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AHHoOTauunA
C uenblo aHanMTUYECKOrO COMPOBOXAEHUS TEXHOMOTMM MOMNYyYEeHUs MOPOLUKa LIMPKOHUSA HaTpUeTEepPMUYECKOTO
(MUpH) n c y4eToM COBpPEMEHHOro NpPMOOPHOrO M MaTeEpUanbHOIO OCHALLEHUS aHanuTuyeckux nabopatopwuii
pa3paboTaHbl 1 OCBOEHbI anbTepHATMBHbIE METOAbI KOHTPONSA Npumecen (Bogopoaa, yrnepoaa, dTopa, xnopa),
YAOBNETBOPSAOLLME COBPEMEHHBLIM NMPUOOPHBLIM METOAAM B aHANUTUYECKOM XuMnn. PaspaboTaHbl 1 aTTecToBaHbI
METOOUKN M3MepEeHUIn npuMecHoro coctaBa. ObecneyeH NOSHOLUEHHBIN U LOCTOBEPHbIN KOHTPOMb MpUMecen
MLpH, nonHocTblo ygoBneTBopslOWMA TpeboBaHUAM MpeanpusaTUi-3akasymkoB. MeTooukn aHanmuTU4ecKoro
KOHTpONns npumecewn (Bogopoaa, yrnepoaa, gropa, xnopa) BHeapeHol B TY 48-4-376-76.
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Abstract
In order to provide analytical support for the sodium-termic zirconium powder (PZrN) technology, and taking into account
the modern laboratory’s equipment and materials, alternative methods for monitoring impurities (hydrogen, carbon,
fluorine, chlorine) have been developed and mastered, which meet modern requirements for analytical chemistry.
Measurement methods for impurity composition have been developed and certified. A full-fledged and reliable control
of PZrN impurities has been provided, which fully meets the requirements of customer enterprises. Methods of analytical
control of impurities (hydrogen, carbon, fluorine, chlorine) were implementated in TU 48-4-376-76.
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Beenenne

Honeukuii xumuko-metammyprudueckuii 3aBon (AXM3) no pacmama CCCP  ocymiecTBisi
MIPOU3BOJICTBO U ITOCTABKY HATPUETEPMUUYECKHUX MOPOIIKOB HUpKkoHUs 1o TY 48-4-376-76 [1].

[IpuBeneHHbIC B NAHHBIX TEXHUYECKUX YCJIOBUSAX aHAJUTHUYECKHE MeToAbl KOHTpous 1970-x rr.
HE BCeTJa MOTYT OBIThb pealn30BaHbl B COBPEMEHHBIX JIA0OpATOPHUAX M3-32 OTCYTCTBHUSI HEOOXOAMMBIX
MaTepHaioB, 00OpyIOBaHUS MW PEaKTHUBOB, a TaKXKe B CBSI3U C MOSBICHHEM M IEpEXoJoM Ha Ooiee
COBpPEMEHHBIE METONIBI KOHTPOJSA: HWOHHAas Xpomartorpadusi, WHPpaKpacHO-aOCOPOIMOHHBIA METO],
BBEICOKOTEMIIEpaTypHasi OKCTpakius, peHTreHoduyopecueHTHas chnekrpockonus (PPC), atomuo-
a7CcOpPOLMOHHBIA U ATOMHO-IMHCCUOHHBIN METOBI, MaCC-CIIEKTPOMETPHSI B IPYTHE.

B AO «UYenenkuii MexaHW4YeCKHil 3aBOI» OBUT MPOBEIEH KOMIUIEKC HAYYHO-HCCIEIOBATEIHCKUX
paboT MO TMONYYEHHIO HATPHUETEPMUUYECKOTO MOPOINKAa HUPKOHHS. METOIOM HAaTPUETEPMHUYECKOTO
BOCCTaHOBJICHUSI IMPKOHUS W3 (TopuupKoHata Kaius npousBoictBa AO UM3 ¢ mnocnenyromei
00paboTKOH peakKIMOHHOM MACChI MOJy4YEeHbI 00pa31bl MEJIKOJUCIIEPCHOTO MOPOIIKA HUPKOHHUS, KOTOPBIE
coorBercTBOBaNIU TY 48-4-376-76.

