2014. — Vol. 58. — P. 126-147.

[9] Enuszaposa W.P., Jloxmmu D.I1., TapeeBa O.A. CopOuus peaxo3eMeNbHBIX JIEMEHTOB U3 CEPHOKHUCIBIX PacTBOPOB
BhIIenaduBanus Gocdorurca // Xum. texnonorus. —2014. — Ne 10. — C. 610-615.

[10] Koceiakun B.J., CemuBanoBckuit T.T., CmuproB K.M., KpruioBa O.K. KommiekcHast nepepabotka ¢ocdorumnca c
MOJTyYEeHUEM XUMHUUECKH OCXKICHHOTO MeJla, TUIICa U KOHIICHTpaTa PeKo3eMeNIbHBIX dlieMeHTOB // L{BeTHbIe MeTammsl. — 2012, —
Ne 3.-C.31-34.

[11] Podbiera-Matysik K., Gorazda K., Wzorek Z. Potencial management of waste phosphogypsum with particular focus on
recovery of rare earth metals // Polish J. Chemical Technology. —2015. — Vol. 17. — P. 55-61.

[12] Bouesckas E.I'., A6umesa 3.C., Kapmuruna 3.5. u ap. IloBenenue penxo3eMenbHBIX 3JIEMEHTOB IIPU a30THOKHCIOM
BBIIIENIaUMBaHUN 1utaka pocdopuroro npomssoxactea / KUMC. —2016. — Nel. — C.9-16.

[13] OCT 41-08-212-04. CtanmapT oTpacii. YIpaBJiCHHE KauyeCTBOM aHATUTUYCCKUX paboT. HOpMbI MOTpEHIHOCTH TPH
OIPEJCTICHNH XUMHUYECKOr0 COCTaBa MHHEPAIBHOTO ChHIPbSl M KiIacCH(HUKALUS METOAMK JIaGOPaTOPHOTO aHAIM3a 110 TOYHOCTH
pesyabTaToB. — M.: n3a-80 BUMC, 2004. — 23 c.

— 112 ——



ISSN 2224-5286 Cepus xumuu u mexnonozuu. Ne 6. 2017

[14] El-Taher A., Khater E.M. Elemental characterization of Hazm El-Jalamid phosphorite by instrumental neutron
activation analysis // Appl. Radiat. Isot. — 2016. — Vol. 114. — P. 121-127.

[15] Sabiha-Javied, Waheed S., Siddique N. Measurement of rare earths elements in Kakul phosphorite deposits of Pakistan
using instrumental neutron activation analysis // J. Radioanal. Nucl. Chem. — 2010. — Vol. 284. — P. 397-403.

[16] Oliveira K., Von Sperling E., Menezes M., et al. Use of nuclear techniques in the study of the behavior of rare earth
elements on the use of phosphogypsum in Cerrado agriculture // Intern. J. Nuclear Governance Economy & Ecology. — 2011. —
Vol. 3. - P. 274-279.

[17] Siddique N., Sabiha-Javied, Waheed S., Tufail M. Trace element content of phosphorite reference materials (BCR-RM-
032, PRH and IAEA-434) // J. Radioanal. Nucl. Chem. — 2012. — Vol. 292. — P. 445-452.

[18] Shaimerdenov A.A., Arinkin F.M., Chakrov P.V., et al. (2016) Physical and Power Start-up of WWR-K Research
Reactor with LEU Fuel. Proceedings of 37th International Meeting on Reduced Enrichment for Research and Test Reactors,
Antwerp, Belgium. Uctounuk: http://www.rertr.anl.gov/RERTR37/pdfs/S2P4 Paper Shaimerdenov.pdf.

[19] Kafala S. I., MacMahon T. D. Comparison of neutron activation analysis methods // J. Radioanal. Nucl. Chem. — 2007.
—Vol. 271. - P. 507-516.

[20] Lin X., Henkelmann R. The internal comparator method // Anal. Bioanal. Chem. — 2004. — Vol. 379. — P. 210-217.

[21] Kuszes b.b., I'opmaues U.J., bepezorckuii [I.A. Hcnons3oBanue pesyiapratoB PDA B kauecTBe BHYTPEHHETO
crangapta B HAA // U3sectus HAH PK, cep. ¢pu3.-mat. —2008. — T.2. — C.73-79.

