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IIposedeno uccrnedosanue KUHEMUKU APOYecca NOAYYeHUsi HAHONOPOUKA MEeMAalIudecKo20 HUKes ny-
mem 8000p0OHO20 8occmanosnenus 2uopoxkcuoa Huxens Ni(OH), 6 uzomepmuueckux ycrogusx. HMcxoouwii
Ni(OH), nonyuen mMemooom XuMU4ecko20 0CaxcOeHuss u3 800HbIX pacmeopos numpama Hukens Ni(NOj),
(10 mac. %) u euoporxcuoa nampus NaOH (10 mac. %) npu xomnamuoi memnepamype u pH = 9 ¢ nenpe-
PBIBHBIM Nepememusanuem peakyuounol cmecu. Ilpoyecc 6000pooHo20 80ccmanosnenust npogedeH 6 mpyo-
yamou neuu 6 memnepamypnom unmepsane om 275 0o 300 °C. Yemanogneno, umo Koncmanma ckopocmu
npoyecca soccmarnosienus cuopokcuda nukens npu memnepamype 300 °C npumepro 6 1,86 paza eviuie, uem
npu 275 °C. Coomeemcmeenno 3a 60 mun 6occmanosienus cmenens npespawenusi npu 300 °C okazvigaem-
csa Ha 1,4 pasza bonvbuie, Ymo cUOemenbCmeyem 0 CYWeCmEeHHOM GIUSHUL MeMNEPAmypbl HA CKOPOCHIb
npoyecca. Paccuumannas snepaus akmusayuu npoyecca cocmasisiem okoio 68 k/ic/mons, umo ykazvieaem
Ha KuHemuyeckuil pexcum peazuposanus. Ilokazano, umo HaHowacmuybl HUKeIs, CUHME3UPOSAHHbIE 8000~
POOHBIM BOCCMAHOBNEHUEM HAHONOPOUIK08 cudpoxcuda nuxens npu 300 °C, npedcmaesnsiom coboili npe-
UMYUeCmMBEeHHO NIOCKUe YeulYKU (CpedHull pasmep — oxkoao 96 Hm) co 3HauumenvHou aznomepayueil.

KiroueBble cj10Ba: HAHOYACTHILBI HUKENS, KUHETHKA, BOJIOPOAHOE BOCCTAHOBJIEHHE, H30TEPMUIECKHUE
YCIIOBUSI, KOHCTaHTa CKOPOCTH, YHEPTHsI aKTHBAIIHH.
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A study was conducted on the kinetics of obtaining metallic nickel nanopowder through the hydrogen
reduction of nickel hydroxide (Ni(OH)2) under isothermal conditions. The initial Ni(OH), was obtained
by chemical precipitation from aqueous solutions of nickel nitrate (Ni(NO;3),, 10 wt. %) and sodium hydroxide
(NaOH, 10 wt. %) at room temperature and pH =9, with continuous stirring of the reaction mixture.
The hydrogen reduction process was carried out in a tubular furnace within a temperature range
of 275-300 °C. It was found that the rate constant for nickel hydroxide reduction at 300 °C is approximately
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1.86 times higher than at 275 °C. Accordingly, after 60 minutes of reduction, the degree of conversion at 300 °C
is 1.4 times greater, indicating a significant effect of temperature on the reaction rate. The calculated activation
energy of the process is about 68 kJ/mol, suggesting a kinetic-controlled reaction mechanism. It was shown that
nickel nanoparticles synthesized by hydrogen reduction of nickel hydroxide nanopowders at 300 °C
predominantly form flat flakes (average size ~96 nm) with significant agglomeration.

