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Pyrophoric nickel nanopowders obtained by a chemical-metallurgical method were used in investigations. The average
nanoparticle size was 67 nm. Compact samples with diameters of 5, 7 and 10 mm of different densities were made of
nonpassivated nickel nanopowder in a glove box in argon atmosphere. In preliminary experiments, in which closed weighing
bottles with samples made of nickel pyrophoric nanopowder after extraction from the box and until extraction of samples from
the weighing bottles were in an argon atmosphere, the optimal value of the relative density 0.2 of samples was determined,
at which they maintained pyrophoric properties, since they self-ignition occurred at heating to ~550-600°C. Then, for the
samples with the densities <0.2, the time spent with the closed weighing-bottle in the air as well as the relative weight gain
of the samples sufficient for their passivation were determined. The amount of adsorbed monoatomic oxygen layers and the
active surface fraction of compact nickel pyrophoric nanopowder samples were calculated based on the obtained relative
weight gain information and literature data. It was established that during the exposure of the weighing boxes to the air the
passivation of the samples with the preservation of their high chemical activity occurred, since when the oxidation reaction
was initiated by a high-temperature source, a combustion wave propagated within the sample with the velocity about 0.3 mm/s.
Analysis of the fracture of passivated samples showed no sintering of nickel nanoparticles; EDA showed an almost uniform
distribution of oxygen over the cross section of all passivated samples, which makes it possible to conclude that passivation has
superficial nature.
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rpaBI/IMeTPI/I‘IeCKOC NCCIE€JO0BAHME IMMTacCUBaAI N KOMIIAKTHbIX
06pa3noB u3 nMpo¢GOpHHIX HAHOMOPOUIKOB HIKEIA
AnpivoB M. .Y, Cemsapckuit b. C., Baguenxko C.I., Kogetkos P. A., 3enenckuit B. A.,

Py6nos H. M., lllykun A. C., Koanes V1. /1., A63anos H. .

VIHCTUTYT CTPYKTYPHOI MaKpOKMHETUKY U MpobeM MatepuanoBenenus uM. A.I. Mep>xanosa PAH (ICMAH),
YepHoronoska, 142432, Poccusa

Jna mccnenoBaHuA NPUMEHAMUCh MUPOGOPHbIe HAHOIOPOLIKY HYKeNd, IOTyYeHHbIe XVIMUKO-MeTa/UIypriudecKuM Me-
TogoM. CpemHMit pasMep HAHOYACTHUI] COCTABILAT 67 HM. VI3 HeacCMBMPOBAaHHOTO HAHOIOPOIIKA HMKE/IA B epYaTOYHOM
6okce B aTMocdepe aproHa M3rOTOBILANINCh KOMIIAaKTHbIe 00pasubl fuaMerpaMu 5, 7 1 10 MM pasjInM4HON IVIOTHOCTM.
B xope mpepBapuTeNbHBIX 9KCIIEPYMEHTOB, B KOTOPBIX 3aKpbIThle OIOKCBHI ¢ 0OpasnamMu U3 MUpo(OPHOro HaHOIOPOIIKA
HIKeJIA TI0C/Ie M3BJIeUeHNs U3 GOKca BIUIOTH /IO M3BJIeYeHNA 06pasIoB 13 GIOKCOB, HaXOAWINMCh B aTMocdepe aproHa,
OBIIO OTIpefieNleHo ONTMMaNbHOE 3HaYeHMe OTHOCUTENBHOM ITOTHOCTH 06pasnos 0.2, Ipy KOTOPOI OHM TapaHTMPOBAHO
COXpaHAKT MUPOQOpPHBIEe CBOJICTBA, IOCKOIBKY IPOMCXOIIIO MX CaMOBOCIUIAMEHEHMe C pasorpeBoM fio ~550-600°C.
3areM 1 06pasoB ¢ IVIOTHOCTAMY He Bbllle 0.2 ObUIM OIpefie/leHbl BpeMs HaXOXK/IeH!A 3aKpbITOro 0lokca Ha BO3IyXe
U OTHOCHUTEJIBHBIN IIpMBeC 00pasloB, HOCTATOYHble IA MX maccyuBanuy. Ha ocHoBaHmMu IonydeHHON MHMOpManuu
00 OTHOCKTENIBHOM IIpMBece U JIUTePaTyPHBIX JaHHBIX ObUIO PacCYMTAHO KOMMYECTBO aficOPOMPYeMbIX MOHOATOMHBIX C/IOEB
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Kucmopoja n gois AKTUBHON TIOBEPXHOCTY KOMITAKTHBIX o6pa3u03 nu3 HI/[pO(l)OpHOI‘O HaHOIIOPOIIKA HMKETIA. YcraHoBeHoO,
4TO B ITpOL€CCE HAXOXIEHUA 6IOKCOB ¢ o6pa3uaMM Ha BO3[yX€ IpOoN3olljia MMEHHO ITacCuBalA o6pa3u013 C COXpaHEHNEM
X BBICOKOV XMMUYECKON aKTUBHOCTU, TaK KakK IIpy MHUOUMPOBAaHMNM pe€aKIMM OKMCIEHNA BbICOKOTEMIIEPATYPHBIM
VICTOYHMKOM I10 06pa3uy 3allyCKaslaCb BO/IHa TOPEHMA CO CKOPOCTbhIO ITOPAAKA 0.3 mM/c. AHanus usnoma TTacCMBMPOBaHHDbIX
o6pa3u013 TTIOKa3aj OTCYTCTBME CIIEKAHNA HAHOYACTIUL, HUKEIA, a SHA TIOKa3aJI NPaKTUYIECKN paBHOMEPHOE pacIipeie/IeHIIe
KNCIOpOJa IO CEYEHNIO BCEX MTACCUBMPOBAHHBIX o6pa3u03, YTO IMO3BOJIAET CACIATH BbIBOJ O TOM, YTO IMacCuMBaluA HOCUT

