OCOBEHHOCTW ONPEAENIEHNA PASMEPOB
KPUCTAIINMIMYECKUX HAHOYACTUL NEPEXOAOHbLIX METAJIJTIOB
NOo PEHTTEHOINPA®UYECKUM OAHHbIM

B.I". JogoHos, P.I1. Konmbikos, B.M. lNyrayes

Memodamu wupoko- u manoyeanoeol peHmeeHozpaguu uccredogaHa HadamoMHas cmpykmypa
MOPOWKO8 HaHaOUCepCHO20 HUKESIs, MOJIyYeHHO20 XUMUYEeCKUM rymem. Paamepbl HaHoyacmuu,
onpedesieHHble U3 Masioyaiog020 pacCesiHUs, CcornocmassieHbl ¢ pasmMepamu Kpucmarsnaumos, pac-
CYUMaHHbIMU 10 ywupeHuro dugppakyuoHHoz2o nuka (111) Hukens. [lokaszaHO, 4mMO 8 HEKOMOPbIX
cny4asix pasmepbl Kpucmarnnumos, onpedeneHHbie Mo ywupeHuto dugpakyuoHHbIX NUHUL, He Mo2ym
A6811MbCs Xapakmepucmukol ducrnepcHocmu Mamepuarna.

BBEOEHUE

BaxxHon 3apadeni, BO3HUKalOLLEN Mpu UC-
CnegoBaHMM HAHOAMCMEPCHbIX CUCTEM, SBRSET-
Csl onpegeneHne pasmepoB BXOASALWMX B MX CO-
ctaB yactuy. OguH M3 adheKkTMBHLIX METOAOB
aHanmsa CTPYKTYpbl Takux OOBLEKTOB — peHTre-
Horpadmyecknin. Hambonee m3BecTeH M MNpocT
meTtog CenskoBa-Leppepa [1], OCHOBaHHbIN Ha
n3MepeHun nonyLmpuHbl ANpakunoHHOW nu-
Hun. Bbonee wHgopmaTMBHbIMM (HO u ©Gonee
TPYLOEMKMMW) SIBASIOTCS NOAXOA4bl, CBA3aHHbIE
C [JeTanbHbIM aHanu3om npoduna audpakuym-
OHHOro nuka [2, 3]. lNepeyncneHHble MeToAbl
NO3BOMSAIOT OUEeHUBaTb pa3Mepbl KPpUCTaNImMToB
— obnacten korepeHTHoro paccesiiua (OKP),
KOTOpble Heobs3aTenbHO NPeAacTaBnsAlT cobon
OoTAenNbHbIE HAHOYaCTULbI.

AnbTepHaTUBHbIA NOAXOA, gawowun bonee
LUMPOKYIO MHGOPMAaLMIO O ANCNIEPCHOWN CTPYKTY-
pe, OCHOBaH Ha aHanu3e npoduns HyneBoro
AndpakuynoHHoro nuka (ManoyrroBoe pacces-
HMEe), KOTOpbIN 0BYCOBMEH, rMaBHbIM 0Opa3om,
pasmepamu 1 xapakTepoM B3aMMHOro pacnoso-
XeHus gudpparnpyowmnx Yyactuy, U He 3aBucuT
OT MX aTOMHOWN (KpucCTannuyeckon unu amopd-
How) cTpykTypbl. [pn aTOM YacTo npeacrasngaeT
WHTEpeC He CTOMbKO COBMafeHune, CKOMNbKO pas-
nuyne B pesynbTaTax anbTepHaTMBHbLIX METO-
[AOB OnpefeneHnst CTPYKTYPHbIX NapamMeTpoB, 3a
KOTOPbIM  MOTYT  CKpblBaTbCA  OCOGEHHOCTU
CTpOeHus maTepmana.