Keywords: nickel nanoparticles, kinetics, hydrogen reduction, isothermal conditions, rate constant,
activation energy.
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BBenenue

Hanowactunst Hukenst (HY Ni) momydator Bce Oompliiee Mpu3HaHUE B CBSI3U C UX 3Ha-
YUTEIbHON POJIBIO B PA3IMUYHBIX OOJACTAX, BKIIOYAs MAarHUTHbIE MaTepUalbl, KaTajus,
IIPOMBILIUIEHHOE MCITOJIB30BAaHUE U DJIEKTPOHUKY. biarogapst CBOMM yJIbTpaMalblM pa3Me-
pam HY Ni 0651aaai0T yHUKaJIbHBIMU CBOMCTBaMH, KOTOpPBIE CIIOCOOCTBYIOT YIIyUILEHHIO
XapaKTepUCTUK IPOAYKTOB [1].

Hanpumep, HY Ni HaxoIaT mmpokoe NpUMEHEHHE B MAarHUTHBIX MaTepHuajax: CIIo-
COOCTBYIOT pa3pabOTKe MAarHUTHBIX MaTEpHAIOB HOBOTO IOKOJICHHS; B KaTajm3e — obec-
NEYNBAIOT MPOU3BOJICTBO BBICOKOA((EKTUBHBIX KaTaJM3aTOPOB IS XMMHUYECKHX peak-
IIWif; B TPOMBIIIICHHOCTH — HCIOJNB3YIOTCS B KAaueCTBE BaXXHBIX J00ABOK IJIsi Macedw,
KpPacoK M KOMIIO3UTHBIX MaTEpUalioB, yJydllas MX OOIIMe CBOMCTBA; B AJIEKTPOHUKE —
IIPUMEHSIOTCS IIPU MIPOU3BOJICTBE KOHIAECHCATOPOB M JJIEKTPOJAOB; JJIA IOKPBITUNA — HC-
NIOJIB3YIOTCS NIPU CO3JaHUM IPOBOAAIIMX MOKPBITHH C LEJIBIO NOBBILICHHS JOITOBEYHOCTH
m3aenuit u T. 1. [2—10].

XUMHUKO-METAJUTyprUueCKUil METO1 — OJJMH U3 HauboJjee pacpoCTPaHEHHBIX METOI0B
cuare3a HY Ni, mpearnouTUTENbHBIN 32 CUET TaKUX MPEUMYIIECTB, KaK BHICOKOE Ka4eCTBO
YacTHUI[ U 3KOJIOruyeckast 6e30MacHOCTb. JTOT MpoLecc 0OBIYHO BKIIOYAET JBa OCHOBHBIX
JTana: XUMUYECKOE OCaXKICHUE OKCUIHBIX COCIMHEHUIN HUKEIIA C MOCIEAYIOIIEN NeTuapy-
pOBaHMEM ITHX coeauHeHHM. CTaaus BOCCTAHOBIICHHS SIBJIETCS KPUTHUECKUM MU CIIOXK-
HBIM 3TanoM. YacTo OHa MPOTEKaeT MEAJICHHO IIPU HU3KHUX TEMIIepaTypax WU MOABEPKEHA
arJIoMepanuy 4acTull MpU MOBBIIICHHBIX Temneparypax. /i npeoqoaeHus 3TuX OrpaHu-
YeHUI He0OX0IMMO IITy0OKOe TOHMMAaHUe KMHETUKH TTpoliecca BocctaHoBieHus [11-14].

Lenb nccnenoBaHus — BbIBICHUE BIMSHUSA TaKuX (PaKTOPOB, KaKk TeMIepaTypa U Bpe-
Msl Ha BOCCTAHOBJICHUE TMIPOKCHA HUKEIA B U30TEPMHUUECKUX ycioBusaX. Mccmenys 3tu
(bakTOpBl, MBI MO’KEM ONPEAETUTh ONTUMAJIbHbIE YCIOBUS Ui OBICTPOTO BOCCTAHOBJICHHUS
IIPM OJTHOBPEMEHHOM COXPAaHEHHMHM JKEJIAEMOI'0 pa3Mepa M KadecTBa HaHOYACTHL. boiee
riryOOKOoe NOHMMaHHME MEXaHM3Ma PEaKLMU MO3BOJIUT oOecreuuTh Oosiee TOUHBIA U 3¢-
(EeKTHBHBIN KOHTPOJIb MPOU3BOJICTBEHHOTO Tporecca. Pe3ynbraTsl 3TOT0 HCCIeT0BaHUS
OyayT ciocoOCTBOBaThH ONTUMM3aLMHU IporieccoB npousBoacTBa HY Ni, obecneunBas cos-
JTaHWE BHICOKOKAYECTBEHHBIX MPOJIYKTOB, OTBEYAIOIINX CTPOTUM TPEOOBAHUSAM Pa3THUHBIX
OTpacJiel MPOMBIIIJIEHHOCTH.

