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Annomayusn. Pacmywee ucnoav3zosanue nopouwika Humpuoa 6opa 0Jisi U320moeneHus no-
Kpblmuill Npueno K 603HUKHOGEHUIO NOMPEOHOCMU 6 e20 KOAUHYeCMEEeHHOM onpedereHuu
6 cocmase NPOMBIULIEHHbIX MAMepuailo8 — 6 KOMHOZUYUOHHBIX HOPOWKAX ONsl NOLYYeHUs.
npupabamueléaemvix NOKpbIMull 2a30mypounnvlx 0sueamenetl. B oannoil pabome npeonogcena
MemoouKa onpeodeneHuss Humpuoa 60pa 6 KOMNOUYUOHHBIX NPUPAOAMBIBAEMBIX NOKDLIUSX
MEMOOOM AMOMHO-IMUCCUOHHOU CHEKMPOMEMPUU C UHOYKIMUBHO CEA3AHHOU NIA3MOU C 08)-
M5l 8APUAHMAMU NPEO8APUMENLHOL NPOOONOOZOMOBKU. CHIABIEHUE C 2UOPOKCUOOM HAMPUs
U aBMOKAABHOE PA3NIOJICEHUEe 8 KUCTOMAX.
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Abstract. The growing use of boron nitride powder for the manufacture of coatings has led
to the need for its quantitative determination in the composition of industrial materials — in
composite powders for the production of run-in coatings for gas turbine engines. In this paper,
a method is proposed for the determination of boron nitride in composite coatings by inductive-
ly coupled plasma atomic emission spectrometry with two pre-sample preparation options:
fusion with sodium hydroxide and autoclave decomposition in acids.
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Beenenune
Hcmupaemvie mamepuanwvt ¢ Humpuoom oopa BN 6 osuzamenecmpoenuu

Texkymue MOTPeOHOCTH aBUACTPOCHHSI  OMPEICISIOT  HANpPaBICHUS  HAYYHO-
UCCJIEIOBATEIBLCKUX padOT B 3TOI 00JIACTH MPHU CO3[JaHUU HOBBIX MaTepUaAIOB C TPeOyeMbIM
YpOBHEM (U3UKO-MEXaHUYECKUX CBOUCTB [1]. OmHO M3 Takux HampaBiIeHHA — pa3paboTka
UCTUPAEMBIX YIUIOTHUTEIbHBIX MAaTEPUaIOB WM MOKPBITUI, B COCTaBE KOTOPHIX MPUCYTCTBY-
et aatpua 6opa BN [2].

Hutpun 6opa (BN, azoructeiii 60p, MOHOHUTpHU Oopa) 00J1aaeT OTIMYHON TETIO-
MIPOBOJAHOCTBIO, TEPMOCTOMKOCTBIO, BEICOKOTEMIIEPATYPHON CTaOMIBHOCTHIO M BBICOKOM Me-
XaHUYECKON MPOYHOCTHIO; HETOKCUYEH, MOAXOIUT AJIS UCIIOJIb30BAHUS B arPeCCUBHOM Cpe/ie,
XUMUYECKU UHEPTEH, HE B3aUMOJCHCTBYET C PSAJIOM XUMHUYECKUX PEareHToOB, a TAK)Ke HE CMa-
YUBAETCS MHOTMMH PACIUIABJICHHBIMH METaJJIaMU, KpOME TOTO 00JIajaeT XOPOLIMMHU aHTHU-
(PUKIIMOHHBIMA CBOMCTBAMHM 3a CUET CIIOUCTOM CTPYKTYphl. HeynuBuTeanHO, 4To Oiaromaps
HAa0OPY CBOMX YHHKAIbHBIX CBOMCTB coennHeHne BN HaXoauT mmpokoe NpUMeHEHUe B pas-
JUYHBIX 00JIACTSIX MPOMBIIUICHHOCTH, U YaCcTO NMPUMEHSIETCS KaK «TBepias» CMa3Ka, B TOM
YHCIIe B aBUALIMOHHOM ABUTaTeIeCTpOeHUH |3, 4].

Hctupaemblie yIIOTHUTENIbHBIE MAaTEPUAIIBI MOTYT MPEACTaBIATh COOOM MOPOIIKOBBIC
KOMIIO3UIIMOHHBIE MaTepuasabl U3 METAJUIMYECKON MaTpHIlbl Ha HUKEIeBOW, K0OaIbTOBOM,
MEIHOW WM aTIOMUHUEBOM OCHOBE C paclpeielieHHbIMU B HEH TBEPIbIMU CMa3KaMu — Ipa-
(UTOM WU TeKCaroHAIBHBIM HUTPUIIOM OOpa (MM MX CMECHIO), a TaKKe CICIHATbHBIMU
METAJTTMYECKUMU WM HEMETAJUIMYECKUMH 100aBKaMH M TprcagKamu [S].

[Touck u pazpaboTka 3PPEKTUBHOTO YILUIOTHEHUS PaTUABHBIX 3a30pPOB MPOTOYHOTO
TpakTa ra3oTypOMHHOTO ABUTATENIsI BEIYTCS JOBOJILHO JIaBHO. DTO HAIPABJICHHE — OYEHD
BaYKHOE, TIOCKOJIBKY CHCTeMa YIUIOTHEHUS CYIIECTBEHHO BJIHUSET HA PacxXoj TOIUIMBA M CPOK
CITY’XOBI TOPOTOCTOSAIIUX JIOTIATOK TYPOUHBI H KOMIIpECCOpa JBUTATETIS.