B TeyeHne nocnegHux net B KemepoBCKOM
rocy1apCTBEHHOM YHUBEpPCUTETE aKTUBHO Be-
aetca paboTta no nonyvyeHuto, aHanmay u uccne-
OOBaHUIO CBOMCTB HAHOMOPOLLKOB HUKENs U pa-
Aa Opyrux nepexogHbix metannos. [ns wccne-
AOBaHMS 3TUX BeCbMa CIOXHbIX, KaKk no cocrta-
BY, TaK MU MO CTPYKType, 0O6bEKTOB HEO6X0aMMOo
NpMMEHeHVe BCEro apceHana peHTreHorpadgum-
YeCKMX, CMeKTpanbHbIX W OPYrnx U3NYECKnx
MEeTOOB uccrieqoBaHusl. B Hactosiwen pabote
paccMOTPEHbI HEKOTOPbIE pesynbTaTbl PeHTre-
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HorpadomMyecKkoro uccrnegoBaHus  AUCMNEPCHOWN
CTPYKTYpbl 06pa3sL0B MOPOLLKOB HaHagucnepc-
HOrO HMKensi, CUHTE3WPOBAHHbLIX MO YeTblpem
BapuaHTam, B pasfinyHbIX YCrOBUSAX NyTeM BOC-
CTaHOBIIEHNSI U3 BOOHOrO pacTBopa conu rmgpa-
3uHrugpaToMm. 3ameTuMm, 4TO uMccrnegoBaHue
BNUAHWUS YCNOBUA NPOBEAEHWUS CUHTe3a Ha
CTPYKTYpPY W CBOWCTBa Mofny4YaemblX HaHOMo-
POLLKOB, a TaKkKe, BbIACHEHWE NPUYMH BO3HU-
KalLmx B pesynbTaTe 3TOro BAUAHUS CTPYKTYp-
HbIX pasnuuyuii, BbIXOOAT 3a paMKu HacTosLen
paboTbl. Hawewn rnaBHoOW 3agayen ObINO Ha-
rMAAHO NoKa3aTb, YTO B HEKOTOPbIX Chyyasx
pasmepbl kpuctannutos (OKP), onpeaeneHHble
no YLNPEHUIO ANPaKLUNOHHBIX NMNHUIA, HE MOTYyT
ABMNATLCS XapakTepUCTMKOW OUCNEPCHOCTU Ma-
Tepuana.

SKCNEPUMEHTAJIbHAA YACTb

O6pasubl  yNbTPaaMCNepCHbIX MOPOLLKOB
(YOI) Hukenst Gbinn nonyyeHsbl Npu xugkodas-
HOM XWMWYECKOM BOCCTaHOBIIEHUWN COMNeEN HUKe-
na. Peakums cuHTe3a NPOXOAMT B CUMbHOLLe-
NOYHBIX cpefax B peakTope CrMBHOro Tuna.

MHTeHcuBHocTb MYP ana YAl Hukensa wms-
MepsAnn Ha manoyrrnosom andpakrometpe KPM-
1 B mMegHoM unbTpoBaHHOM usnyveHun (Cu-
Kq Ni-ounbTp) nogcyeTom MMNynbCOB B TOYKaXx
B uHTepBane ot 0.05° go 3° (no 26). O6pasLpl
YOI HaHoCcunn 6e3 NpeccoBaHWs TOHKUM CroeM
(He 6onee 100 MKM) Ha naBCaHOBOE OKOLLKO
KioBeTbl. [1NOTHOCTL BellecTBa Ha eauHULy no-
BEPXHOCTN oOueHMBanM Mo KoadMUUUEHTy mno-
rnoweHusi. B wuccneayembix obpasuax nnoT-
HOCTb He npeBbiliana 5-6 Mr/cM®. Yucno um-
NynbCoOB, HakannMBaeMblX B KaXOoW TOYKe, He
MeHee 4:-10° uTo COOTBETCTBYET OTHOCUTEIb-
How norpewHoctn nopsgka 1.5%. MNony4veHHble
KpvBble MarnoyrfoBOro paccesiHus CrhaxuBa-
NCb 1 MEepPecYUTbIBANUCL Ha TOYEYHYH KOMMu-
mMaumio. Mpodmnu gudpakumoHHbix nukos (111)
HUKkensa B obnactn GonbLIKMX YrioB paccesHus
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OCOBEHHOCTW OMNMPEAOENEHNA PASMEPOB KPUCTAJTNMNYECKNX HAHOYACTHUL
NEPEXOOHbLIX METAINNOB MO PEHTTEHOIMPA®UYECKNM JAHHBIM