06beMHBIIT XapaKTep.

KirroueBble croBa: mupoQopHbIIT HAHOIOPOIIOK HUKeIIA, KOMIIAKTHBII 00pasel], aproH, accuBanysA, OTHOCUTEIbHBIN IIpHUBEC.

1. BBemenue

[TupodopHble HAHOMOPOILIKM METAJIOB CIHOCOOHBI CaMo-
BOCIUIAMEHATBCA IIPU KOHTAKTE C BO3LyXOM U3-3a BBICOKOI
XVMMUIYECKOJl aKTMBHOCTM M OOJIBIION YeNbHON HOBEpX-
Hoctu [1-4]. [Insa Toro 4To6b!I CHenaTh MpoLecc JjanbHel-
1Ievi mepepabOTKY HAHOMOPOIIKOB B U3/ie/usi 0€30IacHBIM,
ux maccuBupyot [3 - 7]. IlaccuBanus 3aximodaeTcs B co3fa-
HUU TOHKOJT 3aI[MTHOI IJIEHK) Ha MOBEPXHOCTU HaHOYAC-
TULI, KOTOpas NPEIATCTBYeT UX CaMOBO3ropanuio. OOBIYHO
accuBaLysl MPOFO/DKAETCS IECATKU YacOB, YTO SIBIISETCS
orpaHMYMBAIMM (AKTOPOM [JIs1 MPOM3BOACTBA U WC-
[IO/Tb30BAHMSI HAHOIOPOLIKOB. IIpoliecchl maccuBamnyum
HAHOIOPOIIKOB XKejle3a ¥ HUKeJIsI ICC/Ie0BaCh B paboTax
[8-10]. ITokazaHa HPUMEHUMOCTb TEOPETUYECKUX IOAXO0-
IOB KTaCCMYEeCKOI MaKpPOCKOIIMYECKON TEOPUU TEIIOBOrO
B3pbiBa [11] /i OODBsICHEHWS SIBIEHUI BOCIUIAMEHEHMsSI
B MaKpPOCKOMMYECKNX 00'bEKTAX, COCTOSIINX 113 HAHOYACTHUL]
JKerte3a U HUKeJIsL.

OpnHaKO OYeBMIHO, YTO CYILIECTBYIOT CUTYaLuy, KOTJa
[IpOBeJieHNe TTaCCUBAL[MY HAHOIIOPOIIKA TeEXHUYECKM HEBO3-
MOXXHO WIM HeXeTaTelbHO, XOTsl TeXHMYeCKue Oreparun
C HAHOIIOPOIIKOM HEOOXOAMMO OCYyIIeCTBUTD. [109TOMY aK-
Tya/JIbHOJI 3ajadell AB/AeTCA pa3pabOTKa HOBBIX METONOB
HOMy4YeH)s KOMIIAKTHBIX U3JIe/IMil 13 HAHOIIOPOLIKOB,
I03BOJLAIOMINX 00ecIednBaTh TpeOyeMblil ypOBEHb II0XKapo-
B3PBIBO0OE30IACHOCTI KaK Y IepepaboTKe HAHOIOPOIIKOB,
TaK U U3JIeINI U3 HUX.

JIutepaTypHbIe JaHHbIE O 3aKOHOMEPHOCTAX CaMOBOCILIA-
MeHEHNsI U CaMOpPa3orpeBa KOMITAKTMPOBAHHBIX 0OPasIioB
13 HEeNaCCYBYMPOBAHHBIX HAHOIIOPOIIKOB JOBOTBHO OTPaHU-
4eHpl. Tak B paboTax [12,13] mo ucciemoBaHmio 3a)KUTaHWS
HAHOCKCTEM C pasMepaMl YacTUI] peareHTOB B JiMala3oHe
40-80 HM IIOKa3aHO, YTO TEMIIEPATYPhl M SHEPIUM 3aXKU-
raHVsA MOTYT OBITb 3HAUUTEJIBHO HIDKE, YeM B CMeCAX
MUKponopomkos (1-100 MKM), Hampumep, HJI CUCTEMBI
Ni-Al u3 HaHOYACTMI] 9TO 3Ha4YeHMe COCTAB/IANO BCETO
17.4 xJI>x/MO7b, a 11 MUKPOHHBIX 9acTu] — 162.5 k[[>k/MO7b.