[22] Silachyov 1. Rare earths analysis of rock samples by instrumental neutron activation analysis, internal standard method
//'J. Radioanal. Nucl. Chem. —2016. — Vol. 310. — P. 573-582.

[23] Cunaues W.1O. HeifTpoHHO-aKTHBAI[MOHHBIA aHAIN3 PEAKUX METAJUIOB B T€OJOTHUECKUX 00pa3nax ¢ HCIOJIB30BaHUEM
Fe B xauectBe BHyTpenHero cranpapra // zsectus HAH PK, cep. xum. u Texn. —2017. — T.1. — C.82-90.

[24] De Corte F. The kj-standardization method. A move to the optimization of neutron activation analysis: Thesis. —
University Gent Belgium, 1987. — 454 p.

REFERENCES

[1] Binnemans K., Jones P.T., Blampain B., et al. J Cleaner Production 99 (2015) 17-31.

[2] Valkov A.V., Andreev V.A., Anufrieva A.V., et al. Procedia Chemistry 11 (2014) 176-181.

3]LiG., LinH.,,Ma Y., SuY. Advanced Materials Research 455-456 (2012) 503-506.

4] Karshigina Z.B., Abisheva Z.S., Bochevskaya Ye.G., et al. KIMS 2 (2016) 18-25 (In Russian).

5] Elizarova I.R., Lokshin E.P., Tareeva O.A. J Applied Chemistry 86 (2013) 497-502 (In Russian).

6] Borges R., Favaro D., Caldas V., et al. Environ Earth Sci 75 (2016) 75:705. doi:10.1007/s12665-016-5468-x.

7] Karshigina Z.B., Abisheva Z.S., Bochevskaya Ye.G., et al. Minerals Engineering 77 (2015) 159-166.

8] Ihlen P.M, Schiellerup H, Gautneb H, Skar O. Ore Geol Rev 58 (2014) 126-147.

9] Elizarova L.R., Lokshin E.P., Tareeva O.A. Chemical Technology 10 (2014) 610-615 (In Russian).

10] Kosynkin V.D., Selivanovski T.T., Smirnov K.M., Krylova O.K. Non-ferrous metals 3 (2012) 31-34 (In Russian).
[11] Podbiera-Matysik K., Gorazda K., Wzorek Z. Polish J Chemical Technology 17 (2015) 55-61.

[12] Bochevskaya Ye.G., Abisheva Z.S., Karshigina Z.B. KIMS 1 (2016) 9-16 (In Russian).

[13] OST 41-08-212-04 Industrial Standard. Quality management of analytical work. Error guidelines for chemical analysis

[
[
[
[
[
[
[
[

of mineral resources and precision classification of laboratory analytical techniques [Standart otrasli. Upravlenie kachestvom
analiticheskih rabot. Normy pogreshnosti pri opredelenii himicheskogo sostava mineralnogo syr’ya i klassifikatsiya metodik
laboratornogo analiza po tochnosti rezultatov]. Moscow, Russia, 2004 (In Russian).

[14] El-Taher A., Khater E.M. Appl Radiat Isot 114 (2016) 121-127.

[15] Sabiha-Javied, Waheed S., Siddique N. J Radioanal Nucl Chem 284 (2010) 397-403.

[16] Oliveira K., Von Sperling E., Menezes M., et al. Intern J Nuclear Governance Economy & Ecology 3 (2011) 274-279.

[17] Siddique N., Sabiha-Javied, Waheed S., Tufail M. J Radioanal Nucl Chem 292 (2012) 445-452.

[18] Shaimerdenov A.A., Arinkin F.M., Chakrov P.V., et al. (2016) Physical and Power Start-up of WWR-K Research
Reactor with LEU Fuel. Proceedings of 37th International Meeting on Reduced Enrichment for Research and Test Reactors,
Antwerp, Belgium. Source: http://www.rertr.anl.gov/RERTR37/pdfs/S2P4 Paper Shaimerdenov.pdf.

[19] Kafala S. 1., MacMahon T. D. J Radioanal Nucl Chem 271 (2007) 507-516.

[20] Lin X., Henkelmann R. Anal Bioanal Chem 379 (2004) 210-217.

[21] Knyazev B.B., Gorlachev L1.D., Berezovskii D.A. Izvestiya NAN RK, ser. fiz.-mat. (2) (2008) 73-79 (In Russian).