namepsanu Ha gudppaktomeTtpe APOH-2.0 Takke
B MeOHOM M3My4yeHMM NoAcCYETOM MMMYNbCOB B
oTAenbHbIX ToYkax. M0 KpMBbIM MHTEHCMBHOCTU
MYP Ha OBM 6binM paccuuTaHbl MaccoBble
YHKLMN pacnpegeneHmss Heo4HOPOAHOCTEN MO
pasmepam D,(d). Mo npodumnam andpakumoH-
HbIX nukoB (111) HMKens, ucnpaeneHHbLIM Ha
WHCTpYMeHTarnbHoe ylimpeHue no metoay Cro-
kca [1], 6N paccumTaHbl YHKUMKU pacnpege-
neHVst N0 pasmepam KpuUCTannutoB B Mnpeano-
noxeHmn wux cgepudeckon ¢opmbl. Komnbro-
TepHas obpaboTka aKkCnepnMEHTanbHbIX AaHHbIX
BbIMOMIHEHA C MCMNOMb30BaHMEM MNPUKNaaHbIX
nporpamMmm, paspaboTaHHbIX aBTopamu [3, 4].

PE3YIIbTATbI U OBCYXAEHUE

CpaBHeHue cyHKUMA pacnpeneneHus Kpu-
CTannuMToB NO pasMepam ANns uccrnegyembix ob-
pasuos Y Ni He n03BONMNO BLISIBUTH CYLLLECT-
BEHHbIX pa3nuuunn (pucyHok 1). Bo Bcex cnyyasx
pasmepbl KpuctannutoB He npesocxoaat 20-30
HM, MakCcumyMmbl YHKUMA pacnpegeneHus
npakTuyeckn cosnagatoT (~6 HM). Takum obpa-
30M, ecnv cyauTb no BenunuuHe pasmepos OKP,
AaHHble 00pasubl AOBOMbHO noxoxu. Cnegyet
3amMeTuTb, YTO 3a nocregHue Tpu roga B Npo-
uecce ONTMMM3auUnM YCIIOBUIA NPOBEAEHNSI CUH-
Te3a Hamu ObINo uccrnefoBaHo B 0O6OLLEN Criox-
HOoCcTU Oornee cTa pasnuuHbix obpasuyoe YA
HUKENs, MOMNyYeHHbIX aHanorMyHbIM CMocoboM.
BapbupoBanucek Takue napameTpbl, Kak COOT-
HOLLEHNE KOHLIEHTpAaLMIA peareHToB, MHTEHCUB-
HOCTb MepeMelLMBaHus, Temnepartypa, npucyT-
CTBME CTabunmsaTopoB 1 pag apyrux. MNpu atom,
obLiee BHellHee CXOACTBO npodunen gudpak-
LIMOHHBIX NUKOB AN 60MbLUMHCTBA MCCNeaoBaH-
HbIX Hamu o06pasuoB, Aaxe 6e3 nposedeHMs
NPELM3NOHHBIX M3MEPEHMI N CIOXHBIX pacye-
TOB, NO3BONSAET Mpefgnonarate, YTO U3MEHEHWE
BbIlLE MEPEYMCIIEHHBIX YCIMOBUM NpoOBeaeHNs
CVHTE3a He OYeHb CWUIMBbHO Cka3blBaeTCcs Ha Be-
nMynHe pasmMepoB OOpPa3yHLLMXCHA KpucTanu-
TOB.

