T'OPEHUE U [IJTABMOXUMHA, 2017, mom 15, Ne 1, c.23-38

V]IK 538.975, 66.017

HU3KOTEMIIEPATYPHBI CUHTE3 YIJIEPOJHBIX HAHOCTPYKTYP
b.3. Mancypos

I{eHTp MHHOBANMOHHBIX TexXHONOTHH MHCTHTYTA ipoOIeM ropenus, yii. [lonexaesa, 20, Anmatsl, Kazaxcran
E-mail: mansurov_batyr@mail.ru

AHHOTAUA

B cratbe mpencraBiieH 0030p OCHOBHBIX Pe3yJBTATOB SKCIEPUMEHTOB [0 CHHTE3Y YIJICPOIHBIX HAHO-
CTPYKTYP METOJOM HHU3KOTEMIICPATYPHOI'O TEPMHUYCCKOI0 XHMHUYCCKOTO OCAXKICHUS M3 ra30BOi (hasbl,
MOJIYYCHHBIX B J1a0OpaTOPUM BaKYyMHBIX HAHOTEXHOJIOTHH L[eHTpa MHHOBAIMOHHBIX TeXHOJOTHIA H-
CTUTYyTa Mpo0JieM ropeHwus. [IpuBecHBI pe3ysIbTaThl KOMIUIEKCHOTO HCCIICIOBAHUS CTPYKTYPhI 1 MOp(do-
JIOTUM METAJUIMYECKUX HAHOMOPOIIKOB, CHHTE3UPOBAHHBIX METOJIOM 3JIEKTPUYECKOIO B3pbIBa POBOJHU-
KOB, KOTOPBIC UCIOIH30BAKCH B KAYCCTBE KAaTaJIM3aTOPOB. B X0/ MPOBEAEHHBIX SKCIIEPUMEHTOB OBLIH
ONPENEJIEHbl TEXHOJIOTUYECKUE MApaMEeTPhl, ONTUMAJIbHBIE JJII HU3KOTEMIIEPATypPHOIO pOCTa YIVIEPOA-
HBIX HAaHOCTPYKTYp. MccaenoBanust NO3BOJIMIIM ONPEEIUTh CYLIECTBOBAHUE TEMIIEPATYPHOrO Juana3oHa
MEXTy HU3KOTEMIIEPATYPHBIM M BEICOKOTEMIIEPATYPHBIM (CTaHIAPTHBIM) PEKHMaMU CHHTE3a, B KOTOPOM
HE MIPOUCXOIUT POCT YIICPOTHBIX HAHOCTPYKTYp. BriepBrie ObLIN Hai/IeHBI SKCIIEPUMEHTATBHBIC PEKU-
MBI HA3KOTEMIIEPATypHOTO0 XMMHYECKOTO OCaXIECHUS M3 Ta30BOH (a3pl yriIepodHBIX HAHOTPYOOK C WC-
[10JIb30BAHUEM B KaUECTBE KAaTAJIN3aTOPA HAHOIOPOLIKOB JKEJI€3a U HUKEIIA.

KiroueBble €j10Ba: TEPMUUECKOE XMMUUECKOE OCAXKIEHUE, YITIEPOIHbIE HAHOCTPYKTYPbI, HAHOIIOPOLIOK

MeTaJUIa, HU3KOTEMIIePaTyPHBIN CHHTE3, XUMHUECKOE OCAXKICHHUE U3 Ta30BOM (ha3bl.

BBeagenne

OdunuanbHO TPUHATO CUUTATh, YTO YIJIe-
ponnbie HanoTpyOku (YHT) Bmepssie ObuH 00-
Hapyxensl B 1991 roay B caxe, koTtopas odpaso-
BBIBAJACh Ha JJIEKTPOJAaX B YCIOBHSX JyTrOBOTO
paspsza [1]. OnmHako o CylIeCTBOBaHUH YIIICPOI-
HBIX HAHOTPYOOK coOOLIany paHee COBETCKHE
yuensle JI.B. Pagymkesud u B.M. JlykbsiHOBHY B
1952 r. [2]. DT pabOTHI HE MPUBJIEKIH IUPOKOTO
BHUMAaHUSl HAyYHOTO COOOIIEeCTBa B CBA3M C HX
yOnuKaIyen TONbKO Ha PyCCKOM SI3BIKE.

Ha cerognsimiHuid JneHb Jj1si TPOU3BOJICTBA
YHT u nanoBosnokon (YHB) ycnemHo mpuMeHsi-
IOTCSI pa3IMyHble METOIUKH, TAaKUe Kak Ja3epHas
abnsAnusi, CUHTE3 B IUTaMEHAX YIJIEBOIOPOIOB U
XMMUYECKOE OCaXIEHHEe W3 Ta30BoH (a3bl
(XOI'®) [3-7]. OnHako 3MeKTPOAYyTOBOM paspsi 1
pasnuunbie Buapl XOI'D (8 BU u CBY paspsnze,
IUIa3Me Ha MOCTOSIHHOM TOKE,a TaKKe METOJH I'o-
psiuell HUTH) SIBISIOTCS HamOoJee MepCIeKTHB-
HBIMHU U Y€ IPUMEHIEMbIMU METOAAMHU B KpyII-
HOMAcCIITa0HOM  TIPOU3BOJCTBE  YTJIIEPOIHBIX
HAaHOTPYOOK U HAHOBOJIOKOH [8].

B Hacrosimee Bpemst METOJ] KaTaIuTHIECKOTO
tepmuyeckoro XOI'D paccmarpuBaeTcss Kak
€IMHCTBEHHAs] SKOHOMHYECKH BBIFOAHAS TEXHO-
Jorusd Ui KpYNHOMAcIITaOHOrO MPOHM3BOJCTBA
YHT, YHB u ux uHTerpanuu c 1eibio npuMeHe-
HHS B pa3nuuHbIX ycrpoiictBax [9]. Kak mpaswuiio,

B TemnepatrypHoMm muanazone 600-900 °C cunTe-
3upyroTcsa MHorocteHHble YHT, B TO BpeMs Kak
mpu 6ostee BEICOKHX Temmeparypax (900-1200 °C)
npeobnagaer poct omHoctennsix YHT [10]. Ipu
npoeneann XOI'D B kadecTBe KaTaam3aTOPOB
HanboJiee 4acTO HMCIONB3YIOTCS YaCTHUIBI MeTa-
aoB Ni, Co, Fe u Cu pa3mepoM B HECKOJBKO
HaHOMETPOB.

HecMotps Ha TO, 94TO 3TH METOABI JOCTHUIIIN
BBICOKOTO YPOBHsI KauecTBa, OHU BCE eIIé naneku
OT TIOJIHOTO TEXHOJIOTUYECKOTO KOHTPOJIL Haj
BaXHBIMU CTPYKTYpHBIMH CBOMCTBaMH, TaKHUMHU
KaK JUIMHA HAHOTPYOOK, MX IHaMETp U XUpPalb-
Hocth [11].

Ha ceromHsimHuii neHb NPUMEHAIOTCA He-
CKOJIbKO METOJUK TOATOTOBKH METATHYECKHX
HAHOKJIACTEPOB MJIsI CHHTE3a YIJIEPOIHBIX HaHO-
crpykryp (YHC). OnHuM U3 mepcreKTUBHBIX Me-
TOIOB HoOJy4eHus HaHomopomkos (HIT) smsercs
ANEKTPUYECKUil B3pbIB mpoBoAHuKOB (OBII) —
HEPaBHOBECHBII MPOLECC, IPU KOTOPOM IMOJ Jei-
CTBHEM HMITYJIbCHOTO 3JIEKTPHUECKOI0 TOKA IIPO-
BOJIHUK JHMCIEPTHPYETCS, W MPOAYKTHl B3pHIBA
MEPEMEIINBAIOTCSl C OKPYXKAOLIeH cpenoil. Jmek-
TpoB3peiBHEIe HII o00namaroT psgoM mpeumy-
niectB B cpapHeHuu ¢ HII, nosydyeHHBIMU IpyTH-
MH CHOCO0aMHU: OHM YCTOHUYMBBI K OKHCJICHHUIO U
CHEKaHUIO NPH KOMHATHOW TeMmIeparype, Hpu
HarpeBaHUM XapaKTEPU3YIOTCsI BHICOKOH XUMMUe-
cko#l u muddy3u0HHOI aKTUBHOCTHIO [12].