I'maBHas 3a1a4a mpu CO3AaHUM TAKOTO YIUIOTHUTEIHLHOTO MaTepuania (BepHee, MOpoIl-
KOBOW KOMITO3UIIMU WJIM TTOPOIIKOBOTO KOMIIO3UIIMOHHOTO MaTepualia, KOTOPhIH B JabHEH-
[IeM HAaHOCHUTCS KaK TMOKPBITHE) — MaTepual JO0JDKEH padoTaTh MPH SKCTPEMAIbHO BBICOKOM
paboueii TemnepaTrype U MpyU KOHTAKTHOM B3aMMOJACHCTBUM POTOpPA U CTATOpa, a KapOCTOM-
KOCTh MaTepuasa JI0JKHA COYETaThCs C €r0 XOPOLIEH 3PO3NOHHON CTOMKOCTBIO.

OnavH U3 MEePBBIX TAKUX TEXHOJOTUIHBIX U 3()(OEKTUBHBIX KOMITO3UITMOHHBIX MaTepH-
aJoB CcoO3JaBalics IIIUTEIbHOE BpPEMs, B Pe3yibTaTe ATOTO pa3paboTaH YMIOTHUTEIbHBIN
martepuan Mapku 20b, KoTopsIil ucnosipzoBaiu mpu pabounx tremmneparypax a0 600 °C, — ato
rpaHyJIUpOBaHHBIN TOpoInok Ha ocHoBe Ni, comepxkammii ~15 % (mo macce) BN, a tarke
SiO2, Cu u rpadur [6].

3arem pa3paboTaHbl JIerKocpabaThiBacMble MaTepraiisl Ha ocHoBe Al (Topormok map-
k1 AHB u ero moaudukanum), KOTOpbIil MPUMEHSIETCS] B Kaue€CTBE MOKPBITHH, padoTarommx
no temmeparyp 450-550 °C, ero ucxonnsie rpanynsl cogepxat ~20 % (mo macce) BN, a
takxe SiOz [7].

[Mopomku tuma YBC npeacTaBisioT codoii cMech kKoMmoHeHToB: ocHoBa — Ni, ~20 %
(mo macce) BN, no6asku SiOz, a Taxxke rpadur, CuO u CdO [8].

Jlia noBeieHust 3QPeKTUBHOCTH pabOTHl TYpOUH Takke MPUMEHSIOTCS aHTU(]PUK-
[[MOHHBIE JICHTOYHBIE YIJIOTHUTEIbHBIE MaTEPHAIbl, KOTOPHIE MPEICTABISIIOT CO00 KOMIIO-
3WIUM U3 MaTpHILIbl Ha HUKEJIEBOM MM HUXPOMOBOW OCHOBE, cozepxkarue 10 ~15 % (o0bemH.)
vacTull TBepaoi cmaszku B Bujie BN (Huboun-20) [9, 10].
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[IpombInuIeHHAsT TEXHOJIOTHS TTOJTYYEHUSI UCTUPAEMBIX MOKPBITUH MOXKET BKIIOYATh
TaKue CTaJNH, KaK IPUTOTOBJICHUE MIUXTHI, BO3MOXKHO, MPOKATKY JICHTBI; CIICKAHWUE UITU T'O-
pPAYYI0 MPOKATKY C IEIbI0 TUTAKUPOBAHKS OCHOBHOTO MOPOIIKOBOI'O0 MaTepHalia KOMIAKT-
HBIMHU JKapONPOYHBIMHU TOJIOKKAMU; HETOCPEICTBEHHO HAHECCHHE MOKPBHITHH Ha JeTaau
u ap. Vcnonp3yemMble MOPOIIKH SIBISIOTCS JOCTaTOYHO JOPOTOCTOSIIIMMH MaTepHaIaMU,
a UCTMIOJIB3YIOTCSl OHU JIJISl TOTO, YTOOBI 3aIUTHTh U MPOJIUTH CPOK CITYXkKOBI erre Ooiee 1o-
POTOCTOAIINX JETAICH JBUTATENICH, KOMIIPECCOPOB U IPyroi TeXHUukH. [Ipu 3TOM BO3HUKA-
€T HEOOXOAMMOCTh AHAIMTHYECKOTO0 KOHTPOJIsSI coaepkanuss BN u npyrux KOMITOHEHTOB
B IT0A00HBIX MaTepHanax [11].

HeoOxogumMo oTMeTuTh, 4TO coenuHeHrne BN MOXKET CyliecTBOBaTh B BHJIE HECKOJIb-
KHX MOJIMMOPQHBIX Moaudukanuii: rekcaronaabHoi a-BN (wmm h-BN), xybuueckoii $-BN
(wm c-BN), mioTHOyIakoBaHHOM TekcaroHaiabHON ®-BN, amopdHOM (HEKpHCTAILIHYCCKOI)
¢dbopmbl, HaHO(MOpMBI HUTpUaa Oopa. IIpu 3Tom pasHbie moaumopdubsie mMoauburanuun BN
CYIICCTBEHHO PA3INYaIOTCS M0 (PU3MICCKUM U XUMHUYCCKHM CBOMCTBAM: HECMOTPS Ha OJMHA-
KOBBI XMMHUYECKUI COCTaB, Pa3HUIA B KPUCTAJUIMYECKOU CTPYKTYpPE MPHUBOAUT K 3aMETHOMN
BapUaTUBHOCTH PEAKIIHOHHON CIIOCOOHOCTH, YCTOWYMBOCTH U T. 1. [12-14].

Momudukamus h-BN  ycroilumBa K OKHCIEHHIO KHCJIOPOAOM JIO TEMIIEPATYPhI
~700 °C, He pearupyet ¢ OOJBIIMHCTBOM KHCJIOT M PAcIlJIaBOB METAJIJIOB, MEIJICHHO pa3Jjiara-
€TCS B FOPSAYUX KOHIICHTPUPOBAHHBIX IIE0YaX C BhIACICHHEM aMMHaka. Moaudukaius
c-BN oGnamaet emie 60oj1ee BBICOKOM XUMHUYECKOM CTOMKOCTBIO OJiarogaps 0oJiee mpovHbIM
cBsa3saM, ueM y moaubukamuu h-BN: He pacTBopsieTcss B jKelle3e IPHU HarpeBe, yCTOMYMBA
K OKHCJIeHHIO 10 Temieparypbl ~1200 °C, pearupyeT TOJBKO C CHILHBIMA OKUCIUTEISAMH IIPH
BBICOKHX TeMIIepaTypax. PeakinonHas crrocoOHOCTh aMOP(MHBIX ¥ HAHOCTPYKTYP HUTpHUIa 00-
pa BBIIIC, YeM Y KPHUCTAUIMUYECKUX MOAU(PHUKAIUN, H3-3a HEOJHOPOJHOCTH M OONBIION
YIeTBHOU MOBEPXHOCTH TAKUX MATEPHAIIOB.