Henpto HacTosAmeidl paboThl siBisieTcsl pa3pabOTKa W BHEAPEHHE aJIbTCPHATUBHBIX METOIIOB
AQHAJIUTUYECKOTO KOHTPOJSI XMMHUYECKOTO COCTaBa MOpPOIIKa LHUpKOHHA HaTpuerepmudeckoro (IILpH)
C UCTIOJIb30BaHUEM COBPEMEHHOTO MPUOOPHOTO OCHAIIEHHUS U TIOJIXOJOB K aHAIUTUYECKOMY KOHTPOJIIO.

[IpakTrdeckass 3Ha4UMOCTh MPOBEICHHOW PabOTHl 3aKIIOYAETCS B MPEIJIOKEHHBIX METOAMYECKIX
U TPaKTUYECKUX MOAXO0JaX B AHAJUTHYECKOM CONPOBOXKIEGHHUU TEXHOJOTMH IOJNYyYEHHS IOPOLIKA
LHUPKOHUS HATPUETEPMHUUECKOTO 1 BHenpeHus ux B TY 48-4-376-76.

MeTtoabl NpoBeleHUsI AHAJIU30B

B pesynpraTe aHaNMTHYECKOTO 0030pa COBPEMEHHBIX METOJOB KOHTPOJIS XHMHYECKOTO
COCTaBa METAIMYECKUX TOPOIIKOB, ObuiM BbIOpaHbl mis [IlpH crnexyronue MeToabl: MeETO.
BBICOKOTEMIIEPATYPHOH 3KCTPAKUHMH NPHU ONPEICNICHUU COAEpKaHHUs BOJIOPOAa; METOJ MH(paKpacHO-
a0COpPOLIMOHHBIA  TIPU  OMNpEACNEHUH  COAEpPXKaHHUS  YIIepoJa; METOJ| TMOTEHIMOMETPHUYECKHMA
C HMOHOCEJIEKTHBHBIM JJICKTPOJAOM W  HOHOXpPOMAaTorpaduyecKuii MeTOJ TpH  ONpEIeICHHU
conepkanug (ropa; (GOTOMETPUUECKUH U HOHOXpOMATOrpaduuecKuii MeTOAbl NpPH ONpEeleICHUH
Co/IepKaHUs XJIopa.

[Ipu ompeneneHnu coaepkaHus BOAOpoJa OBLT 3aJeCTBOBAH METOJ BBICOKOTEMIEPATYPHOI
SKCTPaKLUMM M3 pacljaBa B IOTOK HHEPTHOrO Ta3a-HOCUTENs, TaK KaK perjaMeHTHPOBAHHBIN
TY 48-4-376-76 ™eron BaKyyM-HarpeBa HE€ MHCIIOJIB30BAJICS BBHIY CJIOKHOCTH alapaTypHOTo
oQOpMIICHHS W HHU3KON NMPOM3BOJMTEIBLHOCTH. BTN TMpPOBEACHBI YCIEHIHBIE HMCMBITAHUS W HaOpaHBI
CTaTUCTHYECKHE AaHHbIE Ha TrazoaHanusatopax ¢upmsl LECO (TCH-600, RHEN-602). CyuiHoctb
METOJIa 3aKI0YaeTcsl B IUIABIEHUH oOpasna B Ipad)UTOBOM THIJIE B NMPUCYTCTBHH ITUIABHS B MOTOKE
WHEPTHOTO Ta3a-HOCUTENS, IOCIEAYIOIMEM OJKCTParipoOBaHWU BOJOPOJIa M3 paciulaBa B Ta30BYIO
¢$azy u ompeneneHUH €ro TEPMOKOHIYKTOMETPUUYECKHUM JETEKTOPOM IO TETUIONPOBOJAHOCTH Ta30BOM
cmecu 00 WHQpPAKpPacHBIM JETEKTOPOM MO TIOTJIONICHUIO HW3IyYEHHUs MOJICKYJIaMH BOJBI TIOCIE
KOHBEPCUHU BoaOpoja. Meron o0JiajjaeT BBICOKOW TMPOHU3BOJAMTEIBLHOCTEIO W NIMPOKO MPHUMEHUM
JUTsl aHaIM3a o0IIero BoAOpoaa B 00pasiax, M3rOTOBICHHBIX U3 CTaJIel, TYrolJIaBKUX METaJuIoB (B TOM
YUCJIe UPKOHUS) U UX CIUIaBOB.

© PackuHa J1. B., Kacumos A. T., BaHaesa C. B., Wryua M. I"., 2025

221



Tpyabl Konbckoro HayyHoro ueHTpa PAH. Cepus: TexHuueckune Hayku. 2025. T. 16, Ne 1. C. 220-224.
Transactions of the Kola Science Centre of RAS. Series: Engineering Sciences. 2025. Vol. 16, No. 1. P. 220-224.