'OPEHHUE U IIJTASMOXUMMUA



HU3KOTEMIIEPATYPHbBIH CHHTE3 YT JIEPOJIHBIX HAHOCTPYKTYP

Bb.3. Mancypos

B meronuke tepmuueckoro XOI'® mpu wuc-
MOJIb30BAaHUM  METAUIMUECKUX KaTalu3aTopoB,
KaK IPaBWIO, JKCIEPUMEHTHI MPOBOIATCA IpPHU
BeIcOKHX Temmeparypax (700-1200 °C) u maBie-
HUSIX HIKe atMmocdeproro. Ilpu 3ToM mpumens-
IOTCSI Pa3IM4HbIE YTJIEBOJOPOJHBIE IMPEKYpPCOPHI
(meTaH, areTwieH, O6EH30 W Ip.), Yallle BCETO B
COYETAaHWM C WHEPTHBIMU ra3aMu, a TaKKe BOJO-
pojoM, azotom u ap. [13, 14].

B nocnennue roapl Bcé Gonbliiee BHUMaHHE
HCCIIeI0BaTeIe MPUBIIEKAIOT HU3KOTEMIepaTyp-
Hble pexxuMbl nonyuenust YHC merogom XOI'O.
HuTtepec BbI3BaH HECKOJIBKUMHU NpUYMHAMH. Bo-
NEPBBIX, YTJIEBOAOPOIBI, MPUMEHSIEMbIE B IIpO-
necce pocra YHC (manpumep, CHa, CoHz, CoHa)
KaK IIPaBUJIO, B3PBIBOOIIACHBI U, COOTBETCTBEHHO,
CUHTE3 Ipu OoJiee HU3KHUX TeMIepaTypax, HAMHO-
ro OeszomacHee. Takke mpoBeAeHHE CHUHTE3a B
HU3KOTeMIepaTypHblx pexxumax XOI'® 3Hauu-
TEIHHO YIPOIIaeT HeoOXomuMoe 000pyIoBaHWE
U, CIEN0BATENIbHO, YMEHBIIAET €ro CTOMMOCTD.
Bo-Bropsix, nponeccsl XOI'D yacto compoBOX-
JaroTcs 3akokcoBbIBaHWeM. CuHTE3 mpu Ooiree
HU3KHX TeMIlepaTypax CHIDKAeT HEeXellaTeIbHOe
OCaXK[ICHHE Ha CTEHKAaX PEaKIHOHHOW KaMmephl, a
TaKke B Ta30BBIX KaHaiax. M camoe TIJaBHOE,
POCT TIPH HU3KHX TeMIepaTypax o0ianaeT BBICO-
KUM TPUKIaJHBIM TMOTEHIMAJIOM, B TOM YHCIE,
KOTJa KpucTauio(pu3ndeckue CBOWCTBa MaTepha-
Ja MOJUIOKKH HE MO3BOJISIIOT MCIOJIb30BAHHUE BbI-
COKHX TeMmmeparyp. Hampumep, 1 npumeHeHUs
YHC B nonynpoBOOHMKOBOH HpPOMBILIIEHHOCTH,
IPOLIECC OCAKICHUS U3 Ta30BOH (ha3bl IOIDKEH
OopiTe  coBmecTuM ¢ KMOII-texHonoruamu
(KMOII - xomrieMeHTapHasi CTPYKTypa MeTalll-
OKCHJI-TIOJTYIIPOBOJTHHK). DTO O3HAYaeT, YTO TEM-
niepatypa XOI'd momxkua O061Th HIKE 400-450 °C,
yToOBl M30€XaTh TEMIEPATYPHBIX HCKaKEHHUN
PEIIETKH U COOTBETCTBEHHO MEXaHWYECKUX [ie-
dopmanuit mommoxkku [15, 16]. Cuares YHC npu
HU3KOTeMIepaTypHbix pexkumax XOI'd mposo-
OUTCSl TIPU Pa3iMyuHBIX TeMmmeparypax, ot 195 mo
450 °C. HuskoremneparypHoe XOI'® mo3BosseT
CHUHTE3UpOBaTh pasznuunbie Tumel YHC, BKiIroUas
yIJIepoAHble HAaHOTPYOKH, HAHOBOJOKHA, HaHO-
CIMpaly, HAaHOKATYIIKH, HAHOJIUCTHI M OoiblLIOe
MHOroo0Opasue pa3BeTBJIEHHBIX CTpPYyKTyp. Ilo-
IpoOHBIN 0030p PabOT MO0 HUZKOTEMIIEPATYPHOMY
cuntedy YHC npusenén B padote [15]. B Hacto-
Allee BpeMs W3BECTHBIE B JIUTEpPAType HIDKHHE
Ipeaesbl TeMrepaTyp KaTalUTHUYeCKOro CHHTE3a
YHB 118 Ki1acTepoB pa3HBIX METAJIOB COCTaB-
ot Fe — 350 °C [16], Ni — 400 °C [17], Cu -
250 °C [18] (w1 manocmmpaeii 195 °C [18]).

8 nexabps 2014 r. Ha 3acemanmm HayuHo-
TeXHHUYECKOro coBera MHcTHTYTa mpobieM rope-
HUS TI0 WHUIMATHBE TEHEPaJhbHOTO IHPEKTOpa
OBUIO 0JI00PEHO pEIICHHE O CO3JAaHUU TPYIIIBI
BAKYYMHBIX HaHOTexHojorui. Ilpennaraemblit
0030p SBISETCS CBOCOOPA3HBIM OTYETOM TIEpEn
npod. 3.A. MaHCYpOBBIM B €ro 100MIeHHBIH 1o o
MpoJIeIaHHON paboTe IO OJHOMY M3 HAy4HO-
WCCIIeJIOBATENhCKIX HAPABICHUN TPYTIITHIL.

Ilenpro npoBeaeHUsT UCCAEAOBAHUM SBISIOCH
ompesieNicHNe HWXXKHEW TeMIIepaTypHON T'PaHUIIBI
pocTta yriaepoanbix HaHocTpykTyp (YHC) na 3BII
HIT ¢ pasHpiMH THIaM#u (HU3UKO-XUMHUYECKOTO
B3aMMOJCHCTBHUS YIJIEPOI-METAIl, a TAKIKE MTOUCK
ONTHUMAJBHBIX YCIOBHI HU3KOTEMIEPATYPHOTO
(oHEpPreTHUECKH BBITOJHOIO) CHHTE3a C HCIIOJNb-
30BaHUEM HauOOoJIee JOCTYIHBIX YIJICBOJIOPOJIOB
u 6e3 100aBOK TOPOTOCTOAIINX MHEPTHBIX U JpY-
THX Ta30B.

Jerayim 3xkcniepuMeHTa

HIT 6pmn mpuobperens B TomMckoM momnm-
TEXHHUYECKOM YHUBEPCHUTETE C LEJbI0 HCIIOIb30-
BaHUS MX B KaUeCTBE KaTaJIM3aTOPOB IIPU CHHTE3E
YTIEPOIHBIX HAaHOCTPYKTYp. B OTaene noeepxHo-
CTH U TEXHOJIOTUH HOBBIX MaTepuanoB MHcTuTyTa
MarepuanoBeneHuss YHuUBEpcuUTeTa TI. 3UTEH
(Cepmanus) (Instituteof Materials Engineering,
University of Siegen, Siegen, Germany) Obuiu
IIPOBEEHB! COBMECTHBIE MCCIIEOBAHUS CTPYKTY-
pe1 1 Mopdonoruu IBII HII, ux xatanutudeckoi
aKTUBHOCTU M BO3MOXXHOCTM CHHTE3a Ha HHX
YHC mertogom tepmugeckoro XOI'd [19-29].