B TeXHOJIOrUsAX MOJyYCHHS UCTUPACMBIX YIIIOTHUTCIBHBIX MAaTEPHAJIOB, KaK MIPaBUIIO,
ucnons3yroT BN ¢ rekcaronansHoi rpadurononooHoil kpucramndeckoit pemerkoi (h-BN).
Opnnako mopomok rekcaroHanbHoro BN mMoxeT copepkarh mpuMecu APYTUX MOTUMOPPHBIX
MoauduKaiuil HUTpUIa 6opa.

Buvioop memoooeé ananusza

B texnuueckoi noxkymeHnrainuu Ha matepuan AHD npennoxken meron ananu3sa, KOTO-
phiit 3akmouaercst B onpeneneand BN u SiO2 ¢ moMonpio 01HON HAaBECKU MyTEM TPaBUMET-
PHUYCCKOr0 BBIACICHUA OTUX KOMIIOHCHTOB M3 HABCCKHU IMOPOIIKA U HOCHGHYIOIHGﬁ OTIOHKH
SiO2 u3 cMmecu B BujIE JieTy4ero Gropuaa.

B TexHuueckoit qokymenTanuu Ha matepuan YBC npeanoxkeH MeToj aHanuza, KOTo-
pBIN 3aKITI0YaeTCs B OMpEeNIeHUH HUTpHUAa 00pa TUTPUMETPUIECKUM MeToIoM. bop oTaens-
IOT OT HUKEJS YIJIIEKUCIBIM HAaTPUEM B MPUCYTCTBUU XJIOPUCTOTO Oapus. bopHyo KuCIOTYy
BBIICTISIIOT U3 PAcTBOpA TIUIEPUHOM U OTTUTPOBBIBAIOT PACTBOPOM THUIPOOKCHIA HATPHUS B
MPUCYTCTBUH UHIUKaTOpa (heHondrasenna.

YHOMleyTI)IG METOJAbl XMMHUYCCKOI'O aHalJIu3a OTHOCATCA K KJIAaCCHYCCKHMM METOHaaM,
KOTOpBIE YacTO Ha3bIBalOT METOJaMU «MOKpOH xumum». OHH HE TpeOYyIOT CHEelHaJIbHOTO
000py/0BaHus, UMEIOT MPOJOHKUTEIBHYI0 UCTOPUIO TPUMEHEHUS U XOPOIIO 3apEKOMEH/I0-
BaJM ce0sl KaK HAJICKHBIE U TOYHBIE METObI aHann3a. OHAKO 3TH METO/IbI aHAHN3a TPEOYIOT
BBICOKOW KBaJIM(DHKAITMK ONEPaTopa M TOYHOTO BBITIOJHEHHUS OOJBIIOTO KOJMYECTBA OIepa-
Il C MCIOJB30BAHUEM DPA3IUYHBIX peakTuBOB [15]. Kaxmas meToanka mo3BoJseT omnpese-
JSTh KOHIIEHTPAIUIO TOJIBKO OJHOTO KOHKPETHOTO 3JIEMEHTa WM COCIUWHEHUs. B ycroBusx
COBpPEMEHHOT'O CepI/II\/'IHOl"O IMPOMBIIIJIICHHOI'O IIPOMU3BOJCTBA MCIIOJIB30BAHUE KIACCUYCCKHUX
METOJIOB aHaJKM3a YacTO HEMpPHUEeMJIEMO HM3-33a UX JUTUTSIBHOCTH, BBHICOKOH TPYIOEMKOCTH U
OTPaHUYCHUST METOIMK U3MEPEHUH 110 3JIEMEHTaM U YPOBHSAM KOHIIeHTparwii [16].
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AJNbTepHATUBON SBISETCS MPUMEHEHHE COBPEMEHHBIX MHCTPYMEHTAJIBHBIX 3JIEMEHT-
HBIX METO/IOB aHAJIN3a, KOTOPbIE MO3BOJIAIOT COKPATUTH TPYAOEMKOCTh M IPOBOAMUTH OMpEe-
JICHUE Cpa3y HECKOJbKUX 3JIEMEHTOB ogHOBpeMeHHO [17]. [Ipu 3TOM ¢ HMCMOJIb30BaHUEM Me-
TOJIOB MHOTOXJIEMEHTHOTO aHAJIM3a M HECIOKHBIX BBIUYMCIEHUH TpU 00pabOTKe MaHHBIX
MOJKHO MepEeCcUYnuTaTh KOHIICHTPAIMIO O0pa Ha KOHIIEHTPAIUIO0 HUTpuaa Oopa.

B anHanmuTHYeCKOM KOHTPOJIE MHOTOKOMIIOHEHTHBIX METAJTyPrHYeCKUX MaTepuanoB
HIMPOKO HUCHOJB3YIOTCS CIEAYIOIIME METOAbl: MCKPOBOM WM Ja3epHbIii  aTOMHO-
smuccuonnblii ananmuz (MADC, JIADC), peHTreHo(IyOpecleHTHbIH aHaau3, AaTOMHO-
SMHUCCHOHHOMN CIEKTPOMETPHH C MHIYKTHBHO CBs3aHHOM rurasmoii (ADC MCII) [18]. Pac-
CMOTPUM OCOOEHHOCTH YIOMSIHYTBIX METOJOB aHaJN3a M BO3MOXKHOCTH HMX IPUMEHEHHUS
K [TOPOIIKOBBIM MaTepHalIaM.