Tabnuua 1

OCHOBHbIe yCINOBUS NPOBEAEHNSA CUHTE3A
npeacTaBneHHbIX o6pasyos YA Hukens

obpaserr NaOH, N,oH,, NiCl,, | TIAB
YAII MOJIB/JT | MOJB/JT | MOJB/JI
YT Ni-1 0,2 0,4 0,15 +
YT Ni-2 0,2 0,4 0,75 -
YT Ni-3 0,2 0,4 0,15 -
YT Ni-4 0,4 0,8 0,3 -

Bmecte ¢ Tem, dyHKUMM pacnpepeneHus
YyacTul, No pasmepam, NofyyYyeHHble Mo pesyrb-
Tatam MYP (pucyHok 2), Ans Bcex wuccriegye-
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MbIX 0OpasLOoB pe3ko OTAMYaKTCA OT (PYHKLMN
pacnpegenenuns no pasmepam OKP. lMpumeua-
TenbHo, YTo Ana obpasuos YOI Ni-1, 2, 3 nep-
Bbli MakCcMMym YHKUUW pacnpegeneHus no
pasMepamMm HaHO4YacTWUL, HEeMmnoxo coBnagaeT C
«KPUCTaNMUTHBIM» (pPUCYHOK 1, 2), 4TO NO3BOMS-
eT npegnonaratb, YTO MMEHHO OTAENbHbIE Ha-
HOKpPUCTaNNuTbl nexaT B OCHOBE AWCMEPCHON
CTPYKTYpbl AaHHbIX 06pa3uoB.

D) o. e

o VI Ni-1
VN Ni-2
VI Ni-3

002 -

001 -

0000 2‘0 40 SID EIO 100 1;20 140 160 18‘0 Id:nm
PucyHok 1. ®yHKuuK pacnpegeneHus no pasme-
pam KpuUcTannutoB, pacCYnTaHHbIe Mo NPOUNI0
andpakumoHHoro pednekca (111) gna Tpex
pa3nuyHbix obpasuoB Y1 Hukens

Duid) oe YO Ni-1
o YO Ni-2
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PucyHok 2. ®yHKUuKM pacnpegeneHuns no pasme-
pam 4YacTuy, paccyHnTaHHble No AaHHbIM MYP
ans Tex ke obpasuos YN Ni (dpyHKUMM HOpMU-
poOBaHbl HA MHTEHCMBHOCTb MEPBUYHOIO MyYKa,
nnowaam nog KpMBbIMU NPONOPLMOHANbHbI
Macce paccenBaloLLero BeLlecTsa B NePBUYHOM
ny4yke)

HeobblYHbIM MCKNIOYEHNEM SBRSieTCss 00-
pasey, BapuaHTa Ni-4 (pucyHok 3). B Takux ob6-
pasuax no gaHHbim MYP BooGule He ypaeTtcs
BbISIBUTb HEOOQHOPOLHOCTW, KOTOPbIE, COrMacHo
BbllE M3ITOXXEHHOMY MOrnmM Obl COOTBETCTBO-
BaTb oTAenbHbIM 6nokam OKP.

Kak BngHO 13 pucyHka 3, pacnpepeneHue
no pasMepaMm HaHo4vacTul B [aHHOM obpasue
(kpuBasi 2) HU4ero obLiero He UMeeT C pacrnpe-
OeneHnem no pasMepam KpuctannuTtoB (KpuBas
1). Mpwn aTom byHKUMS pacnpeneneHus no pas-
mepam OKP anst aaHHoro obpasua npakTu4ecku
He oTnnyaeTca oT dyHKUMI Ana obpasLos, no-
KasaHHbIX Ha pucyHke 1. Mo Bugumomy, obpas-
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ubl Ni-4 (B oTnu4me oT Tpex npeablaywmx Bapu-
aHTOB) cofepXaT MOJIbKO MOHOMUTHbIE NONu-
KpucTannuyeckme  KOHrnomepatbl,  CpeaHui
pasmep KOTOpbIX Ha NopsaoK Bonblue, Yem pas-
mep OKP n cocTtaBnsieT B cpegHem 60-80 HM.