Cunmes YHC

Poct YHC npoBomuiics B 00beMe KBapIeBO-
ro peaktopa ¢ BHyTpeHHHUM auamerpoM 90 mwm,
MOMEIIEHHBIM BHYTPbh TOPU30HTAIBHOW TPEX30H-
HO# TpyGuatoit neun (Carbolite Limited) mmuHo#i
1150 mm. Kartanusarop 3arpy»aicsi B KepaMuie-
CKYIO JIOJIOYKY, W TOCJI€ YCTaHOBKM oOpaslia B
peaKkTop MPOM3BOAMIACH OTKayka OObeMa Mexa-
HUYECKUM (popBakyyMHBIM HacocoM B TeueHue 30
muHyT (10 naBnenus 102 Gap). Jlamee peakTop
HarpeBajcs 10 HEOOXOIMMOW TeMIepaTyphl C
KOHTPOJHUPYEMON CKOPOCThIO (CKOPOCTH HarpeBa
BapbupoBanack or 5 o 10 °C/mumn.). ITocie mo-
CTH)KEHHMS 33JJaHHON TeMIIepaTypbl B peakTop mMo-
naBajncs pabouuii ra3 — aneTWiIeH 10 HeoOXOou-
MOTO 3HaueHHs JaBjicHus. [lo OKOHYaHWH TIPOBe-
JeHus cuHTe3a (BpeMs sKkcrepruMeHToB oT 1 10 3
9YacoB) MPOM3BOMIACH OTKAYKa OCTATOYHBIX Ta-
30B M OXJIAXJCHHE PEaKkTopa J0 KOMHATHOW TeM-
neparypbl, TakKe ¢ 3aJaHHON CKOpOCThi0. Cxema

YCTAHOBKH /ISl CUHTE3a YHC noka3zaHna Ha puc. 1.
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Puc. 1. Cxema TeXHOJIOTHYEeCKOW YCTaHOBKU

Jlns ompeneneHusl ONTUMANbHBIX YCIOBHH
HHU3KOTeMImeparypHoro cuaTe3a YHC Opuam mmpo-
BCACHBI OKCIICPUMEHTEI IPU Pa3JIMYHLIX TEMIICpa-

typax (200-700 °C) u naBienusx (100-400 mGap).

Memoouku u annapamypa 0na u3y4eHus mop-
donozuu u cmpyxmyput

s u3ydenust mopdonorun o0pas3uoB uc-
MOJIB30BAJICS  ABTOSMHUCCUOHHBIM CKaHUPYIOMIUI
ANIeKTPOHHBINA MUKpockor (COM) cBepXBBICOKOTO
paspemienust pupmbl Zeiss mogenu Gemini Ultra
55 BMecTe ¢ yCTpOHCTBOM Il PEHTTEHOCTICK-
TpaJbHOTO MUKpOAHalN3a MccieayeMoro oopasna
B MHKpockone ot ¢pupmbl — «Thermo Scientific».
Hns uccnepoBanuii ObUIM BBIOpaHBI BA OCHOB-
HBIX pexkuma cbéMku — In Lens u SE2. InLens-
MeTOA TO03BOJIsieT nonyunTb COM-n3zo0paskeHus
MOP(OIOTUH TOBEPXHOCTH CKaHUPYEMOTro 00pa3-
1la WIK €r0 TOPLIEBOTO Cpe3a ¢ HAWIy4IllUM pa3-
pemenneM. Pexxum cremkun SE2 siBnsiercst Han6o-
Jiee MPEeINOYTUTENbHBIM AJS MOTYYEeHHUS! TOYHBIX
XapaKTepUCTUK O peibede MOBEPXHOCTU CKaHU-
pyemoro oOpasia. VccnenoBanus ObUIM BBIMOJI-
HeHbl B IHCTUTYTE MarepuanoseneHus YHUBEP-
cureta r. 3ureH (['epmanus).

Nzyuenne crpykrypsl HI1 1 YHC npoBoau-
JIOCh METOJOM PEHTTEHOCTPYKTYPHOI'O aHajH3a C
nomotipio audppakromerpor Philips X'Pert PRO
MRD (Mucturytr MarepuanoBeeHus Y HUBEPCH-
tera T. 3ureH, ['epmanus) u Rigaku D/max/2400
XRD (Illenbsiackas HarmonansHas gabopaTopust
MatepuanoBeaeHuss Kurtaiickoii akageMun Hayk).
PenTtreHorpaMMbl  00pa3lioB ObUIM TONYYEHBI C
npuMeHeHueM MenHoro m3nydenus (A = 1.5406
A) B upposom Buze. O6paboTKa PEHTTEHOrPAMM
IUISL OTIPE/ICIICHUS] YIIIOBOIO MOJIOKEHUSI U UHTCH-
CHBHOCTEH pedIIeKcoB MPOBOIMIACH TIPOTPaMMOR
OriginPro 8.1. IIpu npoBeneHuu $Ha3o0BOro aHaIH-

3a wucnonp3oBanack mporpamma PCPDFWIN c
0azoii audpakromeTpuueckux naHHbIx PDF-2,

B HamnmonanpHOM HaHOTEXHOJIOTHYECKOM
nabopartopuu oTkpbITOoro tuma (r. Anmatsei, Ka-
3axcTaH) 00pasibl ObLIM HCCIICAOBAHBI METOIOM
CHEKTPOCKONMUHA KOMOWHAITMOHHOTO paccesHus
ceera (KPC) c¢ momompto cnekrpomerpa NT-
MDT NTegra Spectra (mirHa BOJHBI JIa3epHOTO
u3aydenus A = 473 um).

AHanmu3 METOJOM TIPOCBEUMBAIONICH 3JIEK-
TpoHHO# Mukpockonuu ([I9M) OblLT MpoBeneH B
Hucturyre SAnepuoit ®usuku (r. Anmarsl, Kazax-
craH) ¢ momomnieio Mukpockorma JEOL JEM-
2100F.

Pe3yabTathl u 00cy:xneHue
Hccneoosanue IBIT HIT

OU3NKO-XMMUYECKHUE CBOWCTBA, CTPYKTypa U
Mop(hosIoTHs HAHOKJIACTEPOB METAIOB HIPAIOT
OTIPEISIISIONIYI0 POJIb B (JOPMHPOBAHUHM M POCTE
YHC npu XOI'®. B cBs3u ¢ 3TUM U1 3KCTIepH-
MEHTOB OBIITM BBIOPAaHBI METAJLUIBI C Pa3HBIMU KPH-
cTauiorpahuYecKUMU W TEIUIOPU3UISCKUMU
CBOHCTBaMHM, a TakkKe THIAMH  (HU3HKO-
XUMHYECKOTO B3aUMOJIEHCTBHS YTIEPOI-METAII:
Ni, Fe, Cu. [dns usyueHus CTPYKTYPBI U MOPQO-
norun obpasusl HIT Obmn uccnenoBansl MeTona-
Mu pactpoBoii (COM) U npoCBEYHBAIOIIEH JJIEK-
TPOHHBIX MuKpockonuii (IT9M), a Taxke peHTre-
HOCTPYKTYPHOTO aHanmu3a. Takke B IMporpaMme
ChemBio3D Ultra 6bumi mpoBeieHbl KOMITbIOTEP-
HBbIE JKCIIEPUMEHTHI. JleTanbHO pe3ynbTaThl WC-
crenoBannii HIT mpencrasienst B paborax [19-
24].

l'ucrorpammel  pacrpezneneHus] HAHOKIIACTe-

POB METAJIOB IO pa3MepaM, MOCTPOEHHBIE Ha
ocHoBaHuu I[IOM-uccnenoBanuii, mokasamu cie-
IIYIOIINE Pe3yIbTaThI:
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e B oOpasmax HII Hukens mpeoOrnamaroT 4ya-
cruupl guametpoM 40-70 HM, cpemHuMil AHameTp
KOTOpbIX paBeH 50 HM, pacrmpenenceHue HaHOYA-
CTHII 10 pa3MepaM SIBIISIETCS TayCCOBBIM CO 3Ha-
YEHHEM CPEeIHEKBAIPATHUECKOr0 OTKIIOHCHHUS G =
36.6 HMm;

e ipeobnamatomuii nuametp dactun HII sxe-
ne3a 40-70 HM, cpeaHM TUaMETP KOTOPBIX PaBeH
65.5 HM, ¢ TaycCcOBBIM pacrlpeneieHueM 10 pas-
MepaM M 3HaueHHUEM CPEeITHEKBAJPaTUYECKOro OT-
kioHenus ¢ = 30 HM;

o HIT Meam mMeroT OMMomabHOE pacrpese-
JIGHHE TI0 pa3MepaM, CO CPETHUM THAMETPOM dYa-
CTHL TIepBOH M BTopod ¢pakumii 23.6 u 81 HmM,
COOTBETCTBEHHO.

