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AHHOTAIUSA

Meronom in situ TudpakTOMETPUH CHHXPOTPOHHOTO H3JIY4EHHS! ONpeJIeNICHBI
ycioBus  00pa3oBaHHMsi MOHOAMCIIEPCHBIX (6 HM) HaHOYacTul cepedpa,
Opd  TEepMHYECKOM  pasnoxeHun  kapbokcmmatoB  C,H,, 10,Ag, rme
n =6, 8, 10, 12, 14, 16, 18, 22. Ot HaHOYAacTHLHI cepedpa 0OpasyoT
TpEeXMEpHbIe KOJUIOMIHBIE KpUCTAIBl ((OTOHHBIE KPHCTAJUIBI) C pasMepaMu
mopsinka 25 MkM Tomeko mpu n > 8. Crpykrypa o0O0Opa3zoBaBIIeToCs
TPEXMEPHOr0 KOJUIOWIHOTO KpUCTalla SBISETCS KyOMYecKOW TIpaHEeLeHT-
PHUPOBAaHHOH. DKCIEPUMEHTAIBHO YCTAaHOBICHBI TEMIIEpaTypsl 00pa3oBaHus U
JIMaIa30Hbl YCTOMYHNBOTO CYIIECTBOBAHMS STHX KPHUCTAIIIOB.

Synchrotron radiation diffraction in situ investigation
of formation of self-organized structure from silver nanoparticles
during silver carboxylates thermolysis

M.R. Sharafutdinov, B.B. Bokhonov
Institute of solid state chemistry and mechanochemistry SB RAS

B.P. Tolochko, V.M. Titov

Budker Institute of Nuclear Physics SB RAS
630090, Novosibirsk, Russia

Abstract

It was found the synthesis condition of monodisperse (6 nm) silver
nanoparticles (colloids) and their self-assembly by investigation with using in
situ synchrotron radiation diffraction during silver carboxylates C,H,,.10,Ag
(n=6,8, 10, 12, 14, 16, 18, 22) thermolysis. It was determined that silver
nanoparticles form 3D-structure (colloidal crystal or photonic crystal) by self-
assembly process only when n > 8 with size near 25 micrometers. It was found
that the structure of colloidal crystal has the face centered cubic crystal
structure. The temperature range of colloidal crystal stable existence was
determined.
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1. BBeaenue

OgHMM W3 TOPUOPUTETHBIX  HAMpPABICHUH  Pa3BUTUS  COBPEMEHHBIX
(yHIaMEHTABLHBIX M MPUKIAJIHBIX UCCIIEOBAaHHUHN SIBIISIETCS pa3paboTka (U3HKO-
XMMHYECKHX  OCHOB  TNONydYeHHsi HaHomarepuanoB. OcoOblii  mHTEpec
MIPEACTABISIOT IBYX- M TPEXMEPHBIE aHCAaMOJHM M3 HAaHOYACTHI, KOTOPHIE MOTYT
OBITH HCIIOJB30BaHbl KaK OCHOBAa (JOTOHHBIX MAaTEpHAIOB, B YCTPOHCTBax
OTITOAJIEKTPOHUKH, OMOCEHCOPaX M HOCHUTEIIX MH(POPMAIMH HOBOTO MOKOJICHHSI.
OpvH U3 cocoO0B MONYUYCHUS! TAKMX HAHOMATEpPHAIOB — CaMOOpTaHM3aIlMA U3
HaHouacTull. Pa3zpaboTaHo OO0NBIIOE KOJMYECTBO METOJNOB CHHTE3a HAHOYACTHUI]
METAUIOB, B TOM YHCJIE€ W3 OPraHWYEeCKUX COCOUHEHHH C Ppa3InIHBIMHU
(GYHKIMOHATBHBIMY Tpynnamu. OIHAKO MPOLECChl CaMOCOOPKH B MEPHOANYECKHIE
CTPYKTYpHI — TpexmepHble KojutonaHble kpuctainis! (TKK) — HemocpencTBeHHO BO
BpeMsl CHHTE3a HAHOYACTHUI] H3y4eHBl HenocTaToyHo. [loHMMaHHE CyTH 3THX
MIPOIIECCOB O0ECIIeunBaeTCsl HMCCIECAOBAaHUSIMH BIIMSIHUSL YCJIOBHI CHHTE3a Ha
CBOWCTBAa COEAMHEHWH, IUHAMHKHA CTPYKTYPHBIX, (a30BbIX IpeBpalleHHH,
MPOMCXOIIMX B Tporecce TBepAodasHOH XMMHUYECKOH peakiuu. Passurne
NIPEACTaBICHN 00 M3MEHEHMSX CTPYKTYPHl peareHTOB TpeOyeT ITOIydeHUs
JIOCTOBEpHON MH(pOpMAIMM O TpaHCHOPMAIMA XUMHUYECKHX COECTMHEHHH
HETIOCPEICTBEHHO B XOJ€ PEakKIny, T.€. in sifu. B mepByio odepenp, 3TO KacaeTcs
YCTAQHOBJIEHHS arperarHoro COCTOSHHS PEarupyrolUX BELIECTB, yCTAaHOBICHUS
(a30BOro cocraBa MPOMEXYTOUHBIX NMPOAYKTOB U IOCIEIOBATEINBHOCTH CTaaui,
4yepe3 KOTOpble UIET 00pa3oBaHHE KOHEYHOrO NMpOAyKTa. PeireHune Takux 3amady
JIOCTHTaeTCs C TOMOIIBI0 PEHTTEHOBCKOM AU(PaKTOMETPHU.

