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C ITOMOIIBIO0 OPUTMHAIBLHON YCTAHOBKY ISl in Sifu KPUCTAIN3ALUN TTOJIyY4eHbl MOHOKPUCTAJIIBI TETPa-
MeTokcucuinana (1), aBsgionerocs XXuaKoCThIo TPy KOMHATHOM TeMiiepatype. MccnenoBanue I meTogom
PCA mipu nByx pasnbix teMneparypax (CIF files CCDC Ne 2006156 u 2006157 mst 150 u 200 K cooTBeT-
CTBEHHO) ITO3BOJIMJIO OGHAPYKUTH Y JAHHOTO COENMHEHMS (ha30BbIii IIEPEXOI, COIPOBOXIAIOLINIACS pasy-
MOPSIHOYEHUEM METOKCUTPYIIIT. PaspaGoTaHHasl yCTAHOBKA, OTJIMYAIONIAsCI OT KOMMEPYECKMX aHaJIOroB
HEOOBIYaHO HU3KOM CTOUMOCTBIO ¥ BO3MOXHOCTBIO MOAM(UKALIMKA BCEX COCTABHBIX YaCTEM, OTKPBIBAET
IIMPOKKE BO3MOXHOCTH POCTA KPHCTAIOB HEMOCPEACTBEHHO Ha AU(MPAKTOMETPE ISl OMpeneaeHuUs
CTPYKTYPHI Pa3IMYHBIX 3JIEMEHTOOPIaHMYECKHX COEIMHEHMIA 1, BO3MOXHO, KOMIUIEKCOB METAJLJIOB, HAXO-
JSIIMXCS B XKUIKOM MJIN JaXKe ra3000pa3HOM COCTOSIHUM.

Kntoueswie croea: BsI3KMe XUIKOCTY, 30HHAS TIIaBKa, opraHocuiianbl, PCA, pocT KpHucTaioB, ¢ha30BbIii
Mepexo, 3JIeMEHTOOPTaHUUECKUE COSTUHEHUS, in Situ KpUCTALIA3ALIUS

DOI: 10.31857/50132344X21010060

PeHTreHOCTPYKTYpPHBII aHAJIM3 SBJISIETCS OCHOB-
HBIM METOJOM ONpEIe/IEHUSI CTPYKTYPhl HOBBIX XU-
MUYECKUX COCNUHEHWN MPU HAJTUIUM IJIST HUX MO-
HOKpHUCTAJIJIOB TTogxoasinero kadectsa [1]. K coxa-
JICHUIO, JaHHOE TpeOoBaHWE OOBIYHO HEBBITOJHUMO
IUIST COeOMHEHWI, IPEACTaB/ISTIONINX COO0OM KMIKO-
CTHU TIpM KOMHATHOM TeMmmiepaTtype. M3-3a BhICOKOM
MOJIEKYJISIPHOT MOABUXXHOCTH, OMNpEAeasioleil nux
HU3KHE 0apbephl BpallleHNsI BOKPYT CBs13eii 1 nedop-
MAaIlu¥ BaJICHTHBIX YTJIOB [2], ¥ OTCYTCTBUS ITPOYHBIX
MEXMOJICKYISIPHBIX B3aUMOJICHICTBUI TaKue COear-
HEeHMSI KPUCTAJUIM3YIOTCSI IPU HU3KOIl TeMIlepaType
¢ 00pa3oBaHNEM PHIXJION KPUCTAIUIMIECKOMN YIIaKOB-
KU C YaCTUYHBIM pa3yInopsiioueHeM OTASIbHBIX MO-
JIEKYJISIpHBIX (pparMeHTOB [3—5]. B pe3ynbraTe mony-
yaemple 1J1s1 HuX ganHbeie PCA 3adacTtyro cTpanaroT oT
MOTPEITHOCTE SKCIIEPUMEHTA, B TIEPBYIO oUepeb, —
HU3KOM MOJHOTHI MACCUBBI M1 TOYHOCTHU OIIpeiesie-
HHS TEOMETPUYSCKUX ITapaMeTpoB [3, 4].