Jiis UADC u JIADC HyXHBI TBEpAble MOHOJIUTHBIC 00pa3Ilbl OMPEIEICHHOTO pa3Me-
pa (mwmHIpsl pazmepoM ~(30%30) MM). AHaIU3 MOPOIIKOB MHOT/IA BO3MOXKEH IPH 3aIpec-
COBKE HCCIIEIyeMbIX MaT€pHaIOB B CMOJY, OJTHAKO 3TO MOKET OTPa3UThCS Ha TOYHOCTU OIpe-
JENICHUs] U CYIECTBEHHO YBEIUYHMBAET TPYAOeMKOCTh. [Ipu 3TOM Ui IpaayHUpOBKU HYXKHBI
cranaaptabie 00pasisl (CO), MaKCUMaITBHO OJTM3KHUE TI0 COCTABY M CTPYKTYPE K UCCIIETYEMBbIM
obpasuaM. CtanmaptHeie 00pa3ibl MaTepUaIoB UCTUPAEMBIX MOKPHITUNA OTCYTCTBYIOT — KaK B
BUJIC MTOPOIIKOB, TaK U B BHJIE 3aIIPECCOBAHHBIX B CMOJIY Ta0JETOK, MO0 yXKe CIIeYeHHBIX I10-
kpbiTuil. Pazpabotka takux CO — 3TO OTAeIbHAS CI0KHASI TEXHOJIOTHYECKas 3a/1a4a.

PentrenodayopecieHTHBIN aHaIN3 MOPOIIKOB BO3MOXKEH, OJJHAKO ATOT METOJ MMEET
OTpaHHYEHUS TI0 OMPEIENICHHUIO JETKUX 3JIeMEHTOB (0opa, a30Ta, KUCIOpoAa, yriepojaa), co-
Jep KaIuxcst B OOJIBIIOM KOJIMYECTBE B UCTHPAEMbIX MOKPhITHAX. Kak ynomsnyto panee, CO
KOMITO3UILIMOHHBIX MOPOILIKOBBIX MaTEPUAIOB Il HAHECEHUS MTOKPBITHIA, HY)KHBIC Ul TPaIyn-
POBKH M KOHTPOJIS MPABHJILHOCTH aHAJIN3a, OTCYTCTBYIOT.

[Tpu nmpumenenuu merona ADC UCII obs3arensHO TpebyeTcs nmepeBo mpoOkl B pac-
TBOD, IPU 3TOM BO3MOKHO Hcnosib3oBanrue CO cruiaBoB, OJU3KHX 110 COCTaBY, JMO0 BOOOILIE
MO3KHO 000#iTHCh 6€3 CO M KOHTPOIUPOBATH IPABUILHOCTh aHAIHN3a C OMOIIBI0 MOIETBHBIX
pacTBOpOB.

Amnamus merogom ADC MCII mossonser onpenenuts Ni, Al, B, Si, Cd, Cu, a npu
HEOOXOIMMOCTH W MHOTHE JPYTHE DIIEMEHTHI B KOMITO3UITMOHHBIX MOPOIIKAX M MePECUUTATh
UX KOHIIEHTpalUu Ha cooTBeTcTBYyMomIHe coequnenus (BN, SiOz, CuO, CdO u ap.).

[Ipu BO3aEHCTBUM Ha KOMIIO3MIIMOHHBIE MOpouIKoBele Matepuansl Tuna AHB, YBC
U IpyTU€ MUHEPAIbHBIMH KHCIOTaMHU, MPOObI MOTYT JIMIIb YACTHYHO B3aUMOJIEHCTBOBATH
CO CMEChIO KUCIIOT, Tak Kak coenuHenuss BN u SiOz (BciencTBue cBoeli MHEPTHOCTH) MPU
HOPMAaJIbHBIX YCJIOBUSX JIMOO pearupyroT O4eHb MEJICHHO, JIM00 BOOOIIEe HEe BCTYNAIOT B pe-
Ak ¢ KUcioTaMu. [loHOTa BCKPBITUSL TPOO 3aBHCUT OT AIIEMEHTHOTO M KOMITOHEHTHOTO
coCTaBa MaTepHaja, a TaKKe YPOBHs KOHLIEHTPAIMH BEIIECTB, UCIIOIb3YEMBbIX IS pacTBOpE-
HUsS PEareHTOB U YCIIOBHIA.

ITporietypsl mpOOONOArOTOBKM METAJUIMYECKMX MAaTepHajoB HAa OCHOBE HHUKEN
U aJIIOMUHMSI ONKCAaHbl B HAyYHO-TeXHUYeCcKo# ymtepatype [19, 20], a mporiecc mepeBoaa B
pacTBOp AMOKCHA KPeMHHUsI paccMoTpeH B padote [21]. Tlpu aTOM is ompezeneH s Macco-
BOM nonu rpaduta (yriepozaa), a Mpu HEOOXOJUMOCTH U a30Ta MOTPeOyeTCs HUCIOIb30BaAThH
JIpyrHe METONbI aHallM3a, HampuMep METOJ MH(PaKpacHOU crneKTpockomuu (MHGpaKpacHO
a0COPOIMOHHBII), U COOTBETCTBYIOIINE MPUOOPHI — ra30aHATN3aTOPHI [22].