Panee nanHbie O (ha30BBIX NPEBPALCHUAX pPsila KapOOKCHIATOB cepedpa
C.H,.10,Ag (n = 6, 8, 10, 12, 14, 16, 18, 22) ObuTM OrpaHUYEHBI IO
TeMIepaTypHOMY, WM YIJIOBOMY AHMANa3OHy WM IO BPEMEHHOMY pa3pelIeHHIO
[1, 2]. OxcnepuMeHTanbHBIE BO3MOXHOCTH CTaHAAPTHBIX PEHTTEHOCTPYKTYPHBIX
METONOB  orpaHWueHsl. [losTomy MeTtomel in  situ  ‘TUQpPaAKTOMETPUH
CcUHXpOTpoHHOTO M3mydeHus: (CU), sBIAIOTCS OMHUMH M3 HEMHOTHX, B OOJBIIOHN
CTETICHH OTBEYAIOMINH BCEM IIEPEYMCICHHBIM TpPeOOBAHUSIM. YHHKAIbHBIE
cBoiictrBam CH — BbICOKass MHTEHCHBHOCTb, Maylasi PACXOJUMOCTh IydKa —
MO3BOJIWUIM  TIOTy4aTh HH(OPMALMIO O COCTOSIHUM  BEIIECTBA C BBICOKUM
BPEMEHHBIM Pa3peIIeHHEM HEIIOCPEICTBEHHO BO BPEMS XUMHUIECKOTO TpoLiecca.

Ienbto paboOTHI ABISUICS CHUHTE3 YHOPSAOUEHHOH 3-MEpHOM CTPYKTYpHl M3
MOHOJJMCIIEPCHBIX HAHOYACTHUI[ cepedpa IMpH TEPMUYECKOM PpA3JIOKEHUH €ro
KapOOKCHIIATOB M HMCCIICIOBaHHE €€ CBOIMCTB METOJaMu in situ TUPpPaKTOMETPUU
CHHXPOTPOHHOT'O U3ITyUYEeHHUS.



Jlns 1oCTIDKEHHS TIOCTaBIEHHON IIeJIH PeIlalich CIeAYyIOHUe 3a1aun:

e  pa3paboTKa HOBOH ammaparypsl U COBEpIICHCTBOBAHHE YKCIIEPUMEHTAITb-
HOMW CTaHIMU JUISl IPOBEICHUS in Situ TU(PPAKIMOHHBIX HCCIENTOBAHUN C
UCIIOJIb30BaHNEM CHHXPOTPOHHOTO U3ITyYeHHUS;

e ompeneneHue (a30BOr0 M CTPYKTYPHOTO COCTOSIHUSI —~ MaTpHUIbBI U3
MIPOXYKTOB paziokeHus KapOokcuiaroB cepedpa (KC) Bo Bpemst oOpa-
30BaHHS M POCTA YIOPSIOYCHHBIX HAHOCTPYKTYD;