B [14] uccrnenoBaHbl 0COOEHHOCTU PacHpOCTPaHEHMs
IUTaMeH! 110 Tab/eTKaM u3 cMeceit Hanonopoikos Al/CuO
(Tak Ha3bpIBaeMble HAHOTEPMUTBI) B 3aBUCUMOCTU OT IUIOT-
HOCTY IIPY JTAa3€PHOM MHULIMIPOBAHNN FOPEeHNs. AHA/IOr MY -
Hble M3MepeHUs, onmcaHHble B MoHorpaduu [15], 6pum
npoBefieHbl A 06pasios 13 Hanomopomkos Al/MoO,
U TONy4eHHble JyUIA 9TOTO HAHOTEPMUTA pe3yIbTaTbl
KaueCTBEHHO Te Xe.

Lenb paboThI: C TOMOLIBIO IPAaBUMETPUYECKOTO METO/A
oIpefie/INTh HeoOXOIMbIE YCIOBYA ITaCCUBALNY KOMIIAKT-
HBIX 00pasI[0B pa3/MYHOTO JMaMETpPa, CIPECCOBAHHBIX 13
nMpodOPHBIX HAHOIIOPOIIKOB HUKETISI.
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2. 9KcnepuMeHTa/IbHAsA 9acTh

HaHoOnopouok HMKeNnA IOAyYalIu CIefyIouUM o0pasoM.
[IpenBapuTenbHO CHTE3MPOBaMU GOPMUAT HUKES B peax-
LUV TUAPOKCHUJIA HUKEJIA C MypPaBbUHON Kucnoroil. CuHTe3
TUAPOKCUJA HUKEISA OCYLIeCTBIIA/IN IIPU 1eJIOYHON 06pa-
60TKe cymbdara HUKENA, OCAKJEHUN U CYIIKe IOTydeH-
HOro ruppoxcuga. Popmmar HuKens HadyMHAET AUCIIPO-
MIOPLMOHNPOBATD IpM TeMIieparype okono 210°C, mpu aTom
00pa3yeTcs HaHOIIOPOLIOK HMKeNA U BBIIE/LAETCSA ra3oBasd
CMecCb, COCTOAIAA U3 YITIEKMUCIOTO ra3a, BOLOPOZia 1 IapoB
BofbI [16]. Peaktop, onmcanusiii B [10] ¢ HACBIIKOT ITOPOIIKA
dbopmmaTa Hukens TonmyHou 4 MM (15 1) MoMeIjany B eYb
B KBapLeBOJ JIOfOYKe M BbIAepXKMBamy B medn 50 MuH
npu temneparype 209°C B IOTOKe aproHa; 3aTeM 00pasLbl
obpabaTpiBany B IMOTOKe BOpopopa B TedeHume 20 MuH,
T.e. CyMMapHOe BpeM:d, IpOBeIEéHHOe 00pasIoM B Ievyu,
cocrapnAno 70 muH. Ilocme 3TOro peaxTop BHIHMMAIN
U3 Ieuu ¥ OXJIaXJanyu jo Temueparypsl 20°C B IOTOKe
aproHa. B pesynbrare nmonyvamu 4.7-4.8 T nupogopHOro
HaHomopouika Hukensa. CpegHuil AuaMeTp HaHOYACTHII,
PacCUMTAHHBI IO BeIWYMHE V/eNIbHON IOBEPXHOCTU
IIOPOIIKA, COCTABAAN 67 HM. YHEIbHYI0 IOBEPXHOCTb
HaHowactuiy Ni, onpegensiiu MetogoM BIT na mpubope
Sorbi-M ¢ norpemHocTbI0 He 6oree 3%.

HaHomopoIky HuKess mocjie M3TOTOB/IEHMsT XPaHUIN
B armocdepe aprona 4uctoroit 99.99% B IJIOTHO 3aKpbI-
TOM CTEeK/ISIHHOM Ofokce. [locme M3roTOB/IEHMS MOPOLIKYI
o6nagaoT mupodOpHBIMU CBOMICTBaMU. BckpbITie cocynos
C HAaHONOPOIIKOM J BCe IIOC/IefyIollee ONepaluyu Ipec-
COBaHNs, B3BEIIMBAHNS M M3MEPEHNs pa3MepoB 00pasiioB
MIPOBOJV/IM B T€PMETUYHOM OOKCe, 3aIl0THEHHOM MHEPT-
HBIM Tra3oM (aproHoM) u CHaOXEHHBIM BecaMmMm, IIpec-
COM, VI3MEPUTEIbHBIMM MHCTPYMEHTaMH, Ipecc-GpopMamMu
M LUTI030M JJIs1 CMEHBI mopomkoB 1 obpasuos (Puc. 1).
KoHuentpaumio kmcaopoga B 0OOKCe KOHTPOIMPOBAIIN
anammsaTopoM Kucnopoga AKIIM-1-02I. ITpu oTkpeITM
COCYJIOB C IIOPOIIKOM I B IIpoLiecce IpeccoBaHMsA 00pa3LioB
KOHI[EHTpaIVIsl KMCTIOpoaa B 6oKce He npesbirana 0.1 06.%.
IIpr Takoit KOHIEHTpAaLMM KUCIOPOLa HAHOMOPOUIKYI
ocTaBa/mnch NMPOPOpHBIMU. VI3 HAHOMOPOIIKA HUKeENs
IIpeccoBaHNeM B CTaJbHOM Marpuile OBUIM IIOYYeHBI
LWIMHAPUYECKIe KOMIIAaKTHbIe 00pasipl [JuaMeTpoM 5,
7 n 10 MM, pasmmyHoil mwioTHocTu 1.2+3.6 v/cM’. Tocne
[IPECCOBAHMS, KX oOpasel] Man HeCKONbKO 006pasiioB
[IOMeIl[aiu B OT/iebHbIN OI0KC 11 M3BJIeKaau 13 6okca depes
IITIO3.