[Ipu ompexneneHuu colep:kaHUs yriepoja HCHOIb30Bald MHGPAKpPacHO-a0COPOIMOHHBIN METO
BBUJY TOTO, YTO METOJ OKHCIUTEIHHOTO IJIaBleHHsS B BakyyMme mo TY 48-4-376-76 Taxxke CIOXeH
B IUIaHE ammapaTypHOro oQopMJIEHHS M XapaKTepHU3yeTCs HHU3KOW MPOU3BOJIUTENBHOCTHIO. MeTon
OCHOBaH Ha CKUTaHWM HaBECKH aHAIM3HPYEMOTO MaTepHala B KEpaMHUYECKOM THUIJIE B TOKE KHCIOpOAa
B MPUCYTCTBHH TIJIaBHS B BBICOKOYACTOTHOW WHAYKIMOHHOW mMedw mpu TemmnepaTtype oxomno 1 700 °C
U OMpeAesieHuH KOoJInWdecTBa 0OOpa3oBaBIIEHCS ABYOKHCH YTJIepojAa MyTeM W3MEpPEHHUsl MOTJIOMIEHHOH
el0 wuH(ppakpacHoi pagumanuu. UcneiTanus HWHPpPakpacHO-abCOPOLMOHHOTO MeTOJa MPOBOAMIN
Ha razoananuzatopax ¢upmer LECO (C-600, CS200); HaOpaHB! yAOBIETBOPUTEIHHBIE CTATUCTUIECKIE
JaHHbIe. MeTo XapakTepu3yeTcsi BRICOKOH MPOU3BOAUTEIBLHOCTHIO U ITMPOKO UCTIOJB3Y €TCS JJIsl aHAIH3a
yriepoja B o0pa3uax MeTajuioB U CIUIaBOB.

B cBs3um ¢ orpanuueHusMH Npu paboTe C a30THOKUCIBIM TOpHEM, oOIpeeneHue ¢ropa
(BogopactBopuMoro) o TY 48-4-376-76 TUTPUMETPUISCKUM METOJIOM (C MPUMECHEHUEM Ha TIOCTOSTHHOU
OCHOBE a30THOKHCIIOTO TOpHs) B Jlabopatopuum He MpeacTaBisercs Bo3MokHbIM. Ha mpo6ax ITLpH
OBUIM MPOBENEHBl CIMYUTEIbHBIC HCHIBITAHUS METOJa TUTPUMETPUUYECKOTO C TOPUEM a30THOKHCIIBIM
(uMmeromeMcsl B HEOOIBIIUX KOJUYECTBAX B apceHase JiabopaTopuu), npuBefeHHbIM B TY 48-4-376-76,
C HOHOXpoMaTorpadMuecKuM W TOTEHIMOMETPHYECKHM (C (DTOPCENEeKTHBHBIM SJIEKTPOIOM) MeTofamu [2; 3].
Pe3ynpTaThl HMCHBITAHHH MOKA3aJM XOPOLIYIO BOCHPOH3BOIMMOCTB PE3YJIbTaTOB TUTPUMETPUUECKOTO
METO/Ia U METOJIOB, IPEIIOKEHHBIX B KAUeCTBE allbTepHATHBHBIX. bblna mocraBieHa 3agada pa3paboTaTh
METOAMKY OIIpeieseHus] MaccoBodM noiau ¢ropa (BOZOPACTBOPUMOIO) MOTEHLUOMETPUIECKUM
METOOM C HOH-CEJIEKTHBHBIM 3JCKTPOJOM B IMOPOILKE LUPKOHHUS HATPUETEPMUUYECKOM, a TaKKe
pacCUIMPUTH METOIUKY C METOJOM MOHHOU XpomaTorpaduu na [TLpH.