®  YCTaHOBJCHHE BO3MOXHOCTH OOpa30BaHUs YIOPSAOYCHHBIX HaHO-
CTpyKTYp TipH paznoxeHnd KC B 3aBUCHMOCTH OT JUIMHBI YIJIEBOJO-
POZIHOH YacTH B €70 MOJIEKYJIE;

e onpeneleHHe CTPYKTYPHBIX XapaKTepHCTHK YIHOPSAMOYCHHOW HaHO-
CTPYKTYPBI;

e onpefereHHe TEMIEpPaTypHOro [Hala3oHa oOO0pa3oBaHMA U CyILECT-
BOBAHUSI YIOPSIOUYSHHBIX HAHOCTPYKTYP.

2. CTpyKTypa u cBoiicTBa KapOOKCHIATOB cepedpa

PaccmaTpuBaemble cOeMHEHHS TOMOJIOTHYHBI 110 CTPOSHHIO W B MHTEpBalle
temrepatyp a0 ~ 230 ‘C mpereprmeBatloT psn (Pa3oBBIX IEPEXOJOB, NPHYEM
NepBBIA U3 HUX HEOOpaTHM, a OCTaJbHBIE IPEICTAaBISIOT COOOM Tepexoabl M3
OJTHOTO XKHJKOKPHCTAJUINIECKOTO COCTOSHUS B Ipyroe. PaccMoTpena Bo3aMoxHas
CTPYKTypa MpPOMEXYTOUHBIX (a3. TOroM TepMHYECKOro pas3iioKeHHUs SIBISETCS
MeTaTMYecKoe cepedpo U MPOIYKTHI AECTPYKIHMH OPTaHUIECKOTO paankana. MiMu
SIBIIFOTCS.  OJHOMMEHHAs KHCJIOTa, OJe(pUH C YKOPOUYECHHOW WM YIBOCHHOU
JUIMHOM IeNM ¥ JApYyTue COCIUHEHHs. AHalW3 IOKa3al, 4TO XapaKTEPUCTHKU
MOTy4aeMbIX HAHOYACTHUI] 3aBUCAT OT METO/AA MX MOJYyYeHMs, MHOTHE M3 HHX
MPUBOAAT K 3HAUUTEIBHOMY pa30pocy 1o pa3MmepaM. PsmoM aBTOpoB yka3aHO Ha
00pa3oBaHUE YIOPSJOYCHHBIX CTPYKTYp TMPH IMOArOTOBKE OOpPAa3loB s
MIPOCBEYMBAIOIIEH 3JEKTPOHHOW MHUKPOCKOMHHU. SIpKMM HpUMEpOM MOA00HOMH
CTPYKTYpBl ~ SIBIISIIOTCS ~ ONAJONOAOOHBIE  KOJJIOMIHBIE  KPUCTAIBI M3
MOJIMCTHPONIBHBIX MHKpocdep. XoTd B KOJUIOMOHOM xumuu obOpazoBanme TKK
M3BECTHO IABHO, JUISI HAHOYACTHI] METAUIOB OHO OBUIO OOHApY)KEHO JIMIIb B
koHme 80-x TOmOB mpomuioro Beka. (OCHOBHBIM CIIOCOOOM  ITOJTyYEHUS
YIOPSAAOYEHHBIX CTPYKTYp SBIISICTCS CHHTE3 MOHOJMCIEPCHBIX HAHOYACTHII,
HampuMep, MeTtogoM bpycTa, M oOcakIeHHE MX W3 pacTBOPOB Ha IOAJIOXKKY.
Wznawansao mHTepec K KC ObIT 00YCIIOBIEH TE€M, YTO OHH SIBISIOTCS OCHOBOM
¢dororepmonposBisiemMbix MaTepuanos (OTIIM). B paborax [1-3] npeacraBiena
uHpopMaNUsl O CTaAUAHOCTH WX TPOSBICHUS M O BIWSIHUM J00aBOK U
TeMIepaTypbl TMPOSBICHUAS Ha MOPQOJIOrHI0 O0pPa3yIOIIMXCS YacTHIl cepedpa,
COCTaBJISIFOLIMX BHIMMOE H300paXKeHUE.