Haunbonee mHTEpecHbIe pe3ysbTaThl MOKa3a-
JU JaHHBIC PEHTIEHOCTPYKTYPHOTO aHajiu3a M
ANIEKTPOHOTpad UK, MPECTABICHHBIC HA PHC. 2.

W3  pe3yiapTaToB  PEHTIEHOCTPYKTYPHOTO
aHanu3a (puc. 2) cieayer, 9YT0 OCHOBHBIMHU (a3a-
MH B COCTaBE HMCCIICIOBaHHBIX 00pa3IOB SIBISIOT-
Csl TEPMOJMHAMHYECKH yCTOWYMBBIC KPHUCTAIIIU-
Yeckne MOIU(HUKAINN, CBOWCTBCHHBIE MACCHB-
HOMY COCTOSIHHIO.

OnHako Ha pEHTreHorpamMmax ObLTH OOHa-
PYXEHBI paclleryiecHHe U aCUMMETPUYHOCTh ITH-
koB. st HIT Ni pacuierienie mikoB HaOmoza-
ercsi B obmactu MakcumymoB — (220), (311) u
(222). dms Bcex Tpex INIOCKOCTEN BBISBJIEHO yBe-
JMYEHHE MEXKIIOCKOCTHOTO paccTosiHus (A'(220) =
0.005 A, A”pag) = 0.002 A, Ay = 0.0036 A,
A"(311) = 0.0006 A, A'(zzz) = 0.0028 A, A"(zzz) =
0.0002 A). Ha pentreHorpammax mnopomka Fe
pacuieruieHre MHUKOB HabmogaeTcss B o0yiacTu
MakcUMyMoB mansi miockocteit (200), (211) wu
(220). Jas Bcex TpexX ILIOCKOCTEH OTMEYEHO
YMEHBIICHHE  MEXIUIOCKOCTHOTO  PAcCTOSHUS
(A'200) = 0.008 A, A”(300) = 0.011 A, A’(p13) = 0.004
A, A”(zll) = 0.007 A, A'(zzo) = 0.002 A, A”(zzo) =
0.003 A). V HIT Cu pacmieriienne Habmonaercs B
obnacti MakcumyMmoB — (311) u (222). dns stux
IUIOCKOCTEW BBISBICHO YMCHBIICHHE MEXIUIOC-
KocTHOTO paccTosHus (A'@ir) = 0.038 A, A”@1) =
0.031 A, A”222)=0.008 A, A"(222 = 0.01 A).

[TonyueHHbIe pe3yabTaThl PACIICIUICHHS IHU-
KOB MOTJTIH ce0s MPOSIBUTH 32 CUET Pa3MEpHBIX
a¢dekroB. B wactHocTH, B padote [30] 3T0 cBsI-
3BIBAIOT C BIMSHHEM OKCHIHOTO cios. [Ipu dop-
MHUPOBAaHMU Ha TPaHUIlC pasjena MeTal/OKCH
BO3MOXHO MCKa)KEHUE PENIETKU BCIEICTBHE OPH-

SHTUPYIOLIEro BIMSHHS OKCHIa MeTayuia (dHep-
T'MU KPHCTAJUTMYECKUX PEIIETOK OTINYAIOTCS B
HECKOJBKO pa3). Omnako B pabore [31] pacmen-
JICHUE MTUKOB OOBSICHICTCSI M3MECHEHHEM MapaMeT-
pa pemeTku HaHOKJIacTepoB MeTaiwioB. Ha cero-
JOHAIIHUHA JIeHb HE CYIIECTBYET MOJENH, MO3BO-
JSFOLIEH C €IMHOW TOYKH 3PEHUs OIHCaTh U3Me-
HEHUE TEMIIepaTyphl IUIABICHHMS, Tapamerpa pe-
IIETKH, a TaKXKe JKCIEepHMEHTAIFHO Haliroae-
MoOe OorpyOieHHe IOBEpXHOCTH HAaHOKIACTEPOB
MetaiuioB. OqHUM U3 3(PPEKTOB, BOZHUKAIOIIUX
IPU yMEHBLIEHHH Pa3MepoB KIACTEPOB, SBISETCS
n3MeHeHne mapamerpa pemerkn [32-38]. Ilpm
3TOM B psijie CITyyaeB 3HAK M3MEHEHHs Mapamerpa
pa3IMYCH Ul YaCTHI] OJJHUX M TeX )KE BEIICCTB U
3aBHCHT OT YCJIOBHS X MONydeHus. Tak, Harpw-
Mep, UMEIOTCS 3KCIEPHUMEHTANIbHbIC JaHHBIC I10
ymenbiienuto [39, 37], yBenmunuenuto [32, 36] u
orcytcTBHi0 m3MeHenuit [35, 40, 41] mapametpa
pELIeTKN B Ipesesax OMMUOOK Ui KJIACTEPOB 30-
JOTa, TI0 CPaBHEHUIO C OOBEMHBIMU OOpa3laMH.
Takas HEOJHO3HAYHOCTH B IKCIIEPUMEHTAIBHBIX
pe3yspTaTax B 3HAYMTEIBHOM Mepe 3aTpymHseT
OTBET Ha BOIPOC, B KaKOW Mepe U3MEHECHHUE Mapa-
MeTpa 00yCJIOBICHO MaJOCThIO pa3Mepa, a B Ka-
KO — apyrumu (akTopamu, Hampumep, mpume-
CSIMH, M KAKOB MEXaHM3M Pa3MEpPHOTO M3MEHEHHUsI
napametpa pemetku [40].

Hcxons U3 pe3yiabTaToB PEHTTEHOCTPYKTYp-
HOTO aHalM3a W JaHHBIX YHEProANCIIEPCHOHHBIX
criektpoB [19-23] mns HIT Ni u Fe, xotopsie mo-
Ka3bIBAaIOT HE3HAUUTENIBFHOE COAepKaHue B o0pas-
[ax KUCIJIOPOJa, MOYKHO IPEIIONOXKHUTE, YTO IS
ciyyas OBIT HIT Ni u Fe pacuieruieHre nHUKOB
CBSI3aHO MMEHHO C M3MCHEHHEM IapameTpa pe-
IIETKH HaHOKJIacTepoB. [Ipu 3TOM, yunuThIBas MH-
TEHCUBHOCTH MaKCHMyMOB PaCIICIUIEHHBIX ITHKOB
Ha PEHTTCHOrpaMMaX, MOYXHO TOBOPHTH O TOM,
YTO pa3HHIA MapaMeTPOB MEKAY CTaHIAPTHBIMHU
3HAUCHUSIMH U UCCIIEAyEeMBIMHI 00pa3aMy yBeJH-
YUBACTCSl OT S/Ipa Kiacrtepa K €ro MOBEPXHOCT-
HBIM CJIOSIM.