MaTepuajbl H METOAbI HCCJIEA0BAHUS

Jlis cuHTe3a HaHOYACTHUIl HUKeNs ObUT BeIOpaH ruapokcuy Hukens Ni(OH),, nomyuen-
HBI ITyTE€M OCAXKJICHUs U3 PaCTBOPA HUTpaATa HUKEJA B IIEIOYHON Cpele IIPU KOMHATHOU
TeMIepaType U MOCTOSTHHOM NepeMmelinBaHuM. ONTHUMalbHBIE YCIOBHS IpoLEcca: KOH-
LEHTpalus UCXOOHBIX pacTBopoB — 10 Mac. %; pH — 9. Ilonyuenue rugpokcuia HUKEISA
IPOXOJUT M0 peaKI1u

Ni(NOs), + 2 - NaOH = Ni(OH),| + 2 - NaNOs. (1)
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Konrpons pH ocymectBisiiin ¢ nomompio pH-merpa «Oxcnept-001» (Poccust)
¢ norpemrHocTeio u3MepeHuit + 0,03 equnuusl pH. IloxyyeHHBINH 0cagoK rUAPOKCUAA HU-
KeJsl TIATeIbHO IPOMBIBAIM HAa BOPOHKE BIoXHepa /10 MONHOM OTMBIBKM OT HOHOB MCXOJ-
HOM COJIM, KOHTPOJIMPYS npolecc o u3MeHeHnuto pH npomeiBHbIX BoA. [locne 3Toro oca-
Jok cymwn npu temneparype 40 °C B teuenue 48 4. BeICylIeHHBIN TMAPOKCU HUKEISA
U3MenpYau B JlabopatopHoit MenpHUIE «Fritsch Pulverisette 2» (I'epmanus) go momyue-
HUSI MOpOLIKAa HEOOXOAMMOro aucnepcHOcTd. [loydeHHBII HAHOMOPOLIOK T'MIPOKCUAA
HUKEJIS UCTIOIb30BANIN IS TOCIEAYIOIUX UCCIIEI0BaHUM.

Kuneruky nporuecca BoccTaHOBICHHUS HaHOYAcTHUL Tuapokcua Hukens Ni(OH), uccre-
noBamu B TpyOuaroit meum «Carbolite HZS» (BenmukoOpuranusi) B arMocdepe Bomopoa
IpU pa3lInuHBIX TeMIepaTypax. B xone skcnepruMenTa nporekaa ciaeIyromas peakius:

Ni(OH), + H, = Ni + 2 - H,0. 2)

B xauectBe MCTOUHMKA BOAOpOaA HMCHOJB30BAICS TeHepartop Bomopoma «CAM-1»
(Poccust). OtHocHTenbHAs BIAXHOCTH MOMYYEHHOTO BOJOpoja He mpeBbimana 1 %.
Jlnst mpenoTBpalieHusi cCaMOBO3TOpaHUs Ha BO3yXe BOCCTAHOBJIICHHBIX MOPOIIKOB MPOBO-
JIIach WX MacCUBalvs B aTMocdepe KUIKOTo a30Ta.

Crenenp npeBpamieHusi o (B IOJISAX €IUHUIIBI) ONMPEESISUTA KaK OTHOIIIEHUE KOJIMYe-
CTBa MPOPEArupOBABIIETO BEIIECTBA K €r0 MCXOAHOMY KOJHUYECTBY U PACCUUTHIBAIHU TIO
cnenyroriei popmyre:

_ M Ni(OH), M — my —m,

m
= L=2726———L, 3
2M oy - m, m, (3)

rIe m, — UCXOAHasi Macca HaBeCcKH oOpasima, Kr; m, — Macca o0pasia 4epe3 Bpems f, KT;

M — MonsipHas Macca BEIEeCTBa.