3. MeTtoanl uccjie10BaHUSA

Ucxonuapie KapOokcmiaTel cepeOpa OBUIM  CHHTE3WPOBAaHBl OOMEHHOI
peaxiueit Mexaxy AgNO; U HaTpHUeBBIMU COJIIMH COOTBETCTBYIOIIMX KHCIOT. 3a
HCKJIIOUYEHHEM CIEeLHAIBHBIX CIydaeB oOpas3lbl HarpeBajuCh B KIOBETaX U3
amoMuHneBod Qombru mim  kamwpigpax. OCHOBHBIM  9KCHEPHUMEHTAIBHBIM
METOJIOM SIBJIIACH JAU(PPAKTOMETPHST CHHXPOTpoHHOTO m3nmydeHus. CHU umeer
BBICOKYI0 MHTEHCHUBHOCTH, MAJIyI0 PACXOJMUMOCTH II0 BEPTHUKAIW, HENPEPBIBHBIN
CHEKTp B IIUPOKOM JMara3oHe JUIMH BOJH. [laHHbIe CBOICTBA BHITOHO OTIMYAIOT
€r0 OT M3IYYEHHs PEHTT€HOBCKUX TPyOOK, MMEIOIIEro HECKOJIbKO WHTEHCHBHBIX
XapaKTEePUCTUYECKHX JIMHUN Ha ()OHE TOPMO3HOTO CIIEKTpa W HAIlPaBIEHHOTO BO
BCE CTOpOHBL. JIM(pPaKIMOHHBIE WCCIEIOBAHUS IPOBEACHBI Ha HKCIIEPUMEH-
TanpHOM cTaHimmu «/ludpakunonHoe kuHO» Hakomwmrens BOIIII-3, UAD CO
PAH. Ona npemHa3HaueHa /s W3Y4YCHHS  TBepHO(A3HBIX  pEaKIHid
HETIOCPEJICTBEHHO B MPOIIECCE WX MPOTEKaHWA, T.e. in sifu. Jina 3Toro OBUIO
HeoOxoauMo: 1) — HMMeTh BBICOKYIO HMHTEHCHBHOCTh MaJaromero Ha olpaser
U3JIydeHnuss U 2) — coOupaTh Kak MOXHO OoJjblie MudparupoBaHHBIX (OTOHOB.
BeimonHenne mepBoro  TpeOOBaHWS  JOCTHTHYTO 33 CYET IPHUMEHEHUs
¢dokycupyromei onTukd. [lns peanmszanuM BTOPOW YacTH [0 pa3pelieHuo,
OBICTPONICHCTBHIO ¥  PETUCTPUPYEMOMY YIJIOBOMY JHWara3oHy HaumOolee
a7IeKBaTHBIM ObBUT PEHTTEHOBCKHUH OIHOKOOpHWUHATHBIA netektop OJ1-3,
nm3roroBieHHbrl Takke B MSAD CO AH. OcHoBaHHBI Ha MPONOPLHUOHAIBHON
KaMepe ¢ pa3pe3HbIM KaTomoM oH mMen 3328 kananos, 6onpmoi (~30°) auana3zon
YIJIOB PErucTpanuy Iu(parupoBaHHOTO M3Iy4eHHS IIPU BBICOKOH 3arpy304HON
crocobHocTH (1o 200 k[ HA ~ 0.5 yrmoBeIX TpamycoB). CoueTaHne STHX KadecTB
MO3BOJIWJIO  TIPOBECTH  IKCIIEPUMEHTHI, TIZle TpPeOOBAJIOCH OZHOBPEMEHHO
(UKCHPOBaTh COOBITUSI C BHICOKUMH 3arpy3kaMu (00acTb MalibIX YIJIOB) U B TO
K€ BpeMsl IPOCIENUTh 3a IIOBEJIEHHEM HEKOTOPHIX IHKOB KapOOKCHIIATOB B
paiione 20 ~ 20°. [lns meTekropa aBTOpaMu ObUTH pa3paboTaHbl HPOLEIYpHI
KaJIMOPOBKH, a TaKKe HalMCaHa MporpamMma Juisi 00padOTKH IKCIIEPUMEHTAIBHBIX
JTAaHHBIX. DJIEKTPOHHO-MUKPOCKOIIMYECKUE HCCIIETOBAHUS BBICOKOTO pa3pelleHHs
IIPOBEAEHBI Ha 311eKTpOHHOM MuKpockone JEM-2000FX.