BckpeiTue npo6 HuTpHaa 6opa M coJiepkKalux ero MaTepuaioB YaCTHYHO OCBEIEHO B
HAYYHO-TEXHHYECKMX MCTOYHUKAX, OJTHAKO JAHHBIA BOMPOC TPeOyeT AOMOTHUTEIHHOTO pac-
CMOTpPEHHUSI B KOHTEKCTE ONTUMHU3AIMH MPOOONOArOTOBKY JJISi aBUAIIMOHHBIX KOMITO3UIIOH-
HBIX TOPOIIKOBBIX MarepuanoB tuna 20b, YBC u ap., a Takke MOCIEAyIONIEro X aHajausa
metogom ADC UCII.
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B nanHo#i cTaThe aBTOpaMM paccMaTpUBAETCS TOJNBKO KOJMYECTBEHHOE OMpEeIeHNe
HUTpUJA OOpa Ha MpUMEpe KOMITO3UITMOHHBIX TTOPOITKOBBIX MATEPUAIIOB JIJISi HAHECEHUS T10-
kpbiTuii Tna 20b, YBC, KHA, AHb, YMb u ap.

Lens nanHO# pabOThI — pa3paboTKa U ONPOOOBAHUE METOAUKHU OIPEACIICHNS HUTPUIA
6opa B komno3unnoHHbIX Matepuanax tuna 20b, AHb, YBC u np. metronom ADC UCII, a
Takke BBIOOp criocoba mepesojia mpod B yA00HOE IJIs aHAIHM3a COCTOSIHHE.

PaboTa BeIMOTHEHA B paMKax peaau3alMi KOMIUIEKCHOW HaydHOU mpoOjembl 2.1.
«DyHIaMEHTATBHO-OPUEHTUPOBAHHBIC HCCen0BaHusD» («CTpaTernyecKue HapaBlIeHUs pa3-
BUTHS MAaTEPUAJIOB M TEXHOJOTHI UX repepabotku Ha meprox 10 2030 roma») [23].

MarepuaJjbl 1 METOIbI

Jlisa pactBopeHusi MpoO HCMHOIb30BAIM CUCTEMY MHUKPOBOJIHOBOW MPOOONOITOTOBKU
(MBIIIT). HaBecku BN mo 0,1 r pactBopsiin ¢ ucnonszoBanuem cossior (HCI), azotHoi
(HNO3) u ¢ropucroBomopoanoii (HF) kucaor (oc.u.). st crutaBieHust mpod HCIOIb30BaIN
MmydenbHyt0 nieub, ruapokcun Hatpus (NaOH, w.g.a) u mmpoceprnokucneiii kammid (K2S207,
y.1.a). g xpaneHus pacTBOpOB MPUMEHSIIM KONObI n3 nonumnpornuieHa oobemom 100 mi. O6-
11251 KOHLICHTPAIMS aHAJIM3UPYEMBIX PACTBOPOB cocTaBisuia 1 1/

W3mepenue aHANUTUYECKOTO CUTHAJIA MTPOBOMIM Ha aTOMHO-3MUCCHOHHOM CIIEKTPO-
METpe ¢ MHAYKTUBHO CBSI3aHHOH IUIa3MO# ¢ akCHAJIbHBIM 0030pPOM IIJIa3Mbl C HCIIOJIb30BaHH-
eM CIeIyIoIUX pabounx mapaMeTpoB Mpudopa: MOITHOCTH maa3Msel 1,2 kBT; pacxox mnazmo-
oOpa3yroliero moToka raza 1 J/MuH; pacxoj ras3a, oJIaBaeMoro Ha pacubLINTelNb, 0,7 JI/MHH.
[Tpumensinu ra3 aprod mapku BY uuctortoit 99,998 % (06bemH.). [IpoaomKuTeNbHOCTh U3-
MEpEHUS aHAJTUTUYECKOTO CUTHaJIa cocTaBisuia 15 ¢ (5 peruk o 3 c).

[Ipu u3MepeHnr aHATUTUYECKOTO0 CUTHANIa MCIOJIb30BAId MHEPTHYIO K BO3JCHCTBUIO
IEJI0YH U (PTOPHCTOBOJAOPOAHON KHCIOTHI INTACTUKOBYIO CHCTEMY PACIIBIIICHHUS PACTBOPOB.

PaGora BeimonHena ¢ ucnonb3oBanueM obopynoBanust LIKII «KnumaTndeckue ucmbi-
tanus» HUL «KypuaroBckuii unctutym» — BUAM.

Pe3yabTaThl H 00cyxKI1eHUE

s Toro 4toObl yOEAUThCs, YTO B COCTaBe pabodux MpOoO MOPOLIKOB HUCTUPAEMBIX
MOKPBITUI MPUCYTCTBYET UMEHHO I€KCaroHaJbHBIH HUTPUJ OOpa, MPOBEIEHO PEHTIEHOIU-
(bpakLMOHHOE UCCIIeI0BaHUE UCXOJHOI0 MOPOIIKa HUTpUAA O0pa, UCIOIb30BAHHOTO JUIS U3-
TOTOBJIEHUsI pabo4yMX HapTUi KOMIO3MIIMOHHBIX HopomkoBbix MatepuaioB AHBb u YBC
(puc. 1). Mcxons u3 nuppakTorpaMmbl, TOPOIIOK COOTBETCTBYET I'€KCarOHAIbHOMY HUTPHUAY
6opa. Takum oOpa3oM, NMPUMEHUMOCThH IMPEAJIOKEHHOW Najee METOAMKHU Ui MaTepHalloB,
coJepKalx KyOnueckuit HUTpua 60pa, B TaHHOH paboTe He paccMaTpUBaIach.
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Puc. 1. Pe3ynpTaTsl peHTreHoan(pakimOHHOTO NCCIE0BaHNS UCXOIHOTO MOPOIIKa HUTpHaa Oopa
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[TpoaHanu3upoBaHbl JaHHBIE W3 HAYYHO-TEXHHUUYCCKHX JIMTEPATYPHBIX HMCTOYHHUKOB
[24-26], onwuchIBarOmUX yCIOBUS BCKPBITHS MPOO coeauHeHHU Oopa, HUTpuUaa Gopa U Co-
JICpIKAIMX €ro MaTepUasioB, KOTOPbIE MPEICTABICHBI B Ta0. 1.