Jliis u3yueHusi KHHETUKH Tpoliecca Mody4yeHus: HaHoyacTHll HuKenst (Ni) MeToaoM Bo-
JIOPOJTHOTO BOCCTAHOBJICHHS ObLIa IPUMEHEHA MOJIEh «COKpamatomeics chepbn» ['pes—
Bepnunrrona [15]. OTa mMonxens mo3BOJMIA BBIYMCIUTH KOHCTAHTBI CKOPOCTHU Ipoliecca
M0 YPaBHEHHUIO:

kt=1-(1-a)”, 4)

r/ie k — KOHCTAaHTa CKOPOCTH, C '; £ — BPeMsl IPOTEKAHHS PEAKIIHHL, C.

Ouepruto aktuBauuu (E, [k/Moiip) mpolecca pacCUUTBHIBAIM MO SKCIEPUMEHTAIb-
HBIM JIaHHBIM, IIOJYYEHHBIM B U30TEPMUYECKUX YCIOBHAX, C UCIOIb30BAHUEM yYPAaBHEHMUS
AppeHnnyca:

lnk=—E”l+lnA, (5)
RT

riae R — razoBas nocrosiaaas, Jx/(monb - K); /— remneparypa, K; A — koHcTaHTa, Ha3pIBacMast
NPEIPKCIIOHEHINATBHBIM MHOKHUTEIIEM.

@Da30BBIii COCTaB TMOPOIIKOBBIX OOpPAa3LOB ONPEACISIIA METOJOM PEHTTEHO(a30BOTO
ananu3za (P®A) na nudpaxromerpe «Iudpeit-401» (Poccus) mpu koMHATHON TeMmepaType.
Mopdonoruio MoTydYeHHbIX HAHOYACTHUI] MCCIEAOBAIM C TOMOIIBI0 CKaHUPYIOUIEH dIIeK-
TpoHHOU MHKpockonuu (COM) na npubope JEOL JSM 7600F (Anonus).
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Pe3yabTaThl 1 00cy:KIeHNe

Jia u3ydyeHus: KUHETUYECKUX 3aKOHOMEPHOCTEH BOCCTAHOBJICHHSI HAHOIIOPOIIKOB
Ni(OH); B U30TepMHUYECKUX YCIOBHUIX MOJy4Y€Hbl KHHETUYECKUE KPUBBIC oc(t) B JlMarnaso-
He temnepatyp ot 275 no 300 °C (cm. tabnuiyy). [IpuBeneHHble 1aHHBIE ObUTM B3ATHI U3
pe3ynbTatoB TepMorpaBumeTpuyeckoro ananusa (TT'A), npencraBieHHbix B padotax [16].

3HaveHUs cTeNeH! NPeBPALIeHUsT O U KOHCTAHTHI CKOPOCTH k

Thocer, °C 275 260 | 285 | 200 | 300
0o, JOJIK €.
15 0,04 0,05 0,06 0,07 0,09
30 0,2 0,25 0,35 0,37 0,4
t, MUH
45 0,39 0,48 0,59 0,62 0,66
60 0,59 0,61 0,72 0,79 0,83
k- 10%, ¢! 0,6028 0,6907 0,9046 1,0218 1,1238

IlokazaHo, 4yTO IpoLECC CYIIECTBEHHO YCKOpseTcsa NpH Temneparype Boime 285 °C.
[Tpu Temneparype 300 °C crenensp npeBpanieHus 3a 60 mun gocruraet 83 %, 4To 3HAYU-
TEJIBHO TNPEBBINIAET aHAJOTHUHBINA Moka3atens npu 275 °C (59 %). [lomyueHHsle pe3yiib-
TaThl OBUIM WCIOJB30BAHBI JJIsI pacdyera KOHCTAHT CKOPOCTH IO ypaBHeHHIO [pes—
Bennunrrona (puc. 1).