[22] Silachyov I. J Radioanal Nucl Chem 310 (2016) 573-582.
[23] Silachyov I.Yu. Izvestiya NAN RK, ser. him. & techn. (1) (2017) 82-90 (In Russian).

[24] De Corte F. The kj-standardization method. A move to the optimization of neutron activation analysis: Thesis. —
University Gent Belgium, 1987. — 454 p

— 113 ——



Uszeecmus Hayuonanvuot akademuu nayk Pecnyonuxu Kaszaxcman

O0X: 543.621
HN.10. Cunauén
SAnponsIk pu3nNKa HHCTUTYTHI, ATIMaTHI K., Ka3zakctan

CCP-K PEAKTOPBIH HAIJAJTAHA OTBIPBIII,
KOMIAPATOPJIBIK KHAT APKbLIbI ®OC®AT IIUKI3ATBIHJA
’KOHE OHBI KAITA OHJIEY OHIMJIEPIH/IE
CHUPEK)KEPJIIK METAJIJJAP MOJIIIEPIH AHBIKTAY

Annoranus. Kypangeik vHefitpor-aktuBammsiblk Tangay (KHAT) - MuHepanmslk muki3arTa oHe Oacka na
obwexTinepaeri cuperokepnik merangapapH (CXKXKMOpslH) MemmepiH aHBIKTay YIOIH KOJJAHBUIATHIH HETi3Ti
auictepaiy 6ipi petinae TaHbUILABL. OficTiH kKoMnaparopislk KHAT HeripenreHn 3amanayyn MoIuQUKaUsIapbIHbIH
0ipi Tangay IONAIrIH apTTHIPY YLIIH iIIKi CTaHAApT TSCUIH naiinanananel. KoMmnaparop-anementi perinae anerre Fe
Oosamel, anaiijia OHBI TOYEJCI3 OMICIEH, OJCTTE — PEHTIeH(IYOPECIEHTTIK Tajjay OIICIMEH aHBIKTAy OJIIIri
KacaHJpl MaTpPHULAIBl OOBEKTIIEPlE CalbICTRIPMAabl Karenmiri payansigan TemeH OonateiH CXXMapl Tanmayra
*ketkimikeiz. Orpaitnapra COKMuprH 6aransr ke3i 606 TaObUIATHH (Gocdop eHIipiciHIH KaIABIKTaphl, COHIA-aK
CXKMppIH KOHIIEHTpATTapbIH KOca alFaH/a, oflap sl KaiiTa eHaey eHiMAepi KaTa bl

ATanFaH >KYMBICTa, ©TKI3UITeH 3epTTeyJIepAiH HETi3iHIe YITrUIepal CoyNeNeHAipy JKoHe oJIlley JKarJalnapblH
OHTAJIaH-IIBIPy HOTIIKECIH/E, CaJBICTBIPMabl Kateliri 5%-1aH ToeMeH OonaThiH Fe KommapaTopbIHBIH MeJIepiH
anpikTay ymin KHAT cansicThipManbl cTaHgapTTay oICiH MaiijanaHy MYMKIHAIr kepcerinmi. bynm apkpuisl
3epTTENIETIH YJTIepaeri KOMIapaTopAblH MOJILIepiH aHbIKTAy YILIIH TOYeNCi3 Taljay 9JICiHE JereH KaKeTTLTiK
Koibaapl. DocaT MUKI3aTHIHBIH CTaHAAPT YITUIEPiHIH KOMETIMEH IIIKi CTaHAapTTHl MaiiansaHa OTBIPHIIM,
komnapaTtopislk KHAT apxpurer COKMIpIH MemIepiH aHBIKTAYIBIH CaIBICTHIPMAIBI KaTemiri Oaramanmsl, o 8%-
naH acmaiapl. Dochop eHIIPiCiHIH XKOHE OHBI KaiiTa eHJIey OHIMICPIHIH OpTYpIi YATUIepiH Taiaay MBICAIBIHIA,
texHojorusuiblk  yaritepgaeri COKMpwt 111 mongik caHatel OoO#bIHINA Tanjgay YIUIH YCHIHBUIFAH TOCUIIEMEHIH
MYMKIHIIUTIKTEPI KOPCETUI L.

Tipek ce3nep: HEHTPOH-AKTUBALMSIIBIK TAlIAY, CUPEKKEPIiK MeTanaap, pocdar muKi3arsl.
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