Mopdomnoruss MHOTOTpaHHUKOB HaHOKJIACTE-
pPOB MeIHM HE COBCEM COOTBETCTBYET MPOCTHIM
dopMaM pocTa KPHUCTAIIIOB, XapaKTEPHBIM IS
KyOMUYEeCKOH CHHIOHMH M TOYEYHOU TPpymHIbl M3m.
MO’KHO CKa3aTh, YTO 3TO HECKOJIIBKO MCKa)KeHHBIC
(medopmupoBanHbie) TIPOCThIE (HOPMBI, COOTBET-
CTBYIOLIIME KPHUCTAUIAM C TOYEYHOW TIPYIIIOi
m3m.
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Puc. 2 — Penrrenorpammsl DBII nanonopomnikos Ni (a), Fe (6), Cu ()
1 3JIEKTPOHHOTPAMMa HaHOKJIaCTEPOB MeH (2)

[To-BuAMMOMY, 3TO OOBSCHSETCS CBEPX - NPUCYTCTBYIOT 3alpellieHHbIe ISl TPaHCIEeHTPHU-
HEPaBHOBECHBIMHU YCJIOBHSMH TOJYYCHHS TOPOLII- POBaHHOW KPHCTAJUIMYECKON PEIIETKH U Xapak-
KOB. DTO TOXITBEPXKIACT U DIIEKTPOHHOTpPAMMa TEpHbIC ISl IPUMUTHBHON KyOUYECKON CTPYKTY-
HaHOKJIaCcTepa MeH, MPpUBEJACHHAs Ha PUC. 22, e pbI MaKCUMYMBI OT tutockocteii (110) u (211).
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Bo3moxHO, 4TO wHCKaxeHHe (GOpMBI KpH-
CTAJUIUTOB MPOUCXOJUT 3a CYET BCTPAWBAHMS B
CTPYKTYpPY HE TUIIMYHOM JIJIs1 MEAU CBEPXPEIIETKU
C IPUMUTUBHON pEIIETKOW. II3MeHeHue Mex-
TUIOCKOCTHOTO PACCTOSHHUS HA TOPSAAOK OOJIbIIe
gyem y Ni u Fe, HO Xapakrep OTKIOHEHHs IIapa-
MeTpa pelIeTKH OT CTaHAAPTHOTO 3HAYeHHUs Co-
XpaHseTcs. OT AJpa KJacTepa K ero MoBepXHOCT-
HBIM CJIOSIM.

Taxum obpasom, ncciaemoanus HIT Ni, Fe u
Cu, moxy4eHHBIX B CBEPX-HEPABHOBECHBIX YCIIO-
BHSIX 3JIEKTPOB3PbIBA IPOBOJHUKOB [TOKA3aJIH, YTO
HAaHOYACTHIIBI METAJUIOB 00JIAAar0T KpUCTAJUTHYE-
CKOH CTPYKTYypOH C IMapaMeTpoOM pELIETKH, OT-
JIUYHBIM OT cTaHgapTHoro. IIpu 3ToM 3Ta pazHuna
YBEJIMYUBAECTCS OT sApa KiacTepa K €ro moBepx-
HOCTHBIM CJIOSIM. OJTO, 0€3yCIOBHO, BJIHSAET Ha
(U3UKO-XMMHUYECKYI0O  aKTUBHOCTh  KJIACTEPOB
(0cOOCHHO TMOBEPXHOCTHBIC CIIOM) M, COOTBET-
CTBEHHO, Ha Kataiuthyeckue cpoiictBa HII me-
TaJUIOB.

Hccneoosanue YHC, cunmesuposannvix na HII Ni
OKCIepUMEHTHI NOKa3ajH, YTO HIKHEH TeM-
nepatypHoil rpanuneil npu cunreze YHC na HII
Ni sBisiercst 325 °C BO BCeM HCCIIEyeMOM JHa-
nazoHe JAasneHuid. OueBUAHO, 4YTO Tpu OoJjee
HU3KHUX TEMIIepaTypax He MPOUCXOJUT KaTalluTH-
YeCKOro pasiokeHus arerwiena. [Ipm Temmepa-
Typax Bble 375 °C HaONI0OAaI0Ch 3ayTIIepOKH-
BaHHE KiacTepoB. TakuMm oOpa3oM, B Xojae Mpea-
BapHUTENBHBIX IKCIIEPUMEHTOB OBUIM OIPEIEIECHBI
ONTHMAJNIbHbIE AKCHEPUMEHTAIbHBIE IapamMeTpsl
JUI HU3KOTEMIEepaTypHOIO CHUHTE3a: TeMIIepaty-
pa — 325-375 °C, naBmnenme — 100-300 mbap
[25,26]. ManbHeitmue, Ooilee AeTalbHBIE HCCIIE-
JIOBaHUS MPOBOAMUINCH B 3THUX JKCIEPUMEHTAIb-
HbIX auanaszoHax. COM-uccienoBaHusl HArIsIHO
yKa3ali Ha CYIIECTBOBAaHHE TEMIIEPATyPHOTO
JUarna3oHa MeXAy HHU3KOTEMIEpaTypHBIM H BbI-
COKOTEMIIepaTypHbIM (CTaHIAPTHBIM) PEKUMAMH
CHUHTE3a, B KOTOpoM He mpoucxomuT poct YHC.
Ha pucynke 3 npencrapiensl COM-u300paxeHus
YHC na OBII HII Ni, noxyueHHBIX IIpU TeMIepa-
Type 325 °C (ompeeneHHOM Kak ONTUMAILHOMN) U
nasnenusx 100-300 m6ap, ¢ mrarom 100 mGap.

a — 100 mbap; 6 — 200 mb6ap; ¢ — 300 mbap

Puc. 3 - COM-uzo6paxenust YHC (temmeparypa cunresa 325°C) u ux GpparMeHTs
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Kak BumHO Ha COM-H300pakeHUSX, CUHTE-
supoBanHble YHC o00magaroT A0CTaTodHO 0O0ih-
muM pazopocom auamerpa oT 40 mo 100 HM wu
pasHoii Mopdosorueii (0T CIUPANIEBUAHBIX 0
npsMbIx). Pexxum chemku SE2 mo3Boswi onpese-

JUTh, YTO KJIACTEPHI HUKENA HaXOJATCS Kak Ha
KOHLIax, Tak ¥ BHyTpu YHC.

Ha pucynke 4 mnpejcraBiieHbl pe3ylbTaThl
uccienoBannit YHC na HIT Ni, mony4eHHbIX npu
ONTUMAJIbHBIX IapaMeTpax SKCIEPUMEHTA.

a — cuextpsl KPC (300 m6ap, 325-375 °C);
6 — pearrerorpammsi (300 mbap, 325-375 °C);
8, 2 — [IDM-uzo6paxenust (300 mGap, 325 °C)

Puc. 4 — Pesynprarsl uccnenoannii YHC, CHHTE3MPOBaHHBIX ITPH ONTHMAIBHBIX MTapaMeTpax dKCIIEpUMEHTa

Amnanus cnexktpoB KPC moxkasan, 4To mo ot-
HOIIIEHUIO HHTeHcuBHOCTeH Tpymmt D u G, nHaubo-
Jiee BBICOKYIO KPHUCTAJUIMYHOCTH HMMEIOT HaHO-
CTPYKTYpHI, BbipamieHHbie Ha HII npu crnenyro-
IMX yCIOBHX HKcnepuMeHToB: naBienne 300

MmbOap, Temneparypsl 325 °C u 375 °C (puc. 4a).
Ha mudpakrorpammax Bcex o0pasioB (puc. 40)
MPUCYTCTBYET HanboJiee XapakTepHoe JUisi rpadu-
Ta otpaxenue ot mwiockoctu (002) (20 = 26.38°,
PDF # 41-1487). Taxke HabmogacTcsl yBEIUve-
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HUE WHTEHCHBHOCTU Ipa)UTOBOTO MUKA C YMEHb-
mieHueM Temmeparypsl. Hanbosee MHTEHCUBHBIN
IIUK, XapaKTE€PHBIA /I YTJIEPOAHBIX HaHOTPYOOK
HaOmoaeTcss Ui oOpasna, IOJyuYeHHOTO NpH
temnepatype cuareza — 325 °C u gasnenun — 300
MOap. ITO XOPOIIO COTIACYETCS C Pe3yJIbTaTaMu
cnektpockormuu KPC. Pesynprater [1OM mog-
TBepAWIH, uTo obOpasyrommecs YHC saBnsroTcs
MHOTOCTEHHBIMH HaHOTPYOKaMH C KJacTepamu
MeTaua BHyTpu KaHana (puc. 46 u 42), 4ro Kop-
peNupyeT ¢ pe3yibTaTaMd PEHTTeHOCTPYKTYPHO-
ro a"anusza u cnekrpockonuu KPC. Ilpu stom
oaMeTp KaHama oueHp y3kmii (3.62 mm). Ha
[IOM-u3o0paxenuu BuaHo, uro YHT oOBosaku-
BaeT HaHokpuctaul Ni. Pacnonokenue knacrepa
HUKEJIS [103BOJISIET TOBOPUTH O CMEIIAHHOM MeXa-
Huzme pocra YHT. OueBupmno, uto muddysus
yIiepoaa MpoxXoauT B OOJbILEH cTENeHN He Yepes
00beM KiacTepa, a IO MPHUIOBEPXHOCTHBIM CJIO-
AM. YUuTbIBas HU3KYIO TEMIIEpPAaTypy CHHTE3a,

TaKOl MEXaHU3M SBIISIETCS Hanboyee nmpeano4THr-
TCIIbHBIM.