1_(1_ 04)1/3

0,5 1
¥ =0,00011238x —
0.4 *=0,97231562
T=290 °C
k300)=1,1238-10" ¢’ &
(300)=1,123 c T=285°C
0,3 -
T=280°C
02 | T:= 27500
0,11
t.c

Lo

0 600 1200 1800 2400 3000 3600

Puc. 1. Pacuer KOHCTaHT CKOPOCTH IPHU Pa3IHMUHBIX TEMIepaTypax

3HayeHHns KOHCTaHT CKOpPOCTH A(7) OBLIM pacCUUTaHBI ITyTeM Tpaduueckoir 00padboTKu
9KCHEPUMEHTAIbHBIX JIaHHBIX B COOTBETCTBHM ¢ Mozenbio I'pes—Bennunrrona. [lonyuen-
HBIE Pe3yJIbTaThl KHHETUYECKUX UCCIIEI0BAaHUH J1aHbl B Ta0JIHLIE.

Kak crnenyer n3 naHHbIX TaOIMIbI, KOHCTAHTa CKOPOCTU BOCCTAHOBIICHUS IIPU TEMIIe-
patype 300 °C npumepno B 1,86 pasa npesimiaet 3HaueHue npu 275 °C. CooTBETCTBEHHO
creneHb npespamieHus 3a 60 mun npu 300 °C Beiue Ha 1,4 pa3a 1o CpaBHEHHUIO CO CTele-
HBIO npeBpaieHus npu 275 °C, 4To MOATBEPKIAACTCS IKCIEPUMEHTAIBLHBIMU JTaHHBIMH,
IpeCTaBICHHBIMU Ha puc. 1. J{1s KOJTMUEeCTBEHHOM OLIEHKH TeMIIEpaTypHOH 3aBUCUMOCTH
KOHCTaHTBI CKOPOCTH BOCCTaHOBJIEHUSI OBLIO MOCTPOEHO ypaBHEHHE AppeHHyca B KOOp-
nmuHatax Ink — 1/7. IlonydeHnHast 3aBUCHMOCTD NPUBECHA Ha pucC. 2.
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Puc. 2. Pacuet sHepruu akTHBallMU B KOOPIMHATAX
ypaBHEHHs AppeHiyca

PaccunTanHas BeTMYMHA SHEPTrUW aKTUBAIlMU COCTaBHJIAa OKojo 68 kJ[x/Monb. Cpas-
HUBas TMOJIyYeHHOE 3Ha4YeHue E, ¢ kpureprem B padorax [17], MOXKHO MOATBEPAUTH, YTO
HcclelyeMblid IPOIEcC MPOTEKaeT B KHHETHUECKOM PeXKHMMe pearupoBanus. B sToMm ciy-
yae 11e71eco00pa3HbIM CIIOCOOOM YCKOpPEHHs! Mpoliecca sIBJISETCS MOBBIILICHUE TeMIIepary-
pel. HeoOxoaumMo OTMETHUTB: MpOBEIEeHNE BOCCTAHOBJICHMS IMPHU BBICOKUX TeMIlepaTypax
YCKOpSIET TPOIECCHl arperupoBaHMs M CIIEKAHUS TMOJYYCHHBIX MeTamndeckux HY, dro
MOXET YXYIIIUTh UX CBOMCTBA. B maHHOUM paboTe B pe3yibTaTe aHalW3a KHHETHYECKUX
JAHHBIX YCTaHOBIIEHO, 4TO npu Temnepatrype 300 °C npouecc BOIOPOJHOTO BOCCTAHOBIIE-
Hus Ha"onopomrkoB Ni(OH), naet ¢ MakcuMaibHONW KOHCTAHTOM CKOPOCTH.

PesynbTatel uccienoBaHUs CBOMCTB HAHOYACTHII METAJUTMUECKOTO HUKENS, MOTydYeH-
HBIX TIyT€M BOCCTAHOBJICHHsI THAPOKCcHaa Hukens npu temneparype 300 °C B reuenue 1 4,
MPOMJUTIOCTPUPOBAHBI HA puUC. 3.