4. ®a3zoBble NpeBpalleHNs] KAPOOKCHIATOB cepedpa

JlaHHBI pa3en TOCBAIIEH ONHMCAHUIO SKCHEPUMEHTANbHBIX [aHHBIX I10
nccien0BaHmIo (ha30BBIX MpeBpalieHni kapookcuiaros cepedpa C,H,, 10,Ag, Trie
n==6,38,10, 12, 14, 16, 18, 22 u nonxy4eHUIO HAHOYACTHI] U3 HUX B MpOIECCE
TepMuueckoro pasznoxeHus. CoeauHeHnss OBUIM  HAarpeTbl B JAWAla3oOHE
TemnepaTyp or komHaTHOM 1m0 350 °C co ckopoctero 5 — 10 °C B MmHYyTY.
Jwunamuka audpakTorpamMm, B 4YacTHOCTH, it creapaTta cepebpa CigH;sO,Ag
NIpUBEACHA Ha puc. 1.



WHTeHCMBHOCTL

26. an

Puc. 1. udpakrorpammel creapara cepebpa MpH pasiHYHBIX TEMIEpaTypax B
001acTH MaJIbIX YIJIOB.

Jlns HarmsAHOCTH MpHUBECH Auamna3oH yriioB 10 260 ~ 6°. Ludpamu 001, 002,
003 o6o3HayeHbI cCiOeBBIe pediekcsl HCXoaHON comu. Kak uw B paborax
MPeIbIAYIIMX HccienoBaTeneit [3], HaOmomancs psa (Ga3oBBIX IEPEXOIOB IMPH
122, 147, 157 u 185 °C. VHTEepecHO OTMETHTB, YTO BO BpeMs CYIIECTBOBAHUS
KHUJKOKPUCTAJUTMUECKUX (a3 COBEPIIEHCTBO CTPYKTYpPHl BO3pacTaio. OTo
MPOSIBUJIOCH B Y3KHX IHKaX MPOMEXYTOUHBIX (pa3 M 3HAYNTEIHLHOM CHIDKCHUHU
(oHa B 00J1aCTH MaJbIX YIJIOB.

[To Mepe TOBBIMICHHS TEMIEPATypbl NHKH KPHUCTALIMYECKOH CTPYKTYPEHI
MPOMEKYTOUHBIX (a3 MCUE3NH COBCEM, BO3POCIAa WHTCHCHBHOCTH MaJIOYIJIOBOTO
paccestaus. Ilpu 7 ~ 230 °C mosiBMiICS M OBICTPO BBIPOC MHTEHCHBHBIM NHK B
paiione 20 ~ 1.5°. JanpHEWIMHA pOCT TEMIEpaTyphl MPHBEN K MAJCHUIO €ro
WHTCHCUBHOCTH U (haKTHUeCcKoMy mcuye3HoBeHHo mpH 275 °C. B ucciemoBaHHOM
psiny KapOOKCHIIATOB IOSIBIICHUE MTUKA B 00JIACTH MaJIbIX YIJIOB OBLIO OOHAPYKEHO
Ut 1> 8, ISl COEAMHEHUs ¢ n = 6 HaOIIOJaCh TONBKO (pa3oBbIe MEPEXObl, IS
n =38 — YBEJIMYCHUC HHTCHCUBHOCTHU MaJIOYTJIOBOTO paCCEAHHsA, CBUACTCIIb-
cTBYyIOIIEe 00 00pa30BaHNM MOJIUIUCIIEPCHBIX HAHOYACTHII.