HUccneoosanue YHC, cunmesupoeannvix na HI1
Fe

Hccnenosanns mokasal, 4TO HWDKHEH TeM-
nepatypHoil rpanunei pocta YHC mna HII Fe
spnsiercst 400 °C. PesynbraThl nmpenBapuTeNbHBIX
9KCHEPHUMEHTOB MO3BOJIMIIA BBIACIUTH ONTHMAlb-
HBIH JUAIa30H Uil HU3KOTEMIIEPAaTypPHOIO CUHTE-
3a YHC: temneparypa — 400-450 °C, naBnenue —
100-300 m6ap [29].

JanpHelmme, Oojee AeTalbHBIC HCCICAOBA-
HUS TIPOBOJMJIMCH B O3THX OKCIEPUMEHTAJIBHBIX
nuana3onax. Ha pucynke 5 npeacraBnenst COM-
n300pakeHus (CHATBIC B Pa3HBIX PEKUMAX ChEM-
ku — In Lens u SE2) YHC, nony4eHHbIX MpH TeM-
neparype 425 °C (onpeneneHHON Kak ONTUMAb-
Hoit) u naBnenusx 100-300 mGap.

a — 100 mbap; 6 — 200 m6ap; ¢ — 300 mOap

Puc. 5 — COM-uzo6pakenuss YHC (temmeparypa cunresa 425 °C) u ux pparMeHTsI

Kax Bugno Ha COM-u300pakeHusx, B OIpe-
JNENICHHOM B XOJ€ OKCIEPHUMEHTOB [IHara3oHe
nmasinennit 100-300 mOap, mpu Temmneparype CUH-
te3a 425 °C mabmonancs crabunbHb poct YHC,
C JOCTaTO4YHO OONBIIUM pa3OpocoM IuameTpa oT
40 no 100 um u pasHoit Mopdonorueit (0T criupa-

JICBUHBIX JI0 TMPsIMbIX). Pexxum chemkn SE2 mo3-
BOJIMJI ONPEAETHUTh, YTO KIAcTEphl Xkeje3za Haxo-
natest BHyTpu YHC. Ha prucyske 6 mpencraBieHsI
pesyabTatel uccnenosanuit YHC na HII Fe, cun-
TE3UPOBAHHBIX TPH ONTHMAJBHBIX IapaMeTpax
9KCIIEPUMEHTA.
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a — cuektpbl KPC (100 m6ap, 400-450 °C);
6 — pentrerorpammel (100 mGap, 400-450 °C);
6, 2 — [IDM-uzo6paxenust (100 mGap, 425 °C)

Puc. 6 — Pe3ynprars uccnenosanniit YHC,
CHUHTE3MPOBAHHBIX NIPU ONTUMAJIBHBIX NTapaMeTpax IKCIEpUMEHTa

Bce cnextpet KPC YHC, BbIpalieHHbIX npu
nmasneanu 100 MOap, MOKa3pIBAIOT 1BE TPYIIIIHI
nepsoro mopsiaka D u G (puc. 6a). s 06pasios,
nonydeHHbIX mpu Temneparype 400 °C, ostm
IPYNIBl pacronoxmmuck B obmactu 1330 cm™ u
1576 cm™, ux mmpuna Ha nomyssicotre (FWHM —
full widthathalf maximum) 66 cm™ u 77 cm™, co-
orBeTcTBeHHO. Ho wHTeHcHBHOCTH D mnuka mo
cpaBHeHHIO ¢ G TIMKOM OYeHb BBICOKA, YTO SIBJISI-
€TCcs MPHU3HAKOM JIOBOJIGHO BBICOKOM CTEIEeHU

HeymopsmoueHHoCcTH obpasna. YHC, BoIpamien-
Hele mpu Temmeparype 425 °C, mnokasaiu
HaWIydlllee COOTHOIIeHHe MHTeHcuBHOCTEH Ip/lc
= 0.39. D nuk Habmogaercs B oomactu 1323 cm?,
a G muk 1570 cm. Cyns mo mmpHHE W MHTEH-
CHUBHOCTH ITHMKOB M HAJUYUU FAPMOHHMKH BTOPOTO
nopsinka 2D B obnactu 2653 eml, MOXKHO TOBO-
PUTh O BBICOKOW KpPHUCTAIUIMYHOCTH 0Opasia.
FWHM mukoB 77 u 34.6 cM™, COOTBETCTBEHHO.
OOpasel, CHUHTE3UPOBAHHBIA TIPU TEMIIEPAType
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Bb.3. Mancypos

450 °C, noka3bplBaeT pa3MBITBIA CIIEKTp, YTO TO-
BOPHT O Ne(QEeKTHON CTPYKTYpeE.

Ha mudpakrorpammax Bcex o0pasmon (prc.
66) mpucyTcTByeT Hambojee XapakTepHOE IS
rpadura otpakenue ot miockoctd (002). Heob-
XOAMMO MOMYEPKHYTh, YTO C YMEHBIICHUEM TEM-
nepaTypbl MHTEHCHBHOCTH TpaUTOBOTO ITHKA
yBenUuMBaeTcs. Takke PEeHTIeHOCTPYKTYPHBIN
Ka4eCTBEHHBIH aHanu3 (a30BOro cocraBa oodpasua
CBHUJETEILCTBYET O TOM, 4YTO B COCTaBe oOpasla
conepxxarcs a-Fe, FesC u C. IlpucytcTBue B 3Ha-
YUTEIBHOM KonuuecTBe oTpaxkeHuil FesC rosopur
0 ToM, uTo pocT YHC mpoucxXoauT 1mo MexaHu3My
Map-)KUAKOCTh-KPUCTAIUT C KaTAIUTHYECKUM pa3-
JIO)KEHHEM alleTUIICHA TI0 KapOuaHOMY LUKy [42,
43].

Kax Bugno Ha [IDOM-n300pakeHHsIX, CHHTE-
supoBaHHble YHC SBISIOTCS MHOTOCTEHHBIMH
YHT. D10 X0pouio cornacyercs ¢ pe3yJbraTaMu
PEHTI€HOCTPYKTYPHOTO aHajIM3a U CHEKTPOCKO-
mun KPC. Kiactepsl Meramia pacroyioKeHbl
BHYTPH KaHajla TpyOKH, dYTO KOppEIHpyeT ¢
COM-u300pakeHUSIMH, CHITBIMA B pexxume SE2.

HUccneoosanue YHC, cunme3upoeannvix na HIT
Cu

OKCHEepUMEHTHl TIOKa3alM, YTO HIDKHEH
TeMIIepaTypHOl TpaHuLeil cuHTe3a sBisiercs: 250
°C Bo BceMm nuana3one nasienuir 100-500 mGap
(c marom 100 m6ap). Ilpu TeMmeparypax HIKE
250 °C wu Bpime 300 °C naOnronmancs He3HAYH-
tenbHBIN poct YHC ¢ mpeobnamanuem 3ayriie-
POXMBAaHUS MEIHBIX KiacTepoB. OnHako, aib-
HEHIMe HIKCIEePUMEHTHI IOKa3alld HHTEPECHBIC
pe3yabTaThl IpU Temneparype cuareza 375 °C u
naiennu 500 mOap, KOTOpble OYIAyT MPUBEICHBI
Hwke. Takum o0pa3zoM, B pe3yibTaTe IIPOBEACH-
HBIX TIpEIBAPUTENBHBIX OSKCIEPUMEHTOB OBLIM
OoOHapy KeHbl HU)KHSS U BEPXHSS TEMIIEpaTypHbIE
rpanusl cuaTesa (250-300 °C) Bo BceM mccite-
QyeMOM [Malia3oHe [aBJICHWH, MPH KOTOPBIX
npourcxoaui Obl ycToiunBeiid poct YHC.