12000 - .
o Ni

10000 1 @
8000 -

6000 - o

4000 1 b4

VIHTEHCHMBHOCTE, MMM,

2000 +

40 60 a0 100 120

a) 0)

Puc. 3. Penrrenorpamma (a) u COM-u300paxkeHus (6) mpoayKTa
BoccTaHoBleHus1 HaHonoponkoB Ni(OH), B 300 °C

AHanu3 IaHHBIX PEHTTeHOBCKON audpakuuu (puc. 3, a) MOATBEpAMII, YTO MOJTyUYEeH-
HBII B pe3yJIbTaTe BOCCTAHOBIICHUS MPOIYKT MPEACTaBIsIET cO00 (a30BO-UMCTHIN MeTal-
JMYECKHUI HUKENb ¢ rpaHeneHTpupoBanHoi kyoudeckoii (I'LIK) crpykrypoii. Bce nudpak-
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IIMOHHBIC MIMKH HAa PEHTI€HOrpaMMe ObUIM OJHO3HAYHO MAECHTH()HULIHPOBAHBI U OTHECEHBI
K (ha3e HHUKEIIs, 9TO CBUICTEILCTBYET 00 OTCYTCTBHH NMPUMECEH Ipyrux (das.

HccnenoBanne METOIOM CKaHUPYIOIIEH 371eKTpoHHOM Mukpockonuu (COM, puc. 3, 6)
MOKa3aJI0, YTO CHHTE3UPOBAHHbIE HAHOYACTULIBI HUKENSI IPEUMYIIECTBEHHO HMEIOT (hopMy
TOHKMX IIJIOCKHX YEIIyeK CO CPEeJHUM AuaMeTpoM okojo 96 HM. OgHako HaOmromaeTcs
BhIp)KEHHAs] TEHJICHIIMSI K arjoMepaliy 4acTHUll, IPUBOIAIIAs K 00pa30BaHHUIO arperaToB
pa3nn4yHoil popMbI U pa3Mepa.

3akirouenune

HccnenoBanbl KWHETUYECKHE XaPaKTEPUCTUKH IIpoliecca MOTyYeHUs] HAHOYACTHLl HU-
KeJIsl IIyTEM BOJOPOJIHOTO BOCCTAHOBJIEHHUS €0 TMJIPOKCHJIA B U30TEPMHUYECKUX YCIOBUSAX
B TemneparypHoM untepsaie ot 275 no 300 °C. BeIsBI€HO, YTO KOHCTaHTa CKOPOCTH BOC-
cra”oBneHus npu temmneparype 300 °C npumepno B 1,86 paza Beime, ueM npu 275 °C.
[Toaromy 3a 60 mMuH BoccTaHOBIIeHUs cTeneHb npespamieHus npu 300 °C craHOBUTCS
B 1,4 pa3a Oosbliie, YTO MOATBEPHKAAET CYIIECTBEHHOE BIUSHUE TEMIIEPATyphl HA CKOPOCTh
nporiecca.

OmnpeneneHHas 3HEpPrys aKTHBAIMM MPOIIECCA BOCCTAHOBIIEHUS TMAPOKCUAA HUKEIS
(okono 68 kJI>k/Mosb) yKa3blBaeT Ha KMHETUYECKUN pPeXUM pearupoBanwus. s yckope-
HUS TIpoliecca B 3TOM CIy4yae peKOMEHAYETCs MOBBIIIATh TEMIIEPATYPY .

Hanowactuisl HuKens, MojJy4yeHHbIE BOJOPOJHBIM BOCCTAHOBJIEHHEM HAHOIOPOIIKOB
runpokcuaa Hukens npu 300 °C, mpeacTaBisitoT coO00M MPEUMYIIECTBEHHO TOHKHE de-
HIyiku (CpeaHuil pazmep — okosio 96 HM) CO 3HAYUTENBHOM CTETIEHBIO arJIOMEPAIIUU.
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