HMmeromuecs B IMTepatype IpUMepbl PpEHTIeHO-
InGPaKIIMOHHBIX MCCICIOBAHUN BEIIECTB, SIBIISIIO-
IIUXCS KUIKOCTSIMHM MPU KOMHATHOI TeMItepaType
[5—8], xak mpaBMJIO, TTOCBINICHBI OPraHUYECKNM CO-
eauHeHUsIM. [IpUYrHOM 3TOMY MOTYT OBITh TPYIHO-
ctu [9], cBI3aHHBIE C OYMCTKOM 3JIeMEHTOOpPTaHNYE-
CKUX COCAVHEHUI U KOMILIEKCOB METAJLJIOB OT P~
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Meceii, X 9yBCTBUTEIBHOCTBIO K BJIare U KMCJIOPOLY
BO31yXa, a TakKXe uX OoJiee BbICOKAsSI BSI3KOCTb, 3a-
METHO OCJOXHSIOIIAas IIPOLIECC KPpUCTAIU3allN.
OIHUM U3 TaKMX KJIACCOB COCIAMHEHWI SIBJSIOTCS
MPOCThIEe OpraHOCUJIaHbI U CUIOKCaHHI [10], mupoko
IIpUMEHSIEMbIE B IIPOMBIIIIICHHOCTA U MEOUIIMHE B
KadyeCcTBE MHEPTHBIX 3aTyCTUTENIei, Tmapodoon3aTo-
poB u cMazouyHbix MarepuaioB [10]. K coxaneHuro,
IIpY KOMHATHOM TeMIepaType OHU SIBJISIFOTCS BSI3KU -
M Xuakoctsmu [10], 9To pensaTcTByeT yCTaHOBIIC-
HUIO UX CTPYKTYpbl MeTonoM PCA u B pe3ynbTaTte —
OINpeIelICHNUIO IMUPOKOTO CHEKTpa MX (PU3MKO-XU-
MIYeCKUX cBoucTB [11].

Penrenuem maHHO#M IIpo0IeMBI MOXET OBITH POCT
KPUCTAJIJIOB TaKUX COEAMHEHWIl HEINOCPeICTBEHHO
Ha PEHTreHOBCKOM mudpakTomeTrpe [4], KOTOpBIid
MpeanosjaraeT ux oxXJaxKaeHue—HarpeBaHue IpU I10-
MOIIY CTIeIIUATBbHBIX YCTAHOBOK JIJISI 30HHOM MJIaBKU
[5, 12]. HaunHast ¢ TMOHEPCKUX pabOT 1O ix Situ KpU-
cTayIM3aly 6eH30J1a M MuKJIorekcana [13, 14], mo-
JMOOHBIM TMOAXOM TO3BOJISLI HE TOJBKO OIPEnesiTh
KPUCTAJUIMYECKOE CTpOEHHUE XUIKocTeil [4], HO u
CJICINTH 3a XOJIOM peakluii [5], a Takke M3y4yaTb caMm
npoluecc Kpuctayuiuzauuu [12]. st aToro ucciemy-
€MO€ COEIMHEHME B XUIKOM COCTOSIHUHU ITOMEIIaIn
B CTEKJISIHHbIN KaITWJLISP, KOTOPbIA yCTAaHABJIMBAJIU Ha
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Puc. 1. l'oHnoMeTrpryeckas roJioBka (a) M ee ycTaHOBKa Ha peHTTeHOBCKOM nudpakromerpe (0).

CTICIINAIbHYI0O TOHMOMETPUUYECKYIO TOJIOBKY, CHabO-
JKeHHYIO HAaIIPaBJIIOMINM CTOJTMKOM W HaXOISIITYO-
csl HETIOCPEICTBEHHO Ha pEHTTeHOBCKOM MTH(MPaKTO-
metpe [4].

Panee MBI ycIieTHO OCYIIECTBWIWN Iin Sifu KpU-
CTAUTA3ALUIO XUIKOTO TUMETWIINMETOKCUCUIAHA
[15] ¢ moMoIbI0 pa3pabOTaHHOI HAMM OPUTWHAJIb-
HOM YCTAaHOBKM IJIS ik Sifu pOCTAa KPUCTAJIOB, OTJIN-
Jarolelcss OT CBOEro KOMMEPYECKOTO aHajiora
OHCD (Optical Heating and Crystallization Device)
[16] 3ameTHO 60JTee HU3KOI CTOMMOCTBIO U BO3MOXK-
HOCTBIO OMNEpaTUBHONW MoaupUKalMM BCEX €€ CO-
CTaBHBIX YaCTEN.