Jlnst u3ydeHus mpouecca 3apoxIeHUI U po-
cra ornensHeix YHC, Oonee neranbHbIe Uccie-
JOBaHMs POBOAMIIMCH Ha CEMapUPOBAHHBIX Kila-
crepax Meau. [l mpoBeneHus cemapaumu 00-
pasusl HIT cycnieH3upoBanuch B pacTBOpe Tekca-
Ha. Jlajee mpou3BOAMIACH YIBTPa3ByKoBas 00-
pabotka pactBopa (00bem cycnenzun 30 mi, ya-
cToTa yibTpa3Byka 27 k1, MOITHOCT TeHepaTo-
pa 120 Br, Bo3zelicTBHE IPOBOJAMIOCH B TEUEHHUE
30 MHHYT), moCie Yero Karuid CyCHEeH3WH C 4Ya-
CTHLIAMHM METa/la HAaHOCHJINCHh HAa KPEMHHEBYIO
nomnokky. Cunte3 YHC mpoBoamiics B paHee

OTIpeIeIEHHOM ONTUMAalbHOM JHalla3oHe JKCIe-
pUMEHTaNbHBIX NapamerpoB. Ha pucynkax 7-9
npezncrasiedsl COM-u3o0pakenus (CHATHIE B
pasHbIX pexumax cbéMku — InLens u SE2), ¢
YBEJIMUEHHBIMH HanOoyee WHTEpEeCHBIMU (hpar-
MeHTaMu cuHTe3upoBaHHbX YHC Ha cemapupo-
BaHHBIX Kiactepax Cu.

Kak Bumno nHa COM-m3obpaxenusx, YHC
uMmeroT pasnuunbiit auametp (50-200 aM) 1 Mop-
¢onoruto (0T CUpaJIeBUIHBIX 10 PA3BETBIEH-
HBIX M TpsMBIX). KinacTepsl Meny HaxXoaaTcs Kak
Ha koHIax YHC, tak u BHyTpu. Tak xe ObuIH
obHapyxeHbl pasBeTBiéHHBIe YHC. Ha pucyn-
kax 7-9 npuenensl COM-u3obpaxenus 2-x, 3-X
u 4-x passerBineHHbix YHC. [logoGuble cumMer-
puuHble pa3BerBieHHbIe YHC HaOmoganmmch B
nuara3onax temmeparyp — 250-300 °C u nasiie-
Huii 300-400 mOap. OueBUAHO, YTO AMAMETP H
¢opma YHC ompenensieTcst pasMepaMu W CUM-
METpUEN HAaHOKJIACTEPOB ME[IH.

B xone BBIOMHEHUSI SKCHEPUMEHTOB OBLIH
00Hapy>KeHbI PEKUMBI, IPH KOTOPBIX MPOUCXOAUT
poct cunbHO npoTsbkeHHsix YHC. Ha pucynke 10
npenctaBieHbl COM-u300pakeHuss 00pas3loB ¢
pasHBIM pa3pelIeHUEeM, CHHTE3MPOBAaHHBIX MpPH
temneparype 375 °C u gasnenun 500 mOap.

CuHTe3upoBaHHBIE 00pa3lbl OBUTH HCCIEN0-
Banbl Metonamu UK u KPC cmekxrpockomuit, a
TaKXe PEHTICHOCTPYKTYPHOro aHanuza. Jleranb-
HO pe3yJIbTaThl IPeACTaBIeHsl B paboTax [27,28].

PesynberaTtel UK criekrpockonuu roBopsT O
TOM, 4TO CTpyKTypa BbIpameHHbix YHC Hocur
MOJUMEPHBIN  XapakTep. PeHTreHOCTPYKTYPHBII
anamn3 YHC na OBII HIT Cu moka3zan cranmapt-
Hble AU(PAKIMOHHBIE MUKH METAIIIMYECKOH Me-
. Ha Bcex peHTreHorpaMmax OTCYTCTBYIOT OT-
paskeHus1, XapaKkTepHele i rpadura. [Ipn manbix
3HAYEHUSIX yria 20 MpucyTCTBYET Tajo, KOTopoe
yKa3blBaeT Ha aMOP(HYIO MPUPOAY BBIPAIIEHHBIX
HaHOCTPYKTYp, YTO MOATBEP)KIAET PE3yJIbTATh
UK cnexrpockonuu. Ananu3 crekrpoB KPC mo-
Kazaj, 4yTo B LesnoM Bce obpasusl YHC He cuiibHO
OTJIMYAIOTCS APYT OT APYra IO CTPYKTYpe, TaK Kak
y MHOTHX 00pa3loB COOTHOILICHWE WHTEHCHBHO-
creit D u G nuxos aexur B auanaszone or 0.81 no
0.86. Cyns mo mmpusae u ¢GopMe MUKOB, MOIY-
YEHHBIE HAHOCTPYKTYpPBHI SBISIOTCS HAHOBOJIOK-
Hamu (YHB) ¢ amopdHOii CTPYKTYpoOii, 4TO CO-
rnacyercs c¢ pesynbratel MK cnexkrpockonun u
PEHTI€HOCTPYKTYPHOT'O aHAIN3a.

Ha pucynke 11 moxa3anbsl Hamuboiee HHTe-
pecusie [IOM-u300paskeHHsT CHHTE3MPOBAHHBIX
YHC.
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a—250°C; 6-275°C; 6—300 °C

Puc. 7 — COM-m3o6paxenus YHC, cuntesupoanHsix npu qasieHun 200 moap

a—250°C; 6 -275°C; 6—300 °C

Puc. 8 — COM-m306paxenus YHC na HII, cuaTesuposannsix npu gasieHnn 300 moap
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a—250°C, 6-275°C, ¢—-300 °C

Puc. 9 — COM-uzo6paxkenuss YHC na HII, cunrezupoBanubix npu aasiexHnn 400 moap

Puc. 10 — COM-u3o0paxxerns npoTsokeHHBIX YHC, cuHTe3npoBaHHBIX Ha cenaprupoBaHHbIX HIT Meam

Kak BumHO Ha pucynke 11, cuHTe3npoBaH-
ueie YHC He 0071a1al0T BHYTPESHHUM KaHAJIOM M
MIPEJICTABJISIOT COOOM CIUIOIIHBIE HAHOBOJIOKHA.
Taxum oOpa3om, ucciemoBanuss Merogom [1OM
MOJITBEPIKIAAIOT BBIBOJBI, CHEIAHHBIC pPaHEe Ha
OCHOBaHHM CIIEKTPOCKOIIUU KOMOWHAIMOHHOTO
paccestHuS cBeTa M WH(pAKpPacHOH CIIEKTPOCKO-
IINH, a TAaKXKe PEHTTEHOCTPYKTYPHOTO aHAIIN3A.

3akiaouyenne

B pesynbraTe mpoBENEeHHBIX YKCIEPUMEHTOB
ObLIa MMOKa3aHa BO3MOXKHOCTh ucnoib3oBanus HIT

Ni, Fe u Cu, mony4yenusix meromom DBII B kaue-
crBe d(Q(PEKTUBHBIX KaTaM3aTOPOB IJISi CHHTE3a
YHC. DkcrniepuMeHTanbHO YCTaHOBJIEHO, YTO CTa-
OWUJIBHBIA POCT OCYILECTBISACTCSA NPH TEMIIEpaTy-
pax, 3HaYUTENHbHO HWKE OOBIYHO HCIONB3YyEMBIX
npu Tepmudeckom XOI'®. KommiekcHele ucce-
nosanus HIT Ni, Fe u Cu, nony4eHHbIX B CBEpX-
HEPAaBHOBECHBIX YCJIOBHSAX 3JIEKTPOB3pPbIBA IIPO-
BOJHMKOB ITOKAa3ajH, YTO HaHOpPa3MEpHbIE YacTH-
bl METAIOB  O0JIAJalOT  KPUCTAJUIMYECKON
CTPYKTYpPOH C IapaMeTpOM pEIIETKH, OTIMYHBIM
oT cranaapTHoro. Ilpu 3ToM 3Ta pazHuIa yBeH-
yyBaeTcs OT spa KjacTepa K €ro MOBEpXHOCT-
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HBIM CJIOSM. 3TO, 6C3yCHOBHO, BJIMACT Ha (1)I/ISI/IKO-
XUMUYCCKYI0 aKTHBHOCTH HNPHINOBCPXHOCTHBIX

CJIOEB U, COOTBETCTBEHHO, KATAIIUTUUYECKUE CBOU-
ctBa HII meTamnos.