VlccnemoBaHye IIpoLecCOB pasorpeBa, BOCIUIAMEHEHMNA
U ropeHys o0OpasloB IPOBOAWIM Ha Bo3xyxe. OOpasubl
BBIHMMa/IM 13 OIOKCAa M YCTaHAB/IMBaIM BEPTUKAJIbHO Ha
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Puc. 1. (Color online) O6mumit BUA yCTAaHOBKY A/ IOMYYeHNsI KOMIAKTHBIX OOpas3L[OB BHYTPM TepPMETMYHOro 6oKca: 1 — U3,
2 — mpecc, 3 — BBIXOJ] Ha aHA/IN3ATOP KIUCIOPOJa, 4 — 1udpoBble BeCbl, 5 — mepyaTkit, 6 — Habop mpecc-HopM.

Fig. 1. (Color online) General view of the device for obtaining compact samples inside the sealed box: 1 — lock, 2 — press, 3 — oxygen

analyzer output, 4 — digital scales, 5 — gloves, 6 — set of presses.

IIOfICTABKY 13 HUTpUAa 6opa B TedeHne 3 -5 c. VameHenne
pacipeneneHusa TeMIepaTyphl IO IIOBEPXHOCTY obpaslia
BO BPEMEHU U ONPENEIEHNA MaKCUMaIbHOMI TEMIIEpaTypbl
B KaX/[plil MOMEHT BpeMeHU MPOBOAMIN MH(MPAKPacHON
kamepoit Flir 60 (60 xagpoB/c, 320x240 mnmkcernei,
VHTepBal YyBCTBUTENbHOCTH 8-14 MxM). Pas3oBbIil coc-
TaB O0OpasIoOB U3yYaIM C IIOMOLbI0 AMppaKTOMeTpa
[IPOH-3M c ncnonpsoBanneM MoHOXpomarudeckoro Cu, -
nanydennsa. CbeMKy gy¢paKkTorpaMM IPOBOAWIIN B PeXXMMe
IIATOBOTO CKAHMPOBAHMs B MHTepBase yrmos 20=20-+80°
¢ maroM cbeMku 0.2°. ITormydeHHble AUQpPaKTOrpaMMBI
aHAIM3MPOBAMN C MCIONb30BaHMeM 6a3bl MaHHBIX PDF-2.
MuKpOCTpyKTypa MONEPEYHOTO M3I0Ma LIMIMHAPUIECKUX
06pasIioB IOC/IE CAMOBOCIUIAMEHEHNSI U TOPEHWsI VICCTIe-
JOBajlaCb METOJOM CIIEKTPa/IbHOM 3/IEKTPOHHOM MMKPOC-
kormu (COM) na mukpockorte Ultra Plus dupmsr Carl Zeiss.

3. Pe3ynbrarhl M 06CyXieHMe

I nmpoBepku coxpaHeHV NUPOQGOPHBIX CBOICTB HaHO-
IIOopoIIKa I1ocie MaHI/IHyTIH]_[I/Iﬁ B II€PIATOIHOM 60KCe 4acTh
[IOpOIIKA HacblllaJlachb B OIOKC C IIPUTEPTON KPBIIIKOIL,
KOTOprI?I Ioc/ie M3BJIeYeHns u3 Ookca OTKpbIBa/IN " BBI-
ChIlIaMy IOPOMIOK Ha Bosjyxe. Ilopomok pacnburAncsa
B BO3[yXe, BOCIUIAMEHANCA U TOpel, T.€. OCTaBajicA
HI/IpO(l)OprIM Ha TIIPOTKEHNM BCEX IOATOTOBUTEIDBHBIX
onepaumit.