Tabnuya 1
YcaoBusi BCKPBITHSI P00 coeTUHEeHHid Dopa
PearenTsl YcnoBus

ABTOKJIaB ¢ MAarHUTHOM MEIIAJIKOM, I10-
BN (naBecka 0,25 r) + 15 mu 20-30-noit % HF KPBITBIN TOIUTETPAQTOPITUIICHOM, TIPH

temmepatype 150 °C B Teuenue 4 u
BN + ClI XnopupoBanue npu temmeparype 800 °C
BN (maBecka 0,1-0,15 1) + 1,5 r CaO unu BaCOs
BN + cmecn NiO ¢ NaKCO3 CrniapieHue B e MpU TEMIIEPAType
BN (maBecka 0,2 t) + 10 r LiOH-2H>0 (mm NaOH) ~(700-900) °C, HuKeNeBbIH/Keae3HbII
Kpucramnmueckuii 60p, Oopun TuTana, TUTETTh
kapoun 6opa B4C + K;S,07

B cbopuuke [27] ymoMuHatoTCs METObI, OCHOBAHHBIE Ha Pa3I0KEHUU HUTpUIa Oopa
C IIeIouaMu B kene3Ho TpyOke npu temrieparypax 400—450 °C, a Takke CIUIaBJI€HUE B JKe-
JIE3HOM THTJIE CO CMECHIO IIENIOUM U MEePEKUCH HATPHUS C MOCIEAYIOIIUM MHOTOCTaJAUHHBIM
CIocoO0M OT/IEICHUS MEUIAIOIINX JIEMEHTOB U TUTPUMETPUUECKUM ONpe/iesieHneM o6opa.

B pabGore [28] npencTaBiieH aHATUTHYECKUNW METON JUIsl «OBICTPOrO» OIMpeAeseHUs
npumecu BN B moporike amopdHoro 6opa. Pasnoxkenrue mpoBOAUIN C TOMOIIBIO HECKOIBKUX
KHUCIIOT ¥ MX CMECel C MCIOIb30BAaHHEM MUKPOBOJIHOBOTO PA3JIOKEHHUS B 3aKPHITOM COCY/E:
BbIIepKKa mipu TemrepaTtypax 10 200 °C B Teuenue 10 MuH mpu MaioM o0beMe peareéHToB —
1o 3 mut: HaSO4 (98 %), HNOs (68-70 %), HF (40 %) + H2SOs, HF (40 %) + HNOs,
HF (40 %) u HF (48 %), a monHoe pasioxenue yuctoro BN g0 ¢ropbopara ammoHus
(NH4BF4) nabmroganock TONBKO MpPH HMCIOJIb30BaHUM KHCIO0THI HF M cMecw KuciaoT
(HF + HNOgz). Kpome Toro, ynomuHaetcs pasnoxenue BN crnnaBneHnem ¢ kapOoHaTOM
HaTpus (Na2COz3). CteneHb pa3aoKeHUs MPU Pa3InIHbIX TEMIIEPATypax KOHTPOIUPOBAIH U
U3y4yald MyTeM oIlpeleNieHust coiepkanusi 6opa ¢ nomouisio Meroga ADC MCII u noHoB
aMMOHHSI C TIOMOIIIbI0 HOHHOM XpoMaTorpadum.

Pestomupyst crocoObl pasnokeHus coenuHeHus BN, mpencraBieHHble B HaydHO-
TEXHUYECKOH JIuTepaType, MOXKHO BBIJICIUTh TPU HAIPaBIIEHUS: Pa3i0okKeHUE C MCIIOJIb30Ba-
HUEM (PTOPUCTOBOJOPOIHON KUCIOTHI, XJIOPUPOBAHUE IIPU HATPEBE M CIUIABJIEHUE C COEIU-
HEHUSIMU I1IE€JIOYHBIX METAJUIOB WJIM HEMTOCPEACTBEHHO C IIET0YaMH.

Jlnisi yTOYHEHHUST OMTHUMAIBHBIX YCIOBUH MPOOOIOATOTOBKH IMUXTOBBIX KOMIO3HIIH-
ounbix mopomkoB AHB (ocHoBa — Al, comepxanne BN mo HOpMaTHBHO#N ITOKYMEHTAIUU
(HI) cocraBnsier ~(15-25) % (mo macce)) u YBC (ocuoBa — Ni, comepskanre BN mo HJ co-
craBisieT ~(10-20) % (mo Macce)) mpoBenr SKCIEPUMEHTHI C PA3IOKEHHEM padOuux Mpood
B cucteme MBIIII B cmecn kucmor HNOs u HF B mydensroii meun ¢ NaOH u K>S;07.
Ot xJ10pupoOBaHus MPU BBICOKOI TeMIlEpaType peUIid 0TKa3aThCsl B BUIY CIIOKHOCTH Opra-
HU3aLKU Tpolecca Mpyu O00JIbIIIOM KOJIMYECTBE pabounx mpoo.

[Tocne nmepeBoma npo6 mopomkoB YBC u AHB B pacTtBop B kK0y10ax MOXHO BHJIETh
HEPaCTBOPHBIIYIOCS TpadUTHYIO (pakinio, KOTopas B TeueHHe 2—3 4 OcCakJaeTcs Ha JTHO
Y HE MEIIAeT JaIbHENIIIEMY aHAIIU3Y.

Ha aTroMHO-3MHCCHOHHOM CHEKTPOMETPE C MHAYKTHUBHO CBS3aHHOM IIIIa3MOM IMPOBO-
WA U3MEPEHHE HMHTEHCHUBHOCTH 3MHCCHUM aTOMOB 0OOpa Ha CJEeAyHIOIIMX JJIMHAX BOJH:
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182,577; 249,678 u 249,772 HM — CBOOOJHBIX OT 3HAYMMBIX CHEKTPAIBHBIX MOMEX. 3aTeM
MOJIy4YEeHHBbIE 3HAYCHHs] KOHLIEHTpaluu Oopa mepecyuThiBadu Ha HUTpuA Oopa. KoHTpoib
MPABUJIBHOCTH PE3Y/IbTaTOB aHAIM3a OCYIIECTBIISIIN C IOMOIIBI0 MOJEIbHBIX pacTBOpPOB. Pe-
3yJIbTaThl AKCIIEPUMEHTOB TI0 pasznoxeHuto nopomrkoB AHb u YBC npencrasiensl B Ta0m. 2
U 3 COOTBETCTBEHHO.