DKCIEepUMEHTHI 110 HCCIIEIOBAaHHIO TTOBEJCHUS MUKOB cepedpa B OONBIINX
yriaax ObUIM TPOBENEHBl NPU OAWHAKOBOH CKOPOCTH HarpeBa, HO B JPyroM
TIOJIOXKEHUHU JIETEKTOPa, TIOCKOJIbKY MEPBBIil MUK cepedpa Haxomurest mpu 20 ~ 37°.
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Junamuka mudpakrorpamMmm s jaypara cepedbpa Ci,Hp30,Ag mnpuBeaeHa Ha
puc. 2.
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Puc. 2,a. /lunamuka audpakrorpaMM IpH Harpese jaypara cepedpa B o0iactu
MasnbIX yIJIOB.
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Puc. 2,6. /lunamuka nudpakrorpaMM IpU Harpese Jaypara cepeOpa B 00JacTh
OOJIBIINX YTIJIOB.
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CpaBHeHHE JaHHBIX TPU OJMHAKOBOW TeMIlepaType IOoKa3ajo, YTO BMECTE C
IMMKOM B MaJIbIX yrjlaX MOABUJIHMCH TAaKKE W HIUPOKHUC IMUKU METAIIUYCCKOTO
cepebpa, XapakTepHble [UIi HaHOpPa3MEpHBIX dYacTul. PocT Ttemmeparypbl
NPUBOAMI K YMEHBIICHWIO HWHTEHCUBHOCTH MAaJIOYTJIOBOTO TIMKa, PE3KO
YMEHbIIAIaCh ¥ INUPUHA NHKOB cepedpa B CperHHMX yrilaXx. Takoe HoBeaeHHE
CBSI3aHO C YBEIHYCHHEM O0NACTell KOTEPEHTHOTO PacCesHUs, T.€. YKPYIMHECHHEM
HAaHOYACTUII B MAacCCHBHBIH oOpasen (puc. 3). DKCIEpHMEHTHl C HarpeBOM
KapOOKCHJIATOB B OTKPBITOH KIOBETE IIOKA3ald, 4YTO eme OO0 HX MOJHOTOo
pa3pylleHusT TOSIBISUIMCh MUKW METaUIM4ecKoro cepedpa B OONBIINX yIJax,
OBICTPO YMEHBIIATACh WX INUPHHA M POCIA MHTEHCUBHOCTb. JTO, MO-BUANMOMY,
CBSI3aHO C YHAJICHHWEM IPOIYKTOB Pa3JIOKEHUS KapOOKCHIATOB, BBITONHABIINX
pOJb 3aIIUTHBIX O000JOYEeK M, TakuM oOpa3oM, OOpa30BaHMEM MAaCCHBHOTO

oOpasiia.
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Puc. 3. 3aBucumocTh pazmepa 9acTHIl cepedpa OT TeMIepaTypehl.

Korma nmpu HarpeBe creapara cepebpa MHTCHCHBHOCTh ITHKA B MaJbIX yIJax
JIOCTUTIIa MaKCHMAJIbHOTO 3HAa4eHHs1, oOpa3zer] ObicTpo oxmaamian. YacTs obpasma
pactBopwin B rekcane. Ontudeckuil cmextp (puc. 4) UMeNn XapaKTEepHYIO s
HAHOYACTHUI] cepedpa MOJOCy IOTJIOIIECHUS, OOYCIOBICHHYIO MOBEPXHOCTHBIM
IUIa3MEHHBIM ~ pe3oHaHcoM. OrnpeaeneHre MaKpOKOMIIOHEHTOB — IPOJYKTOB
TepMoJHM3a ObUIO TMPOBENeHO Ha Jpyrod dactu meronoM HK-crekTpockomuw.
[Toy4eHHBIH CIEKTp MPAaKTHYECKU TIOJIHOCTHIO COBITAJI CO CIIEKTPOM CTEapHHOBOM
KHCJIOTHI.

Jlna cpaBHeHus nmpuBeAeHBI AaHHbIe 1O HarpeBy IuleHOk DTIIM Ha ocHOBe
mupucrata (Ci4H,70,Ag), Oerenara (C,,Hy30,Ag) cepebpa. OOGHapyxeHO, 4TO
WHTEHCHUBHBII POCT MAaJOYIJIOBOTO pacCesiHWs HadWHaJCS NpH Ooyiee HHU3KHX
TEMIIEpaTypax, COMPOBOXKIAICS OJHOBPEMEHHBIM CHIDKEHHEM HWHTCHCHBHOCTH
IMUKOB HCXOMHBIX KapOokcminaroB. OOpa3oBaHHMsI THKa B MalbIX yIilax He
MIPOHUCXOIUIIO.
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Puc. 4. CriekTp mormoleHus IpoAyKTOB pa3iioxkeHus creapara cepedpa mpu 250 °C.