B Hacrosiieii pabote aHAJTOTMYHBIM 00Pa30M Mbl
MOJYYWUJIM MOHOKPUCTAJLIBI TepaMeToKcucuiiaHa (I).
CrpoeHue maHHOTO coequHeHu s [ 17] ObLIO yCTaHOB-
JieHo B xone PCA mnpu nByx pasHbIX TeMIlepaTypax
(150 1 200 K), 9yTo mo3BOIMIO OOHAPYXUTh B €ro
KpucTtajijie (ha30BbIil epexo, CONMPOBOXKAAIOIIUIACS
pasyrnopsitoueHueM METOKCUJIbHBIX TPYTITI.

KOOPOAMHALIMOHHAA XUMUA  TtomM 47 Ne 1

BKCINEPUMEHTAJIbHAA YACTb

B pabGoTe ucnonb3oBaiu KUIKUI TETPaMETOKCH -
cunan (Sigma-Aldrich) 6e3 m1OomOJHUTEIBHON OUYMUCT-
k1. COOTBETCTBYIOIIME MOHOKPUCTAILJIBI, KaYeCTBO
KOTOPBIX OBbIJIO MPUTOAHBIM [IJISI UX TTOCJIEIYIOIIEro
PCA, nonydyanm MeTogoM 30HHON IIJIaBKM C ITOMO-
IIbI0 pa3pabOTaHHOW HaMW YCTAaHOBKW IS in Situ
KpucTtaymm3anuu (puc. 1). OHa BKiioyaeT B cebsi To-
HUOMETPUYECKYIO TOJIOBKY /IS pPEHTTEHOBCKOTO U -
¢dpakToMeTpa, CKOHCTPYUPOBAHHYIO U3 AOCTYIHBIX
KOMITOHEHTOB, C BO3MOXHOCTbIO CHSITUSI HATIpaBJIsi-
IOIIETO CTOJIMKA. YKa3aHHasi KOHCTPYKTUBHAs OCO-
OEHHOCTh TOHMOMETPUYECKOI ToJIOBKM (puc. 1) 1103-
BOJISIET OPUEHTUPOBATh KaNWJJISAp, 3aIllOJHEHHbBIN
HCClielyeMbIM BEIIECTBOM, O]l pa3HBIMU YIJIaMU T10
OTHOIIIEHUIO K CTOJIMKY M TIOTOKY a30Ta, BbIXOASIIEe-
MY 13 cOIlIa HU3KOTeMIepaTypHoii nmpuctaBku. [1pu
5TOM yJIaeTCs JOOUTHCS CYIIIECTBEHHOTO YBEJIMYEHUS
JIarna3oHa yrjioB CKAHUPOBAHUS B XOIe PEHTTEeHO-
IU(PaKIIMOHHOIO 9KCHNEPUMEHTa, YTO HEOOXOIUMO
JUJ1s1 cOOpa COOTBETCTBYIOIIUX JAHHBIX C BHICOKOI U3-
OBITOYHOCTBIO.

IMocie moydeHus MOHOKPUCTAJIA UCCIIEAyeMO-
ro BellleCTBa METOIOM 30HHO TIJIABKU B KaITUJLISIPE,
MOMEIIEHHOM Ha TOHMOMETPUYECKYIO TOJIOBKY, OTle-
paTop Ha mepCOHATIBLHOM KOMIBIOTEPE BBOIUT BCE HE-
00XOIMMBIE TTapaMeTPHI B CITCIINAIBHO pa3paboTaHHYIO
porpaMmy, o0pabaThIBaIOLIYIO MOJIy4eHHbIE JaHHbIC
Y OTHPABJISIONIYIO X MUKPOKOHTpOJuIiepy Arduino 1o
TIPOTOKOJTY OECITPOBOIHBIX IIEPCOHAIIBHBIX ceTeil Blue-
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Tab6auma 1. OcHOBHbBIE KpUcTaIorpaduyeckue faHHble U nmapaMmeTpbl yrouHeHus I mpu 150 u 200 K