Tabnuya 2
Pe3ynabTaThl 3KCIEPHMEHTOB 1O pa3jiokeHnIo npod nopomka AHB
(mpu n = 3; P =0,95; Tadanunom 3HaYeHnu kodppunuenta CTbIOAEHTA tras, = 4,3)

Maccosas nois BN + a6coiror-
Vcnosus paznoxenus™ o
Hasl IOTPEUTHOCTE, %
MBIIII, 5 M H>O + 2,5 mim HNO3z + 5 M1 HF, mpu 100 °C, 3 1 2,7£1,6
MBIIII, 5 M H>O + 2,5 vt HNO3z + 5 M1 HF, mpwm 180 °C, 1 1 15,6+3,3
MBIIII, 5 M HCI + 2,5 Mmx HNOs + 5 M HE, mpu 180 °C, 1 4 16,9+2,0
MBIIII, 5 max HNO;z + 5 mn HE, mpu 160 °C, 1 9 49421
MBIIIL, 5 Mmx HNOz + 5 mr HF, mpu 180 °C, 1 g 18,1£0,6
MBIIIL, 5 M1 HNOz + 5 mr HF, mpu 190 °C, 1 g 18,4+0,5
Cmnasnenune B mydene ¢ KoS;07 (4 1), ipu 600 °C, 2 g 4,4+1,7
Cmnasnernue B mydene ¢ KoS;07 (2 1), mpu 600 °C, 2 g 4,7+1,9
Cmnasnenue B mydene ¢ NaOH (4 1), mpu 600 °C, 2 1 18,4+0,3
CruaBnenue B Mmydene ¢ NaOH (2 r), mpu 600 °C, 2 g 18,8+0,7
Merton rpaBUMETPUI 18,8+1,0
* [IpuBeneHO 00IIIee BpeMsl HArPeBa U BBIICPKKH MPH YKa3aHHOH TeMIeparype.
[Mpumeuanue. MBIIII — MukpoBoIHOBas MPOOOMIOIIOTOBKA.

Tabnuya 3
Pe3ynbpTaThl 3KCIIEPUMEHTOB MO Pa3jio:KeHHI0 Mpod nmopomka YBC
(npu n = 3; P =0,95; Tadan4unom 3HaYeHnu Kod3Ppunuenta CTbIOAEHTA trasy = 4,3)

Maccosas gons BN + abcoiror-
YcnoBus paznoxkeHus™ o
Hasl IOTPEUTHOCTh, %

MBIIIL, 5 ma H>O + 2,5 ma HNO3z + 5 M HF, npu 100 °C, 3 u 3,0£1,2
MBIIIL, 5 ma H2O + 2,5 ma HNO3z + 5 M HF, npu 180 °C, 1 u 13,1£2,1
MBIIIL, 5 M HCI + 2,5 mxt HNOs + 5 M HF, ipu 180 °C, 1 4 13,4+1,6
MBIIIL, 5 Mmax HNOz + 5 mir HF, mpu 160 °C, 1 g 14,8443
MBIIIL, 5 a1 HNOz + 5 mir HF, mpu 180 °C, 1 g 16,9£1,0
MBIIIL, 5 Mo HNO3z + 5 M HF, mpu 190 °C, 1 u 16,9+0,8
Cmnasnenue B myderne ¢ KoS;07 (4 1), ipu 600 °C, 2 u 3,223
Cmnasnenue B myderne ¢ KoS;07 (2 1), ipu 600 °C, 2 u 2,3£1,2
Cmnarnenue B mydene ¢ NaOH (4 1), mpu 600 °C 2, u 17,5+0,5
Cmnarnenue B mydene ¢ NaOH (2 r), mpu 600 °C 2, u 17,7+0,7
Merton rpaBUMETPHH 17,2+0,7

* [IpuBeneHo oO1Iee BpeMs HarpeBa M BBIICPKKY NIPU YKa3aHHOU TeMIleparype.

[pumeuanne. MBIIIT — MukpoBoHOBas IPOOOIIOIIOTOBKA.

Bo Bcex akcnepuMeHTax UCIOIb30BAIM OAMHAKOBYIO HaBecKy 0,1 I KOMIO3UIIMOHHBIX
MOPOMIKOBBIX MaTepuasioB n3 oxHou nmaptuu AHB u YBC. [Ipu 3TOM B KaXa0M 3KCIIEPUMEH-
T€ WUCIOJB30BAIN MO TPHU MAPAIEIbHBIX MPOOBI, B KOTOPBIX YCPEIHSIIMCH PE3yIbTaThl Olpe-
nenenns maccoBoil goau BN (tabxa. 2 u 3). Ilocne crtaBneHus npo6 ¢ rTUAPOKCUIOM HaTpus
Y IMPOCEPHOKHUCIIBIM KaJIMEM IIJIaBbl PACTBOPSUIM B FOpsYEH BOJE.
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Cyns mo nmosiy4eHHBIM JaHHBIM, TIOJIHBINA TIepexoa 0opa B pactBop B cucteme MBIIII
MPOUCXOIUT TOJBKO MPH JKECTKUX YCIOBUSX — OOJbIIE KOHIICHTPALHS KUCIIOT, BhIIIE TEMIIe-
patypa. Ilpu 3ToM y MHOrux npomsbiinuieHHbIX cucteM MBIIII, npennazHadyeHHbIX A pas-
JIOKEHUST METAJUTMYECKUX MaTepUalioB, MpeneibHas padodas temmeparypa Harpesa <200 °C
U MIOCTOSIHHAS padoTa Mpu pekuMax, OJM3KUX K MaKCUMAaJIbHOM TeMmrepaType, MOXKET MPUBO-
JUTH K MIPEXKIEBPEMEHHOMY U3HOCY aBTOKJIABOB M CAMOTO 000PYIOBaHHUS.