B mepBoii, mpefBapuUTEeNbHONM, CepUM 3KCIEPUMEHTOB
3aKpBITbIe OIOKCHI ¢ 0Opasmamu u3 nupodOpPHOTO HAHO-
[IOPOILIKA HUKeNIs IOC/e W3BIeYeHVss M3 OOKca BIUIOTH
[0 Havaja 9KCIIEPUMEHTA, T.e. 4O M3BJIE€YeHNs1 00pasuos
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u3 GIOKCOB, HAXOAWINCh B arMocdepe aproHa. B xaxmgom
610KCe HAXOAMIOCh IO OJHOMY KOMIIAKTHOMY 006pasiy.
ITpu Takoii MOCTaHOBKe SKCIIEPUMEHTOB IIOC/IE YCTAaHOBKU
00pas110B Ha IIOMIOXKKY, €C/IM X OTHOCKUTE/IbHAS IVIOTHOCTD
He mpespimana 0.2 (~1.8 r/cM’) HauMHAICA MHTEHCUBHBIN
camopasorpes (1o ~550-600°C), KoTopslit HUKCUPOBANIC
KaK TepMoIlapaMy, TaK M IOCPECTBOM TEIUIOBU3MOHHON
cpemku. IIpm atom pna mmotHocteit 0.26-0.29 Bocma-
MeHeHre o0pasima MO0 IIPOMCXOFUTH C  3a/ePIKKOIl
B 10-15 ¢ nmm60 ¢ MEeHbIIMM 3HAYEHNEM MAKCHMATBHOI
Temrreparypsl (~250°C). Y 06pas1ioB ¢ MIOTHOCTAMMY BBIIIe
0.3 TemmepaTypa camopasorpesa He npesbinrana 80°C.

Vicxonst M3 pesy/bTaToB IEpBOIL CepUY SKCIIePYIMEHTOB,
B [JAJbHEMIIMX MCCIENOBAaHMAX IIpolecca IacCUBaLUN
KOMITAKTHBIX 00pasioB n3 MUpO(OPHBIX HAHOMOPOIIKOB
HUKe/SI JCIIONb30BAMMCh 00pasimbl C  OTHOCHUTENTBHOI
IUIOTHOCTBIO He Gortee 0.2.

B mpyroit cepun 9KCIEPUMEHTOB OOpasIbl JUAMETPOM
5 MM us HETIAaCCMBMPOBAHHOTO HAHOIIOPOIIIKA HNKEIA
TaKKe IPeCccoBaNUCh B arMocdepe aproHa, OFHAKO IOCIIE
u3B/ledeHnss U3 OOKCa 3aKpbITble OIOKCBI C obpasmamm
HaXOIWIMCh B BO3NYIIHON aTMocdepe. DKCIEPUMEHTHI
[IOKa3ajM, 4YTO PEeXVUMBl B3aUMOJENCTBUA 00pa3LoB
C BO3YXOM IMOC/Te W3BJIEYEHNUs] UX 13 OIOKCOB 3aBIUCENN
OT [JINTeJIBHOCTY ! HAXOXKJeHNUs OIOKCOB Ha BO3JyXe.
Tak, nepssiit obpasery (¢ MeHblne 15 MyH) Berm cebst TakKe
Kak o0pasisl M3 IIepBOI Cepuy 9KCIepuMeHTOB. T.e.
IIPOMCXOAMI CaMOpas3orpeB O0Opas3LoB, ¥ OHM MeEHAIN
csoit user. Crenyroumit o6pasel, HaXOAILMIICS B Gl0Kce
Ha BO3fyxe 15 MMH 1OCle WU3B/IEYEHMS Ha BO3AYX,
pasorpesaycs o 80°C u He MeHsn cBoil uBeT. O6pasiel,
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HaxopsAuyecs B Olokce Ha Bo3ayxe Oonblie 20 MUH, IIOCIIe
u3BedYeHns1 u3 OI0Kca He pasorpeBanuch Bbiule 50°C u He
MeHsAMm cBoli 1BeT. C/lefoBaTeNbHO, 9TOTO BpeMeHM 0CTa-
TOYHO, 4YTOOBI ITPOM3OIIIA TACCUBALVA 00Pa3LOB.

Tax Kak Ipoljecc maccUBalVy CBA3aH C 0Opa3oBaHUEM
SaH_[MTHOﬁI OKCI/IHHOI;I IJIEHKY Ha IIOBEPXHOCTY HAHOYACTUIL,
TO OH JO/DKEH OBbUI COIPOBOXJATbCA YBeIMYEHMEM Beca
006paswoB. [y IpoBepku 3TOJ IUIIOTe3bI GI0KCHI ¢ 00pasamMu
IOC/Ie VI3BJICYEHNUA U3 €MKOCTU C aprOHOM YCTaHaBJIMBAJIN
Ha aHa/mTIdeckye Becbl GR-202 (morpemnocTs usMepeHuii
B uamnasoHe fjo 42 r — +0.14 mr), KoTopble GUKCHPOBATIN
M3MeHeHne Macchl 06pasnoB. [Isi KOPPEKTHOTO CpaBHe-
HYSI pe3y/IbTaTOB 3KCIEPMMEHTOB C 0OpasljaMu pasHOro
AVaMe€Tpa ¥ BBIABICHUA BIVAHNA yneanOI?{ IIOBEPXHOCTU
TaKux 00pasLoB (10 cpaBHEHMIO ¢ 0OpasLaMy AMaMeTpOM
5 MM), Ha IIPOLIeCC IACCUBALIMY MX IPOBOIVIIN C/IEAYIONINM
06pa3oM. B 610kchI moMelaych 0 Ba I TPY KOMIIAKTHBIX
obpasia guamMeTpoM 5 MM. B aTOM ciydae ux obmas mMacca
COOTBETCTBOBaMa obpasuam guamerpom 7 1 10 mm. Taxoke
ObIT OIMH OIOKC ¢ MMPO(QOPHBIM HAHOIIOPOLIKOM HUKeIA
HACBIITHOM IVIOTHOCTY Maccoii 0.56 T.