Dy (d) oe

0.02 1

0.01 4

YAM Ni-4

0.00 T T T T T T :
0 20 40 60 80 100 120 140 160 180 (],nm

PucyHok 3. CpaBHeHWe pyHKLUUK pacnpegene-
Hus no pasmepaM OKP (kpuBas 1) ¢ doyHKLmen
pacnpegeneHus no pasmepamM HaHo4YacTuL,
(kpmBas 2) ansa obpasua Ni-4 (ona HarNagHoOCTU
KpvBas 2 npuBefeHa B gpyrom maclutabe no
ocu opauHarT)

HanpoTtus, obpaseu Ni-1, BepoATHO, co-
OEPXUT Haubonbllee KONMMYeCcTBO OTAENbHbIX
HaHOKPUCTaNNUTOB M3 BCEX PaCCMOTPEHHbIX
3gecb obpasuoB (pucyHOK 2, kpuBas 1), 4TO B
[aHHOM crnyyae, o4yeBMAHO, OObscHAeTcs [o-
OaBneHMemM MOBEPXHOCTHO-AKTUBHOIO CTabunu-
3aTopa B npouecce cuHTe3a. Habnwogaemble Ha
KPMBOW pacrnpefeneHuns nosiorne MakCUMymbl B
obnactn HaubonblMX pa3mMepoB Ansa obpasua
Ni-1 MOryT nMeTb arperaumoHHy0 Npupoay.

=

PucyHok 4. 3nekTpoHHO-MUKpocKonuyeckas ¢o-
Torpadgusi obpasua ynbTpagmMcnepcHOro NopoLL-
Ka HUKens, CMHTe3npoBaHHoro no tuny Ni-3
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[Mony4eHHble peHTreHorpaduyeckne OaH-
Hble HEMMOXO0 COrnacyrTCcsa C AaHHbIMU MO 3MekK-
TPOHHOW MUKpockonuu. Ha pucyHke 4 npusege-
Ha TunNnyHaa MukpodpoTorpacms HaHovacTuL
HUKens. Pasmepbl pbIXMbIX CKOMMEHWA COCTaB-
naT 150-200 HM, YTO COOTBETCTBYET BTOPOMY
LUMPOKOMY MakCMMyMy Ha (OyHKUMAX pacnpege-
fieHns No pa3mepamM HaHoyacTuL HUKens (pucy-
Hok 2, YOI Ni-3). Paamepbl HeogHOPOOHOCTEN,
COOTBETCTBYIOLLUX NEPBOMY MUKy DYHKLMIA pac-
npegenexHnsi, B CUny orpaHnYeHHbIX BO3MOXHO-
CTel pacTpOBOW 3NEKTPOHHOW MUKPOCKOMUM Ha
doTorpaduax sadukcmpoBaTb He yoaeTcs.

3AKNIOYEHUE

PeHTreHorpadmyeckoe onpegeneHve pas-
mMepoB OKP B HekoTopbix cryy4asx MoOxeT Aa-
BaTb COBEPLUEHHO HEBEpPHOE NpeacTaBrieHnE O
pasMepax HaHoyacTuy B cucteme (B paccmoT-
peHHOM Bebille cnydae ¢ obpasuom Ni-4 Benuun-
Hbl OTNMYalTCA Ha nopsaok) lMNpeacTaBneHHbIe
pe3ynbTaTbl HAarNsiAHO AEMOHCTPUPYOT adhdek-
TMBHOCTb, Ba&XHOCTb M HEO6XOOUMOCTb COBMeE-
CTHOTO WUCMOMb30BaHMS LMPOKOYIIOBOW U Maro-
yrnoson AMdpPakToOMeTpMM Mpu aHanuse Juc-
NepcHON CTPYKTYpbl NOA06HbLIX 06 HEKTOB.
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