CrnenyeT OTMETUTH, YTO B CBOIO OYepe/ab CIUIaBIIEHHWE B Mydene ¢ eIKUM HaTpoM U
MOCIIEAYIONIUI aHaIn3 PacTBOPOB C MOBHIIMICHHBIM conepkanneM NaOH, a takke ¢ moBBI-
HIeHHbIM cofepxanueM HF B ciydae pactBopenus B cuctemax MBIIII, Moryt npuBoauTh kK
HNOBPEXACHUIO J1aXKE XMMUYECKH CTOMKOIO CTEKJIa M3 KOTOPOro M3rOTaBIMBAIOT PaCIbLIU-
TeJIbHBIE CUCTEMBI crieKTpoMeTpoB st Mmetona ADC UCII (pactbuinTesnb, pacbUIMTEIbHAS
KaMmepa, ropeinka). B aTom ciydae pekoMeHIyeTcs ucronb3oBarh nHepTHY0O K NaOH u HF
pacHbUIMTENBHYI0O CHUCTEMY M3 CHELHATbHOTO XUMHUYECKH CTOMKOTO IUIAaCTUKAa U TOPEIKY
C KOPYH/IOBBIM CEPACUYHUKOM.

Pesynbratel onpenenenust coenunenus BN, mosyueHnHble mpu MCMONb30BAaHUM MaK-
CUMAJIBHO KeCTKUX ycnoBui cuctemsl MBIIII, ipu crutaBnenuu B mydene ¢ NaOH xoporo
CXOJATCS C pe3ylbTaTaMu I'PaBUMETPHUUECKOro MeToja, mpu 3ToM craBieHue ¢ NaOH —
HauOoJsee BHITOJAHBIA C1I0OCOO MPOOONOArOTOBKH, IOTOMY YTO HE TPEOYET JONOJHUTEIBHOIO
000py/I0BaHUs U MEHEe TPYJOEMKHI M0 CPABHEHUIO C TPABUMETPHEH.
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Puc. 2. Buj ciekTpoB BOJIM3M aHAIMTUYECKOH JIMHUU O0pa 249,772 HM, MONYYSHHBIX TIPU U3MEpe-
HUM MoIeNTbHEIX pacTBOpoB ¢ NaOH (a) u 6e3 NaOH (6)

W3 nutepaTypHBIX HAy4YHO-TEXHUUYECKUX MCTOYHHUKOB M3BECTHO, YTO OOJIbIINE KOH-
LEHTpAIMH [ET0YHBIX METAJIJIOB JENPECCUPYIOT aHATUTUYECKUE CUTHAJBI APYTHX IJIEMEH-
TOB B MHAYKTUBHO CBSI3aHHOM Iia3Me. ABTOpBI JaHHOW paOOTHI MOKa3aJid, YTO BO3MOKHO
IIpOBeCTH ycnemHoe pasznoxenue nopomkos AHb u YBC B konmmmuectse 0,1 r ¢ ucnoinb3o-
BanueM 1,5-2 r NaOH. Ilpu nanpHeliniem pa30aBIeHUH UCXOJHOTO pacTBOpa B 25 pa3 KOH-
nentpamus NaOH B amammsupyemom pactBope okasbiBaercs <0,8 T/11, 94TO CyIIeCTBEHHO
HE BIMSET HAa CUTHAJ aHATUTHUYECKUX JMHUHA O0pa M B KOHEYHOM CYETe — Ha Pe3yJbTaThl
onpezenenus HATpuAa 6opa B mopomkax YBC nu AHB. [lyis moaTBepkaeHust 3TOro u3MepeHbl
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WHTEHCUBHOCTH OOpa B MOJIETBHBIX pacTBopax, coaepxammx Toibpko 0,01 r/m B + cooTBer-
crytonfue muxte AHB u YBC konudectsa Si, Al uinu Ni, 1 B Takux e pacTBOpax, HO C J10-
6aBkoii 1 r/m NaOH, ripu 3TOM CyIIIECTBEHHBIX U3MEHEHU MHTEHCUBHOCTH aHAIUTUYECKOTO
CUTHAJIa HE BBIABIICHO (puC. 2).

3akauYeHus

[Ipennoxkena MeToiMKa ONpeAeIeHUsI COAECpKAHUsI TeKCarOHAJIbHOTO HUTpHUia Oopa B
KOMIIO3UIIMOHHBIX HcTUpaeMbix Marepuanax merogom ADC MCII ¢ nBymsi BapuaHTamu
npeIBapUTeIbHON MPOOOMOArOTOBKH: CILIABJIEHUE C THAPOKCHIOM HATpHUs B My(eIbHOM TIe-
Yl U MOCIEAYIOUIMM PAacTBOPEHUEM ILIaBa B ropsyeil BoJe M aBTOKJIABHOE PAaCTBOPEHHUE B
CMecH KHCIOT (a30THOM M (TOPHCTOBOAOPOAHOM B COOTHOIIEHUH 1:1) B cuctemMe MUKPOBOJI-
HOBOTO pa3noxeHus. BoiOpanbl aHanuTH4YecKue JTUHUM Oopa CBOOOJHBIE OT CHEKTPAIbHBIX
nomex. [lokazaHo orcyrcTBue cymectBeHHoro BiausHusS NaOH Ha aHanuTHueckuil CUTHAI
6opa nipu ux koHueHtpanusax 1 u 0,01 r/11 COOTBETCTBEHHO.
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