[Ipu ompenenennn coaepkanus xyuopa (BogopactBopumoro) B TY 48-4-376-76 pernaMeHTHPOBaH
BU3YyaJIbHO-HE(PEIIOMETPUIECKUA METOX (MHTEHCHBHOCTh ONAJECLEHLUUH pacTBOpa), KOTOPBIH
He o0JlaiaeT JOCTATOUHON TOUHOCTBIO pe3yJibTara Uil MaIbIX KOHIICHTpALMi, B BHIY Pa3sHON YyBCTBUTEIBHOCTH
rna3za ucrmonHuTeds. Hambonmee TouHBIME MeTonaMu aHanmm3a Xyiopa (BomopactBopumoro) B [IlpH,
IOCTYIHBIMH B Jabopatopuu, ctanmu (HOTOMETpHUECKHH © HWoHOXpomatorpaduyeckuii. HaGop
CTATUCTHYECKHX JIAHHBIX ITOKa3all XOPOIIYI0 BOCIPOHM3BOJAMMOCTh Pe3ynbTaToB aHaiu3oB npod [MLpH
W TOCIHYXWUJ OCHOBaHMEM K pa3pabOTKe METOAMKH OIpEIE]ICHHs] MacCoBOM [onu  Xjopa
(BomopacTBOpUMOTO) (DOTOMETPUIECKHM METOJIOM.

Ha ocHoBanumn TPOBEACHHBIX HUCTILITAaHUN COBPEMCHHBIC METOIbI KOHTPOJIA IMOATBEPAWIN BO3MOXKXHOCTH
UX MCIIOJB30BAaHUS B KAUECTBE albTEPHATHBHBIX METOAOB IIPH aHAJIU3€ HATPUETEPMHUECKOI'O MOPOIIKa
LUUPKOHUS Ha cooTBeTcTBUE TY 48-4-376-76.

Pe3yabTaThl HCOBITAHUI

Takum oOpazom, Ha MPeNNPUATHH ObUTH pa3paboTaHbl METOAMKU M3MepeHHil: 1) MaccoBoil momu
BOJIOPOJia B TYrOIJIABKUX METaJsIax C IMOBBIIMICHHBIM €r0 COJCPKAHMEM: IUPKOHUHU, Tad)HUU, THUTAHE,
HUOOUWH, TaHTAJE U Jp., CIJIaBaX Ha MX OCHOBE, TOPOIIKAaX (B TOM YHUCJIE IMPKOHUH HAT PUETEPMUIECKOM)
C IMana3oHOM M3MepsaeMoi MaccoBoit gonu Bogopoaa ot 0,01 mo 1,0 % [4]; 2) maccoBoii fonu yriepoaa
B TYTOIUIaBKUX COCAMHEHUsAX (kapOumax, Oopuaax, HUTPHIAX, OKCHJAaX) TYrOIUIABKUX METaJIJIOB:
IUPKOHHUS, TadHUS, TUTAHA U JP., @ TAKXKE HEIMOCPEJCTBEHHO B TYTOILIABKUX METAJUIAaX C TOBBINICHHBIM
cojepKaHueM yriepoaa (B TOM YHCIE IUPKOHWU HATPUETEPMHUYECKOM) C JIUANAa30HOM H3MEpSIeMOit
MaccoBoii gonu obmiero yriepoaa ot 0,01 go 25,0 % [5]; 3) maccoBoii qonu propa (BogOpacTBOPUMOIO)
B METALIMYECKUX IOPOIIKAX — B IOPOIIKE IIMPKOHUS HATPUETEPMUYECKOM, IMOPOIIKE IHPKOHHUS
KaJbI[HETEPMUYCCKOM W  IOPOILIKAX  JIPYTMX  META/UIOB  IMOTCHIHOMETPUYECKHM  METOJOM
C MOHCEJICKTHBHBIM 3JICKTPOIOM C JMANa30HOM H3MepsieMoi MaccoBoi jgomu ¢ropa ot 0,005 g0 0,1 % [6];
4) MaccoBoi oy XJiopa (BOJAOPACTBOPUMOTO) B METAITUYECKHUX MOPOIIKAX — B MOPOIIKE IMUPKOHUS
HAaTPUETEPMUUYECKOM, IOPOIIKE MUPKOHHUS KaJIbIMETEPMUUYCCKOM M IOPOILIKAX JAPYIMX METaJlIOB
TypOHUINMETPUIESCKIM METOJIOM C THAIIa30HOM M3MepsieMoit MaccoBoi mommu xsopa ot 0,001 mo 0,005 % [7].
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Juana3oHpl W3MepeHUN NpuMecei (BOaOpoja, yrieponaa, BOJOPACTBOPUMBIX (Topa M XJIOpa)
B MBU, 3HaueHHs OTHOCHUTEIbHBIX XapaKTEPHUCTUK TOTPEIIHOCTH H3MEPEHUU NpH JOBEPUTEIbHOU
BepositHocTu P = 0,95 npuBeeHbl B TaOIHIIE.