Bce 5 MM 06pasupl 13 6I0KCOB, HAXOAMBIINXCS HA BO3-
nyxe 15-30 MuH, OKas3anuch NaCCUBUPOBAHHBIMU U IIOCTIE
YCTaHOBKM Ha IIOJJIOKKY CaMOBOCIIAMeHeHNe 3apUKCUpO-
BaHO He 6b110. O6paser fuameTpom 10 MM ¥ HAHOIOPOIIOK
HACBIITHO TVIOTHOCTU TaK>Ke OKa3ajlCh ITaCCpOBaHHBIMU
(BpeMst Haxo/jeHNUs Ha Becax 30 muH). O6pasipl [uamer-
poM 7 MM, B CBOIO O4epefib, OCTa/IVICh MMPO(OPHBIMU, HO
y HUX ObUI 3apMKCHPOBAH HaVIMEHBIIMII IIPMBEC 3a BpeMs
BBIJIEpXKKI 6I0Kca Ha BO3fyxXe, KOTopbli coctaBun 0.14%
OT MaAcCCbl KOMIIQKTHBIX 06pa3u0B, PeSy}'[I)TaTbI Ipo-
BE€NEHHBIX SKCIIEPMMEHTOB, IIOKa3anyu, 4YTO, €CIN IIpUBEC
obpasioB mpu maccuBanuu mpesbiman 0.2% OT Macchl
KOMIIAKTHBIX 00Pa3LIOB, TO Y TaKUX 00Pa3I[OB U MOPOIIKOB
IOC/le M3BJIeYeHMA M3 OIOKCOB CaMOBOCIUIAMEHEHUe He
npocxopyo. CoxpaHeHye NMPOQOPHBIX CBOVICTB IIOPOIIKa
IIPOBEPSJIOCH IIyTeM €ro PacIbUICHNSA Ha BO3JyxXe. DKCIle-
PMMEHTBI II0Ka3aJIy, 9TO Pa3orpes IOPOLIKa He Habmoacs,
YTO IIOATBEPIKIAET €T0 IMacCuBalUIoO. CBOHHI)IG pesyanaTbl
M3MEPEHMII JMaMETPA, BeCa, OTHOCUTEIbHON IIOTHOCTU
VICXOITHBIX 00pasloB, U WX IpuBeca, TeMIlepaTypbl caMo-
pasorpesa IocJie IIacCUBaLNY, IpYUBeieHbl B Tabm. 1.

CornacHo maHHbIM [17] Ha 1 OZHOM KBaJpaTHOM CaH-
TUMeTpe II0OBEpXHOCTHU afcopompyercs (paccMaTpuBaeTCs
xemocop61iust) 10'° aToMOB KMCTIOPOJIa, @ MacCOBasi EMKOCTh
1.4 MOHOCIIOA KUCTIOPOZa IPY IIOTHOI XeMOCOpOLMM paBHA

Ta6n. 1. CBoziHbIe pe3y/IbTaThl U3MEPEHMIL.
Table 1. Measurement summary.

0.027 mxr/cM’. B Hammx sKcmepuMeHTax IIpM IpuBece
obpasmosB paBHoM 0.22% yBenmdeHme Macchl 00pasLoB
(Tpm o6pasia fuaMeTpoM 5 MM B OFTHOM OIOKCe) COCTaBIIAIO
2.6 MI. YpgenbHas TIOBEPXHOCTb HAHOIOPOLIKOB HMKETS,
MCIIONb30BAHHBIX B HACTOSIIIEN pabore, mo maHHBIM BIT,
paBHa 10 m?*/r. Torma Ha 1 cm? moBepxHOCTM OOpasna
asicopbupoBano 0.022 MKr KUCTOPOJA, T.€. MEHbIIIE OHO-
r0 MOHOCNIOA. EcTecTBEHHO NpeNNoNoXuTb, YTO HE BCA
TIOBEPXHOCTD HAHOYACTUL, ABIAETCA AKTUBHOWN WU paB-
HOJOCTYITHOM, a XeMOCOpPOLVsI NPOMCXOAUT Ha dYacTy
TIOBEPXHOCTU. Toma, HOHY‘IGHHI}IC JAHHBIC IIO an/IBecy
00pasIoB IO3BOJLIIOT OLIEHNTH KaKasl 4acTb ITOBEPXHOCTI
obpasia SB/ISIETCS aKTUBHOM. EC/M IPeRIonoXmnTb, 4TO
Ha aKTMBHOJ YacTy IIOBEPXHOCTH 0bpasua afcopoupyercs
N MOHOAaTOMHBIX C/I0€B KUCTIOPOAa, TO JOMIO aKTUB-
HOJl IIOBEPXHOCTM O MOXKHO paccyuTaTb I0 (opMyIe:
a=0.022/(Nx0.027). lnsa N pasHoro 1, 1.5, 2 onst akTMBHOM
nosepxHocTy coctapAeT 0.81, 0.54, 0.41 cOOTBETCTBEHHO.
11 TmpoBepkM IMIIOTe3BI O TOM, YTO B IIpoLjecce
HAaXOX/eHNs1 OIOKCOB Ha BO3AyXe IPOM3OLIIA JMEHHO
rmaccmBanmusg € COXpaHEHUEM XUMUYECKON AKTUBHOCTMU,
a He IOJIHOe OKNCJIeHMe 00pasloB, ObIIM IIPOBENEHbI Clle-
Rylolnye 9KcIepyMeHThl. OOpasLbl, KOTOpBIE ITOC/Ie U3BJIe-
yeHMs 13 OIOKca He CaMOBOCIUIAMEHSINCD, IOKUTaIN
C BEpXHero Topua BonbdpamoBoli cnupanpio (cM. Puc. 2).
STOT JI0KA/IbHBIN Pa3orpeB MPUBOAVI K PacIpOCTPAHEHIIO
110 o6pasiy BOMHBI ropeHnd. T.K. B Ipolecce OKUCTEHNA
[IOBEPXHOCTh 00pasla MeHsIa CBOI IIBET, TO CKOPOCTb
TOpEHVsI OIpeRe/sUIA C IIOMOIIBIO IIOKaZPOBOI 06paboTKM
TaHHBIX BumeochéMku. Kak BupmHO 13 Puc. 2, oT BepxHero