0.2 um

0.2 pym

Puc. 11 — [IDM-u300pakeHns: CHHTE3UpOBaHHbBIX Ha cenapupoBanHbix HIT mequ YHC

OOHapykeHHe CYIIECTBOBaHUS TeMmIepa-
TYPHOTO [Hana3oHa MEXIy HHM3KOTeMIIepaTyp-
HBIM U BBICOKOTEMIIEPATYPHBIM PEXUMAaMH CHH-
Te3a, B KOTOPOM HE NMPOUCXOAMUT POCT yTIEpPOJI-
HBIX HaHOCTPYKTYp, MO3BOJISIET TOBOPUTH O TOM,
YTO MEXaHU3MbI 3apoxaeHus u pocta YHC co-
BEpPIIEHHO pa3Hble. [Ipy 3TOM ecnu A BBICOKO-
temneparypHoro XOI'® Ha ceropHAmHUI 1eHBb
CYLIECTBYET HECKOJIBKO OOLIEPU3HAHHBIX MOJe-
neit pocta (mus YHT, YHB u np.), T0 I HU3KO-
TEMIIEPAaTypHOTO CHHTE3a 3TO MOKA HE peImIéHHas
3ajava.

[Tony4yeHnHble B X0A€ NMPOBEACHUS! UCCIENO-
BaHWW pe3yNbTaThl 00NaJar0T BBICOKMM MOTEH-
nuanoM Uit paspabotku 3((eKTUBHOH, 3HEpre-
THUYECKH BBITOJHOM, HEIOPOroH TEXHOJOTHH
cuate3a YHB u YHT, 6e3 nucronp3oBaHust 10po-
TOCTOSIIIUX T'a30B M BO3MOKHOCTBIO PETyJIUpOBa-
HUSl CTPYKTYpOH M CBOWCTBAMH MAaKpOCKOIIHYE-
ckuMmu mapamerpamu. CuHTesupoBaHHbie YHC
He 00JaIal0T BHICOKUMH KpUCTaIOrpadUuecKu-
MH CBOMCTBaMH (CTCNEHb KPUCTAILIMYHOCTH,
reoMeTpHYecKasi HalpaBIeHHOCTb U Ap.). OxHaKO
B 00JIacTsX MPOMBIIIIEHHOCTH, Te HE TpeOyeTcs
CTPYKTYPHOE COBEPIICHCTBO (TakMX Kak: apMH-
pYIOLIMK KOMIOHEHT B O€TOHE, MOIMMEpax, Iuia-
CTHKaxX, KepaMHKe M Jp. Marepuagax; OCHOBBHI
JUIL aKTUBHBIX COPOCHTOB; B KOMIO3HUIIMOHHBIX
MaTepuajgax IPH H3TOTOBICHUH MEIULMHCKUX
mpoTe30B) mnpuMeHenne Takux YHC sBisercs
MEPCIEKTHBHBIM.

Asmop evipadicaem enybokyro baazooap-
Hocmy: oupexmopy Uncmumyma Mamepuanose-
Odenus  Ynugsepcumema o. 3ucen (['epmanus)
npogh. Kcun [orcuanzy (Xin Jiang) za npeoo-
cmaeneHue aHarumu4eckou U 9KCnepumMeHmans-
Hou Oasvl; Koiiezam no nabopamopuu — I[lapmu-
san I'., Meosanosoii b.C., Kenoceeynosy A.K. u
Mancyposouii M.E. 3a coemecmmuyio pabomy, no-
HUMAHUE U NOOOEPICKY.

Paboma evinonnena npu yacmuynou unan-
cosoll nododepocke epanma Komumema Hayxu
MOH PK Ne3823/I'DA.
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LOW-TEMPERATURE SYNTHESIS OF CARBON NANOSTRUCTURES

B.Z. Mansurov

Center of Innovative Technologies of Institute of Combustion Problems, Polezhaeva st., 20, Almaty, Kazakhstan
E-mail: mansurov_batyr@mail.ru

Abstract

The article provides an overview of the main results of experiments of the Laboratory of Vacuum Nanotech-
nology of Center of Innovative Technologies of Institute of Combustion Problems on the synthesis of carbon
nanostructures by low-temperature thermal chemical vapor deposition. The results of a comprehensive study
of the structure and morphology of metalnanopowders synthesized by electric explosion of conductors,
which are used as catalysts, are presented. The process parameters that are optimal for the low-temperature
growth of carbon nanostructures were determined in the course of conducted experiments. Research allowed
identifying the existence of a temperature range between the low temperature and high temperature (stand-
ard) modes of synthesis in which the growth of carbon nanostructures does not occur. The experimental
modes of low-temperature chemical vapor deposition of carbon nanotubes from the gas phase using iron and
nickel nanopowdersas catalysts were found for the first time.

Keywords: thermal chemical vapor deposition, carbon nanostructures, metal nanopowder, a low-temperature
synthesis, chemical vapor deposition.
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AHHOTALIUA

Makanaga JKany mnpoOneManapbl WHCTUTYTBIHBIH HHHOBAIMSUIBIK — TEXHOJOTHSIAD  OPTAIBIFBIHBIH
KapaMarblHIaFbl BaKyyMJIbl HAaHOTEXHOJOTHSJIAP 3EPTXAaHACHIHBIH KOMIPTEKTI HAaHOKYPBUIBIMIAAPABI
TOMEHTEMIIepaTypajbl Ta3 (a3achlHAaH TEPMHUSJIBIK XUMUSUIBIK TYHABIPY ONICIMEH CHHTe3[ey OOHbIHILIA
JKYPTi3UITeH ToKipHOeNepIiH HEeTi3ri HOTIKEJIEpiHe IOy KenripinreH. KartammsaTop peTiHAe KOIAaHy
MaKCaThIHJa OTKI3TIIITePAiH DJICKTPJIIK JKapbUIBICHI OMICIMEH allblHFaH METa/ll HAHOYHTAKTapbIHBIH
KYPBUIBIMBI MEH MOP(OJIOTHACHIH KEUIeH I 3epTTey HOTIKenepi kepcerinreH. XKyprizinreH Toxipubenep
OaphICBIHIA KOMIPTEKTI HAHOKYPBUIBIMIAPABIH TOMEH TeMIlepaTypaja ocyi VIIiH  ONTHMAaJIbl
TEXHOJIOTHSUIIBIK MapaMeTpJiep aHbIKTAIIbI. 3epTTeyJep TOMEH JKOHE JKOFaphl TeMIepaTypabl (KajbIIThl)
CHUHTE3[€y PpESKUMIAEPiHIH apacblHOa KOMIPTEKTI HAHOKYPBUIBIMAAPIABIH  ocyi  OalKanMalThIH
TeMIepaTypalblK JWana3oHAbl aHBIKTayFa MYMKIiHIIK Oepami. Karammszarop periHzme TeMip koHE HHKEINb
HAHOYHTAKTapbIH MailalaHbIl KOMIPTEKTI HAHOTYTIKIIedepAi Ta3 ¢a3acblHaH TOMEH TeMIlepaTypaja
XMMUSUTBIK TYHIBIPYABIH TOKIPUOEIIK pexkKUMAEp] aFalll aHbIKTaJ bl

Kinr ce3mep: TepMUSUIBIK XUMHSUIBIK TYHABIPY, KOMIpPTEKTI HAHOKYPBUIBIMIAp, METaUl HaHOYHTAFHI,
TOMEHTEMIIEPATypajibl CUHTE3, I'a3 (pa3achlHaH XUMUSUIBIK TYHIBIPY.
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