Jluama3oHBI H3MEpEHHI (BOJ0PO/Ia, YIIePoIa, BOIOPACTBOPIMEIX GTopa H XI0pa),
3HAYECHNA OTHOCHTENHHBIX XapaKTePHCTHK ITOTPENIHOCTH H3MEPEHHIT IPH TIOBEpHTENBHOMH BeposTHOCTH P = 0,95

XapakTepHcTHKa "
. " JloBepUTETLHEIC TPAHIIIEL
Tloxazarems/MBHU Jlmanason ]:ISMepﬂe? folt CXOIMOCTIL, Hencmqem{opi TPaBIVILHOCTH, | CYMMApHOIT HOTPeIHOCTI,
MaccoBoii gom, % CHCTEMATHYIECKOIT =
o (8) +68, mpun=2,+3
MOTPENTHOCTH, O
Bomopon / 010,01 1010 0.05 0.24 0.18 0,25
MBH 08-266-2023 BKJIIOUHTEILHO
Vrepon / 010,01 100.1 0.13 0,32 024 0,36
MBH 08-264-2022 BKIIOUHTEIBHO
01011010 0,045 0,25 0,18 0,25
BEKJIIOUNTENBHO
» 1 » 25» 0,010 0,24 0,17 0,24
@Top (BOZOPACTBOPHUMBIIT) / Ot 0,005 mo 0,1 0,14 0,21 0,09 0,29
MBH 08-267-2023 BKIIOUHTEIBHO
Xnop (BomopacteopumMsrii) / | Ot 0,001 mo 0,005 0,20 0,23 0,10 0,30
MBH 08-265-2023 BK/IIOUHTEIBHO

* V(TaHOBJICHHBIE WHCICHHBIE 3HAYEHHS TPAHHUI] OTHOCHTENBHON TOTPENTHOCTH COOTBETCTBYIOT UYHCIEHHEIM 3HAYEHHAM DACITHPEHHOI
HeONpeAeIeHHOCTH (B OTHOCHTEIbHBIX eAHHHIAX) UL, IpH KodduunenTe oxsarta k = 2.

B 2023 r. nanubie anbTepHATHUBHBIE METOJBI KOHTpOJs mpumecHoro coctaBa IILpH (Bomopona,
yriepona, ¢propa, xiopa) 0bn BHeceHBI B TY 48-4-376-76 (u3menenne Ne 1-9): MBU 08-264-2022.
VYrinepon. Meroanka U3MepeHHH B TYTOIUIABKUX COSAUHEHHUIX HHPpaKpacHO-a0copOLUOHHBIM METOOM;
MBU 08-265-2023. Tlopomku MeTayumdeckue. MeToauKa HU3MEPEHUM MAacCOBOM JOJIH  XJIOpa;
MBMU 08-266-2023. Bogopon. Meroguka omnpeneieHUss NOBBIIEHHBIX COIEPKAHUM B TYTOIUIABKHUX
MeTajiaX METOAOM BhICOKOTeMIlepaTypHoi skcTpakuun; MBU 08-267-2023. Ilopolku MeTallIMuECKUE.
Meroauka u3MepeHnii MacCoBOU J10J1M Topa.

BriBoabl

C menpl0 aHaJUTHYECKOTO CONPOBOXKJIEHHUs TexHojoruu mnonydenus [ILpH pa3paborans
U OCBOCHBl COBPEMECHHBIE aJbTEPHATHBHBIE METOJbl KOHTpPOJsS HOpuMeceld (Bojgopona, yriepona,
¢rTopa, xi0pa), yOOBIETBOPSIOLINE COBPEMEHHBIM NPUOOPHBIM METOJaM B aHAJIUTHYECKOH XUMUH.
Pazpaboransl 1 arTecToBaHB METOAWKH H3MEPEHMH NMpHUMEcHOro cocTaBa. OOecreyeH MOITHOLEHHBIN
U JocTOBepHBIM KoHTponb mnpumecedt [IL[pH, momHOCTRIO yaOBIETBOpPSIONIMK TpeOOBaHUSIM
NpeANnpUsATUI-3aKa3qMKOB. MeToquKN U3MEpeHuid npuMecel (BoAopoJa, yriaepoaa, BOJAOPACTBOPUMBIX
¢Topa u xJiopa) B MOPOIIKE IIUPKOHUS HATpUETepMUUYECKOM BHeapeHbl B TY 48-4-376-76 (M3MeHEHUE
Ne 1-10) B kauecTBe aNbTEPHATUBHBIX METOJIOB KOHTPOJIS.
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