12mm

t =0s t=20s

t=17s
Puc. 2. (Color online) ITokagpoBasi cheMKa IOKNUTAa U TOpPEHNs
[IACCUBMPOBAHHOIO 06pasiia JUaMeTpOoM 5 MM.

Init.view

Fig. 2. (Color online) Frame-by-frame cinematography of ignition
and combustion of passivated sample 5 mm in diameter.

Hnamerp Macca, r (Komm4ecTBo

00pasioB, MM | 06pasIioB B OI0KCe X Ha UX BeC)

OTHOCUTeNbHASA
IJIOTHOCTb 00pa31joB

ITpusec, % oT Macchl 06pasIoB Temmeparypa

(BpeMs BBIIEPXKKI Ha BO3JyXe) camopasorpesa, °C

Samples Weight, g (number of samples in| Relative density of Weight gain,% of the mass of Self-heating
diameter, mm a bottle x by their weight) samples samples (exposure time in air) temperature, °C
5 2x0.4 0.19;0.19 0 (0 muH / min) 600
5 3x0.4 0.19;0.19; 0.18 0.22 (30 muH / min) 50
5 2x0.4 0.19;0.19 0.2 (15 muH / min) 80
7 2x0.7 0.16; 0.15 0.14 (30 muH / min) 570
10 1.6 0.13 0.23 (30 muH / min) 50

ITopomok / Powder

0.56

0.2 (30 muH / min)
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TOopLa ofpaslia pacIpOCTpaHAeTCA BHM3 BOJHA TOPEHMA
IpUOMU3UTENIBHO C IIOCTOSHHON CKOPOCTbIO. TummyHble
3HAYEHMA CKOPOCTH rOpeHus cocTapsaT V=0.03 cm/c.

Panee ananornmyHbie pesyanaTbl 6])1}1]/[ HOTIy‘IeHbI Ha 3a-
CBINKAaX J3 [IACCHBUPOBAHHBIX HAHONOPOIIKOB HMKe/A [11].
Okxasaynoch, 4TO JIOKAaJIbHBI pasorpeB CIMPaabl0 IPUBO-
IV K pacIpOCTPAaHEHNUIO 110 IIOBEPXHOCTU 3aChINK/ BOJHBI
peaknuy. KadecTBeHHOe cOBIajjeHNe HAIIUX pPe3y/IbTaTOB
C [aHHBIMU PaboTbl [11] SBASETCS IOMOTHUTETHHBIM
IOKa3aTelbCTBOM TOTO (aKTa, 4YTO B IIPOLecce HaXOXKIEHMA
OIOKCOB Ha BO3/yXe IPOM30IIIIA TacCUBaLys 06pasIia.

Ha Pwuc. 3 mpepncraBieHs! JaHHble PeHTreHO(A30BOTO
anamsa (PDA) maccMBUMpPOBAaHHOTO M, Jyisi CpaBHEHUS,
cropesurero 00pasuoB AmamMeTpoM 5 MM. Jludpakrorpammsr
[IACCUBMPOBAHHBIX OOpPA3OB [PYIMX AMAMETPOB aHAJIO-
rmanbl. Kak BupgHO m3 Puc.3 mid maccuBUMpPOBAaHHOTO
obpasija Habmomaercst Tonmbko (asa Ni, 4TO MO3BOIAET
TOBOPUTb VIMEHHO O IIacCUBalyu 0oOpasloB, a He YacTUY-
HOM CTOpaHUI.