ITapametp 3HayeHue
Temnepatypa 150 K 200 K
BpyrTo-dopmyna C4H,0,Si C4H,0,Si
M 152.23 152.23
T, K 150 200
CuHroHUus MoHoxJIMHHas MoHOKJIMHHas
IIp. rp. P2/n C2/c
V4 4 4
a, A 11.4881(12) 13.039(3)
b, A 5.8655(6) 5.9999(18)
e, A 12.7824(12) 11.852(3)
o, Tpan 90 90
B, rpan 116.249(3) 116.476(9)
Y, Tpan 90 90
v, A3 772.50(14) 830.0(4)
p(BBIU.), T cM ™3 1.309 1.218
u, cm~! 2.56 2.38
F(000) 328 328
20,25, TPAI 52 52
Yucio UBMEpPEHHBIX OTpaXkKeHU I 4662 2358
Yucio He3aBUCUMBIX OTpaxkeHUi (R;,) 1613 787
Yucio orpaxkenuii ¢ I > 26([) 1438 673
KonmdaecTBo yTouHsIEMBIX ITapaMeTPOB 88 44
R, wRy (I >206(1)) 0.0333, 0.0885 0.1700, 0.5017
R, wR, (Bce JaHHBbIE) 0.0371, 0.0912 0.1766, 0.5147
GOOF 1.072 2.511
APinas/APinin: € A~ 0.276/—0.262 0.788/-0.781

tooth. MuxkpoxkoHTposiep Arduino reHeprpyeT yIpasn-
JISIIOIIME MMITYJIbChl, COO0IIasi ApaliBepy I1aroBoro
JIBUTATEJIS YCTAHOBKM Ha KaKOM YroJj, ¢ KaKOW CKO-
pPOCTBIO U B KaKOM HaIlpaBJIeHWU BpalllaTb MOTOP.
[paiiBep ynpaBisieT MOTOPOM, Clieysl TTIOJydeHHbIM
MHCTpYKIUSIM. Takasi rnmocjienoBareibHOCTb Tiepena-
YU JAHHBIX U OTCYTCTBUE 3aBUCUMOCTEN MEXKITYy KOM-
MOHEHTaMU TO3BOJISIET HE TOJIbKO AWCTAHLIMOHHO
VIIPABJISATh pa3pabOTaHHON HAMU YCTAHOBKOM IS in Situ
pocTa KpUCTAJJIOB, HO U 3aMEHSITh €€ OTIIeJIbHbIE CO-
cTaBjsone “Ha Jiety” 6e3 pucka BO3HUKHOBEHUS
HEeMnoJaa0K.

PCA MmoHOKpucTauia I mpoBeieH Ipu TeMIiepary-
pax 150 m 200 K Ha nudpakromerpe Bruker APEX2
CCD (MoKo-uznydeHue, rpadpuToOBbII MOHOXpOMA-
TOp, W-cKanupoBaHue). Ctpykrypa I pacimmdpona-
Ha ¢ ucnoab3oBaHueM mporpaMMbl ShelXT [18] m
yTouHeHa B ToaHoMmaTtpuyHoM MHK ¢ momoisio
mporpammbl Olex2 [19] B aHU30TPOITHOM TIPUOIMKE-

2
HuM 1o F,,;. [lonoxeHus: aTOMOB BOAOPOJa paccum-

KOOPAMHALIMOHHAA XUMMUA

TBIBAJIM TE€OMETPUYECKM U YTOYHSUIA UX B U30TPOII-
HOM MOPUOJIVKEHUU 110 MoJeu Hae3gHuKa. OCHOB-
HbIe KpUCTajuiorpaduyecKie JaHHbIe U MapaMeTphl
YTOYHEHMSI IS coenrHeHys I mpencrasieHbl B Ta0IT. 1.

CTpyKTypHbIe mapaMeTphl il | menoHupoBaHbI B
KemOpumkxckoM ©0aHKe CTPYKTYPHBIX JaHHBIX
(Ne 2006156 n 2006157 mna 150 u 200 K coorBert-
CTBeHHO; http://www.ccdc.cam.ac.uk/).