5. O0pa3oBaHue U XapaKTePUCTHKH KOJJIONIHBIX KPHCTAJJIOB

OO6pa3zer, «3aMOPO>KEHHBIN» B COCTOSHHUH, KOT/Ia HAOIFOJANICSl MaJOyTIIOBOU IHK,
0e3 MPOMEKYTOUHBIX PACTBOPEHHUN OBLI HMCCIIEAOBAH C MOMOIIBIO JIEKTPOHHOTO
Mukpockomna. BPOM-doTorpadust mpusenena Ha puc. 5. Takum 00pa3oM, MOKHO
YTBEpP)KAaTh, YTO MUK B OONAacCTM MaiblX VYIJIOB SIBJISAETCS IIMKOM OT
YIOPSZIOYEHHOW CTPYKTYphl M3 HaHOYacTHIl cepedpa. PacrosiokeHue wyacTwil,
MMOKa3aHHOE Ha PHUC. S5, XapakTepHO Kak I TeKCaroHadbHOH, Tak M JUIs
KyOM4ecKol ymakoBku. Jlmamerp dacTuil coctaBimi ~ 60 A, a pacCTOSHHE MEXKTY
nentpamu — ~ 80 A. CpaBHCHHE 3KCIEPUMEHTAIBHBIX JAHHBIX U PACCUYMTAHHBIX
JUTSL HAHOYACTHII TuaMeTpoM 60 A, cocrasisiromiux 'K ctpykrypy ¢ mapamerpom
staeiiku 98 A, moka3zaHHOE Ha puc. 6, CAENao BEIOOP B MONB3Y KyOUYECKOM.

Puc. 5. BPOM-dotorpadust ynopsiioueHHON CTPYKTYpbl M3 HAHOUACTHI] cepedpa.
9
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Puc. 6. DkcnepuMeHTanbHas U pacyeTHas AUQpaKkTOrpaMMBl 171 yHOPSAI0YEHHOM
CTPYKTYpHI ¢ pemmeTkoit [IK u mapameTpoM pereTku a = 98 A.

TpexmepHbIe yOpsIIOYEHHBIE CTPYKTYPBI M3 YaCTHIl U3BECTHBI JaBHO. Oman
— HauOoJee U3BECTHBII MpHMeEp MOJ00HOH camoopraHu3zanuu. B HeM cdepsl u3
OKCHJIa KpPEMHUsI THaMETPOM HECKOJBbKO COTEH HAHOMETPOB TaKke 00pasyroT
'K cTpykTypy, Ha3BaHHYIO (POTOHHBIM KPHUCTAIIIIOM.

Kax u uctunnsle kpuctamisl, TKK Taxke MMeEOT HeCOBEpIIEHCTBAa CBOEH
CTPYKTYPBI, IeheKTHl U APYTUe CBOWCTBA.

OpHUM W3 OYEBHMIHBIX YCIOBHH 00pa3oBaHMS KOJJIOMIHOTO KpHUCTaiIa
SIBIIIETCSI MOHOJMCIIEPCHOCT HAHOYACTHUI] B ClIydae, €CIM OHM OJHOrO THIIA.
VY30cTh pacnpeneseHus o pa3Mepy MOXKET OBITh oOecriedeHa B TOM Cirydae, Koria
CKOPOCTh 00pa30BaHMs 3apOJBIIIEH HAHOYACTHI] MPEBBIINIAET CKOPOCTh UX POCTA.
Wuruburopamm pocrta MOTYT CHOyXHTh Monekynsl [IAB, B wactHOCTH,
o0pa3zyromiascs B IIPOLECCE PA3I0KEHN KapOOKCHIATOB OJJHOMMEHHAS! KHCIIOTA.