COM wusimoma 00pasIoB AMAMETPOM 5 MM IpUBeEfEH
Ha Puc. 4. BuiHO, 94T0O OTCYTCTBYIOT C/Iefibl CIEKAHNA, A HAHO-
YaCTUIBI HUKe/I COXPaHWIN CBOIL pasMep.

VHTerpanbHblil 9Hepro-AKCIepcnonHbIit ananmus (JJA),
HpOBe]IeHHbIﬁ C TIOBEPXHOCTN IIOIIEPEYHBIX W3/IOMOB
(Muxpockonn Ultra Plus ¢upmbr Carl Zeiss) mnokasan
IIPaKTUYeCKM PaBHOMEPHOE pacIpefieieHne KUCI0poaa
[0 CeYeHMI0 BCeX MACCMBUPOBAHHBIX 00pasuoB (Tabm. 2).
Touku 1-9 Tabs. 2 6pamich Ha paguyce obpasia (IBIDKe-
HIe OT LIeHTpa K IIOBEPXHOCT), @ Touku 10-12 — B mpumo-
BEPXHOCTHOI o6macTn obpasia. ITO MO3BOJSIET CHEIATH
BBIBOZL 00 0O'BEMHOM XapaKkTepe IacCHBALNMM KOMIIAKTHBIX
006pasiioB 13 HaHOMOpoOUIKa HUKe/s1. CpefHeKBaApaTHIHOe
OTKJIOHEHUE S:,[(Zn(x—;)z)/n s obpasua amaMeTpoM
5 MM, paccyMTaHHOe Ha OCHOBaHUM JaHHBIX TaoOm. 2,
cocraBnsger BenuumHy 0.9 ar.%, 4YTO ropasgo MeHblIe
CPeIHero cofiep>kaHys KUCTIOPOJa Ha IIOBEPXHOCTU U3JIOMA.

® - Ni

V¥ -NiO

b
2080

60 65 75

Puc. 3. InpakrorpaMmbl TacCMBUPOBAaHHBIX (a) u cropesiux (b)
KOMITaKTHBIX 00pasI[oB.

Fig. 3. X-ray patterns of passivated (a) and burnt (b) compact
samples.

4. BeiBOIBI

ITokasano, 4To 3a BpemA 20 - 30 MIH HaXOX/IeHNA Ha BO3MY-
X€ 3aKPBITHIX OI0KCOB C IIPUTEPTOIT KPBILIKOI BO3MOXKHA T1ac-
CMBaIVA KOMIIAKTHBIX 00Pa3LioB 13 HAHOIIOPOIIKA HUKEIA.

YcTaHOBIEHO, YTO MpMBECA 3a CYET PeaKLUU OKUCTEHUA
B 0.2% or Maccel obpasia [JOCTATOYHO /IS TIACCHBAL[UN
KOMITAKTHBIX 00Pa3Ij0B Pas/IIHOTrO AMaMeTpa ¢ COXpaHeHIeM
XMMUYECKO) aKTMBHOCTY TIpYM VHMLIMUPOBAHUM PpeaKIVN
OKIIC/IEHVA BBICOKOTEMITEPATyPHBIM MCTOYHMKOM.

Ananms pacnpepienenys KUCIOPOZa M0 CEYEeHNIO MacC-
BUPOBAHHBIX OOpPA3IOB II03BOJISIET TOBOPUTH 006 00BEM-
HOM XapaKTepe MacCUBaLML.

OneHeHa HO/MA aKTUBHOI ITOBEPXHOCTV KOMITAKTHBIX
06pasuoB 13 m1po¢OPHOr0 HAHOIOPOIIKA HUKEIS.

Bnazooaprocmu / Aknowledgements. Vccnedosariue 6vi-
nonveno 3a cuem epanma Poccuiickozo Hayunozo ®onoa
(npoexm Ne 16-13-00013I1). / This work was supported by the
Russian Science Foundation (grant number 16-13-00013I1).

Tabn. 2. CopeprxaHne KHCIOPOA B Pa3TNYHBIX 0O/TACTAX M3/10MA TACCHBMPOBAHHOTO 06pasiia ;aMeTpoM 5 My, at.% 110 gaHHbIM SJJA.
Table 2. Oxygen content at.% in various fracture regions of a passivated sample 5 mm in diameter according to EDA.

1 2 3 4 5 6

7 8 9 10 11 12

5.18 7.35 6.23 5.61 6.3 6.4

6.34 6.31 7.55 7.25 8.47 7.05

.00 KV Signal A = InLens Date :21 May 2020 Time :11:37:07

Aperture Size = 30.00um  ESBGridis= 200V  Noise Reduction = Pixel Avg.

vag=20155kx 100 nm
ULTRAPLUS 4046 o]

WD=94mm EHT=1500kV Signal A=InLens Date:21May 2020 Time :11:38:43
Aperture Size =30.00pym  ESBGridis = 200V  Noise Reduction = Pixel Avg.

Puc. 4. COM usoma naccuBypOBaHHBIX KOMIIAKTHBIX 0OPa31[0B ANaMeTPOM 5 MM.

Fig. 4. SEM fracture of passivated compact samples 5 mm in diameter.
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