PE3VJIBTATBI 1 X OBCYXIEHHUE

MoHOKpUCTaT NOAXOISIIET0o KayecTBa A1 KOM-
MepuecKH nocTynHoro (Sigma-Aldrich) TeTpameTok-
cucuiaHa I, npenctapiasioniero co0oii BI3KyI0 XU~
KOCTh IIpU KOMHATHOM TeMIeparype, HaM yaajioch
MOJIYYUTh TOJBKO MOCJIe HECKOJIbKUX MOMBITOK €ro in
Situ KpUCTA/UIM3allMU B CTEKJISIHHOM KaluJjisipe Me-
TOJOM 30HHOI TU1aBKU B Aramna3oHe 150—200 K. ITpu
9TOM KJIIOUEBBIM TapaMeTpoM oOKa3ajlach CKOPOCTb
OXJIAXJIEHUSI—HArpeBaHUsl Kamnujuisgpa, KoTopas B
Ne 1

TOM 47 2021
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Puc. 2. O0wmwuit Bun JABYX CUMMETPUYECKN HE3aBUCUMBbBIX MOJIEKYJI COCIUMHEHUA Is npeacraBJa€HU aToMOB SJUIMIICOMIaMU

TEIJIOBBIX KoJiebaHuii (p = 50%) npu temneparype 150 K.

ONTUMAaJIBHOM ciydae cocTtaBisuia 60 K/4. [Mocnemy-
romuit PCA ykazaHHOro MOHOKpHCTaJJIa OMHO3HAY-
HO MNOATBEPAMJI CTPYKTYpPY TeTpaMeTOKCUCKIaHa I
(puc. 2), yero He yaaBaJioch caenath paHee [17]. bo-
JIee TOro, Ka4eCTBO €ro MOHOKPHCTAJLJIa, BhIpaIlleH-
HOTO C UCTOJIb30BAaHUEM U3rOTOBJIICHHOM HAMU yCTa-
HOBKM IS in Situ KPUCTAJUIN3ALNHU, MTO3BOJIWIIO IO~
JIYYUTb peHTreHogudpaKIIMOHHEBIEe JTaHHEIE IIPU IBYX
pa3HbIx TemIteparypax: 150 u 200 K. O6HapyxeHHoe
paziuuue IapaMeTpoOB BJIEMEHTApPHOU S4YelKU Mpu
150 1 200 K (Tabi1. 1) cBUOETeIbCTBOBAJIO O IIPOTEKA-
HUM $a30BOro Iepexoaa B COOTBETCTBYIOIIEM OMa-
Ma3oHe TeMIIepaTyp. XOTsS BO BCEX CIydasx TeTpa-
MeToKcucuiaH I o6pasyeT MOHOKJIMHHBIE KpUCTal-
Jel, ipu 150 K oHM mpuHamiexar MpoCcTpaHCTBEH-
Hoit rpymie P2/n, ipu 200 K — mpocTpaHCcTBEeHHOM
rpyrire C2/c.

CoracHO TOJIyYEHHBIM PEHTIeHOAUMPaKIIMOH-
HBIM JaHHBIM, ITpu TeMItepaTtype 150 K B asteMeHTap-
HOI sTYeiiKe IMIPUCYTCTBYIOT ABE CUMMETPUIECKU He-
3aBUCHUMbIC MOJIEKYJIbI TeTpaMeToKcucuiana I (puc. 2),
3aHMMAOIIME B KPUCTAJIC YaCTHOE TTOJIOXKEHUE — OCh
CHMMMETPHH BTOPOT'O MOPSIIKA, IIPOXOASIIYIO Yepe3 aTo-
Mbl KpeMHUSI M cepeauHy otpe3koB O(1)...0(1) u
0(2)...0(2). OT™MeTuM, 4TO M3YyYEHHBIA HAaMU paHee
IUMETUIAUMETOKCUCIHIIAH [ 15], Takske SIBISTIONIUIACS
KUAKOCTBIO TPU KOMHATHOM TeMIlepaType, KpucTa-
JIM3yeTcsl B IPOCTpaHCTBeHHOI rpyrmne C2/c ¢ Mone-
Ne 1