IIpakTrdeckn BaXHBIMHM SBISUINCH YCJIOBHSL CHHTE3a, TEMIIEpaTypHas
CTaOMJIBHOCTh M JIMAIla30H TeMIeparyp cyllecTBoBaHHs. Kak yxe oTMeualocs,
NpU  TPAIMIUOHHOW JU(PPAKTOMETPUU C OTKPBITOH KIOBETOH HAHOYACTHIIBI
cepebpa He oOpaszoBbiBasuCh, He (opmupoBanuce 1 TKK. 3a temmeparypy ux
o0OpazoBaHUs NpHHATAa TeMIepaTypa BO3HMKHOBEHHs IMKa B MalbIX yriax. B
YCIIOBUSIX 3aKPBITOH CHCTEMBI — KIOBETHI U3 ()ONIBI'M — U cKopocTH Harpesa 10 °C B
MHUHYTY, ObIIM YCTaHOBJIEHBI CJEIYIOIINE TeMIepaTypbl CyIIECTBOBAHHS YIOPS-
JIOYEHHOH CTPYKTYphI: st 6ereHara — 210 — 260 °C; creapara — 225 — 275 °C;
nmanmpmutatra — 205 — 250 °C; mmpucrata — 220 — 290 °C; maypara —
205 — 280 °C; kampmaata — 240 — 290 °C. Ilpu H30TEpMHUYECKOM HarpeBe
HaHOCTPYKTYpPBl ~OCTaBaJINCh CTAaOMIBHBIMH B TpefeNax TeMIepaTypHOTO
JIuana3oHa CyIIeCTBOBaHWA. VX paspylleHHe C NOBBIIEHHMEM TEMIEpPaTyphl
CBSI3aHO, HAJO0 ToJIaraTh, C YJaJCHUEM 3alIMTHOH OO0OJIOYKM M3 IPOAYKTOB
pa3I0oKeHus KapOOKCUIIaTOB.

10



BrimonHeHa cepusi SKCIEPUMEHTOB ISl OICHKH MaciiTaba paaualiiOHHBIX
noBpexnennii B KC, a Takxke Ha mporecc obpaszoanus TKK. Ilokazano, yro
oOpazyromuecs: 1eeKThl He BIHSIOT CYIIECTBEHHBIM 00pa3oM HHM Ha CTPYKTYpY
KC nu Ha npouecc o6pazosanust TKK.

6. BniBoabI

1. IIpoBeneHa MojepHU3aLUs IKCIEPUMEHTAIbHON YCTaHOBKM Ha KaHane CU
BOIIII-3 «/IudhpakiiMOHHOE KHHOY», TMO3BOJHBINAS OCYIICCTBISTH PETHCTpa-
nuio audpakTorpaMM B 001aCTH MajbIX yIIIOB, HaunHAas ¢ 2theta = 0.1 rpag.

2. Metonom in situ TuHPaKTOMETPUH CHHXPOTPOHHOTO U3ITyYEHHS OMpPEICIICHBI
YCITOBHS 00pa3oBaHUsI ~ MOHOIUCIIEPCHBIX HAHOYACTHI[  cepedpa,
00pa3yroLMXCs MPU TEPMUIECKOM PA3IOKEHUH KapOOKCHUIIATOB cepedpa;

3. Merogom in  situ  OUQPAKTOMETPUM  CHHXPOTPOHHOTO  M3Iy4EHHSA
YCTAQHOBJIEHO, YTO TPH TEPMHYECKOM pa3I0KEHHH psiia KapOOKCHIATOB
cepedpa C,H,,10,Ag, tne n = 6, 8, 10, 12, 14, 16, 18, 22, obpa3yromuecs
HaHOpa3MEpHbIE 4YaCTHIBI cepedpa YNOPSJOYEHbl B  IEPUOAMYECKYIO
CTPYKTYPY, T.€. 00pa3yIOT TpeXMEPHBIH KOJUIOUAHBIA KpUCTaJLT TpH 1 > 8.

4. DOKCHepUMEHTAIBHO yCTAHOBJIECHO, YTO A (DOPMHUPOBAHUS YHOPSIOUESHHBIX
CTPYKTYp HEOOXOIUMO HPOBOIHTH PA3IOKEHHE KapOOKCHIIATOB B CHCTEME,
UCKITIOYAIOIIeH yHaleHne MPOIyKTOB, 00ECIICUHBAIOIINX HU30JISLHI0 HHIUBH-
JyaJlbHBIX HAHOYACTHUIl OT KOHTAKTOB APYT C APYTOM.

5. VYcraHOBIIEHO, YTO CTPYKTypa 00pa30BaBIIEroCsl TPEXMEPHOTO KOJUIOMIHOTO
KpHCTaJUIa SIBISIETCS KyOMIecKO TpaHeleHTPHPOBAHHOM.

6. OKCHeprMEHTAIFHO YCTAHOBIICHBI TEMIIEpaTyphl 00pa3oBaHUs M JUAITa30HBI
YCTONUUBOIO CYLIECTBOBaHMS YNIOPSAJOYEHHBIX HAHOCTPYKTYP.
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