KOOPIMHAIIMOHHAA XUMUA  Tom 47

KyJioif Ha KpucTajuiorpadpuyeckoil ocu CUMMETPUM
BTOpOTo mopsinka. B oboux ciryyassx atoM KpeMHUS
HaxXOOUTCS B TETPa3ApUUIECKOM OKpyKeHUu (TaliL. 2),
KOTOpO€ HE3HAUUTEbHO MCKaXaeTcsl TIpU Mepexolie
ot | K auMeTUIIMMEeTOKCUCUIaHYy [ 15] n3-3a 3aMeHbI
JIByX METOKCUTPYIIN Ha METUJIbHbIE TpyHIibl. I'padu-
YECKHU 3TO MOXHO MPEACTABUTh B BUJE TaK Ha3biBae-
MBIX “Mep cumMeTpun’” [20], OIMCHIBAIOIINX OTKIIO-
HeHus1 dopmbl monusapa SiO, B I u SiO,C, B nume-
TUJIIMMETOKCHUCHIIaHe [ 15] oT nuaeaabHOIO TETpasapa
(S(T-4)) u uaeansHOrO IJI0CKOrO KBaapara (S(SP-4)).
YeM COOTBETCTBYIOIIME 3HAUEHUS MEHBIIIE, TEM JIy4-
e hopMa MoJu3pa OMUCHIBAETCS COOTBETCTBYIO-
IIIUM MHOTOTpaHHUKOM. B coennHeHuu 1 Be1uuuHbI
TeTpasapudeckoit S(T-4) m 1I0CKO-KBagpaTHOM
S(SP-4) “mep cumMmeTpun”, olleHEHHBIE Ha OCHOBE
peHTreHoau(ppakKIMOHHLIX TaHHBIX Tpu 150 K ¢ nc-
noJjbp3oBaHrMeM nporpamMmbl Shape 2.1 [20], cocTaB-
ssttot 0.178, 29.418 1 0.190, 29.297 nnsa nByX He3aBU-
CUMBIX MOJIEKYJ TeTpaMeToKcucuiaaHa | (tabm. 2).
[J1st cpaBHEHMSI aHAJIOTUYHbIEC 3HAYEHUS B ITUMETUI-
muMmeTokcucuinane [15] mocturaror 0.544 1 31.204 co-
OTBETCTBEHHO.

INpu HarpeBaHmm Kpucrtamia I mo Temrepatypbl
200 K (ta6a. 1) mpoucxoguT mepexol OT IIPOCTpaH-
cTBeHHOI rpynmbl P2/n K rpynne C2/c, B KOTOpOii
eIUHCTBEHHAasl He3aBUCUMAasl MOJIEKYJIa TETPAMETOK-
CHCHWJIaHa JIEXKUT Ha OCH CHMMETPHUY BTOPOTO TTOPSII-
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Taoauua 2. OCHOBHBIE TeOMeTpUYECKHE MapaMeTphl ISl paHee U3yYeHHOTo TUMETWIAMMeTOKCUcHIaHa [15] u tetpa-
metokcucuaana I mo nanueiM PCA npu 150 u 200 K*

ITapameTp JAvMeTnnanMe TOKCUCHIIaH 150 K 200 K
Si—0, A 1.6391(11) 1.6107(12)—1.6161(11) 1.524(15)—1.649(14)
Si—C, A 1.8468(19)
0-C, A 1.420(2) 1.4258(19)—1.430(2) 1.382(15)—1.522(14)
OSiO, rpan 110.92(7) 106.85(6)—114.60(9) 103.4(11)—120.5(11)
OSiC, rpan 111.82(8)
CSiC, rpan 113.98(10)
S(T-4) 0.544 0.178, 0.190 0.101, 0.285
S(SP-4) 31.204 29.418, 29.297 32.875, 29.426

* S(T-4) n S(SP-4) — otkyionenus dopmel nmosmmaapa SiXy (X = O, C) ot nneansHoro terpaszapa (T-4) u miuockoro xBagpara (SP-4)

COOTBETCTBEHHO.

Puc. 3. @parMeHT KpUCTAUTMYECKOI yrmakoBku coequHeHus I: a — 150 K, 6 — 200 K (rmoka3zaHbl 06€ KOMIIOHEHTHI pa3ymnopsi-

JIOYEHHBIX METOKCUTPYITI).

KOOPAMHALIMOHHAA XUMMUA

ToMm 47  Ne 1 2021
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C(2)

Puc. 4. O6u1uii Bua coenrHenus I B mpeacraBieHUM aTo-
MOB 3JUIMIICOMIAMU TETJIOBBIX KojiebaHuii (p = 50%) npu
temmneparype 200 K. [Toka3zaHbl 06¢ KOMITOHEHTEI pa3y-
MOPSITOYEHHBIX METOKCUTPYIIII.

Ka, TaKXe MPOXOIsIIeit yuepe3 aToM KPEMHMUS U cepe-
nuHy oTpe3koB O(1)...0(1) u O(2)...0(2). I1pu sToM
HabJItoIaeTCs CyIIeCTBEHHAs TepecTpoiika KprucTai-
JIMYECKOM yITaKOBKM TeTpaMeToKcucmiana I (puc. 3).
WN3-3a oTcyrcTBUs ¥ HETO 3(P(PEeKTUBHBIX TOHOPOB U
akiernroposB mpoToHa 1pu 150 K oHa oOpa3oBaHa 3a
cueT KoHTakToB C—H...O (Cc MUHUMaJIbHBIM PACCTO-
suaueM C...0 3.455(3) A), Torna kak mpu 200 K 3a ee
dopMupoBaHME yXe OTBEeUaloT 0ojiee ciaadble B3au-
moneiicteuss C—H...H (¢ MUHUManbHBIM paccTosi-
nuem C..H 3.123(4) A). IomoGHasi mepecrpoiika
KPUCTANIMYECKOU CTPYKTYpbl TIPU HarpeBaHUU CO-
MPOBOXIAETCS OXWIAeMbIM yBEJIMYEHUEM OObeMa
BJIEMEHTApHOM SIYEHKU, MPUXONSIIErocss Ha OIHY
MOJIEKYJTY TeTpaMeTOKCHUCHIIaHa, ¢ 193.12 1o 207.5 A3
(Tabi. 1).

JomoIHUTeTbHOE OTJINYME OT HU3KOTEeMITepaTyp-
HOI (ha3bl 3aKirroyaeTcs: B ToM, yTo 1pu 200 K aTombl
KUCIIOpOoJa METOKCUJIbHBIX TpPYMIl OKa3bIBAIOTCS
pa3ymopsiHOYeHHBIMHU T10 IBYM ITOJOXEHHSM C OIH-
HaKoBoIi 3aceneHHOCTBIO 50 : 50 (puc. 4), mo-Buau-
MOMY, BCJIEICTBHE BRICOKOI CHMMETPUM U CITa00CTH
MEXMOJIEKYISIPHBIX B3aUMOICHCTBHI, TIPUBOISIIINX
K CYIIepIO3ULIMY YKa3aHHBIX Tpynil. CienyeTr oTMe-
TUTb, YTO YTOUHEHHE KOOPAUHAT U TEILJIOBBIX Tapa-
METPOB aTOMOB B Pa3yIopsiIOYEeHHBIX 3aMECTUTESAX
MIpU aToOMe KPeMHUS OYeHb 3aTPYIHHUTEIIHLHO, TI0O3TO-
MY WX YTOIHSUTM C OOJBIITNM KOJIMYeCTBOM OTpaHU-
yeHU. B mpenenax BEI3BAHHBIX 3TUM ITOTPEITHOCTE M
SKCTIEpUMEHTA W YTOUHSIEMOI MOIENIM aTOM KpeM-
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HUSI COXpaHsSieT CBO€ KOBAJICHTHOE OKpYXCHUeE
(TabJ1. 2), KOTOpoe OCTaeTcsl OYeHb OJIM3KUM K TeTpa-
sapudeckomy. JelcTBUTEIbHO, BEJIMUYUHBI TETPadI-
puyeckoir S(T-4) u minocko-kBagpatHoit S(SP-4)
“Mep CMMMETpUM”’, OLIECHEHHBIE I 00enMX KOMITO-
HEHT pasynopsimoueHHoN Mosekynbl ripu 200 K, co-
crasisior 0.101, 32.875 u 0.285, 29.426 coorBeT-
CTBEHHO (Tab. 2).

Takum o06pa3oM, C TIOMOIIBIO OPUTUHAILHOMK
YCTaHOBKH IS in situ Kpuctamiuizauuu (puc. 1) Ha-
MU TTOJTy9eHBI MOHOKPHUCTAJUTHI TETPAaMETOKCUCHIIA-
Ha, SIBJISIFOILETOCS BSI3KO# SKMIKOCTBIO ITPU KOMHAT-
HOW TemmepaType. X peHTTeHOCTPYKTYpPHBI aHa-
m3 npu 150 m 200 K 103BoIMI HE TOJIBKO
OIHO3HAYHO YCTAaHOBUTH CTPYKTYPY JAHHOTO COEIU-
HEHUsI, HO U OOHAPY>XUTb HAOIIOAAIOIIMICS Y HETO B
JMTaHHOM JMafna3oHe TeMIepatyp (as3oBbiii Mepexo/,
COITPOBOXIAIOIIHUICSI Pa3yIMopsIOYeHUEM METOK-
CWIBHBIX Tpymil. K coxaneHuto, HaM He yIaaoch Io-
BTOPHO MPOBECTU PEHTreHOAN(DPAKIIMOHHOE HCCIe-
noaHue npu 150 K n3-3a TexHUuueckux c6oeB B pa-
60Te HU3KOTEeMITepaTypHOI IMIPUCTAaBKU, TIPUBEIIINX
K pacIIaBJICHUIO COOTBETCTBYIOIIETO MOHOKPHCTAII-
Jla B BSI3KYIO XKMIKOCTb. [lociemyromiue IOMBITKU
BBIPACTUTh M3 Hee MOHOKPHUCTA/LUIbI aHaJOTMYHOTO
KadecTBa, ITOAXOMSIIETo ST PEHTIeHOCTPYKTYPHOTO
aHajmM3a, He yBeHYaJINCh ycriexoM. HecMoTps Ha 370,
pa3paboTaHHasi HAMU yCTaHOBKA, OTJIMYAOIIASICST OT
cBoero komMmepdeckoro aHaiora OHCD (Optical
Heating and Crystallization Device) [16] 3HaunTe b-
HO Oojiee HU3KOM CTOMMOCTBIO M BO3MOXXHOCTBIO
OIepaTUBHOI MOIUMUKAIINN €€ Pa3TMUYHBIX KOMITO-
HEHTOB, OTKPBIBAET LIMPOKHE MEPCIESKTUBBI peaiu-
3allU¥ TTOXO/IOB in Situ KPUCTAJUIM3aUM LTSl 9JIEMEH-
TOOPTAaHUYECKUX COCIMHEHUM W, BO3MOXHO, KOM-
TUIEKCOB METAJUIOB, HAXOMSIIUXCS B KUIKOM WJIN
Jlaxke ra3zoo0pa3HoM cocTossHuUM [3] (B TociaeaHem
cllydyae — TIpU YCJIOBMM UX 3allauBaHUs B KBaplieBble
KaIlJUISIPHI).

ABTOpHI 3asBJISIIOT 00 OTCYTCTBUU KOHMIMKTA
WHTEPECOB.

BJIIATOOJAPHOCTH

PenrrenonndpakiimoHHbIe UCCASI0BAHUS IIPOBEICHBI
Ha HaydyHOM obopynoBaHuu lleHTpa ucciienoBaHus CTPO-
eHust mojiekysl MHBOC PAH npu nomnepxkke MuHu-
CTEepCTBa HAayKU M BBICIIETO oOpa3oBaHMsI Poccuiickoit
Depepanmn. ABTOphI BeIpaxkaloT 6yiarogapHoctb A.H. bu-
asiueHko (MHDOC PAH) 3a mpenocraBiieHue obpaslia
TeTpaMeTOKCUCHUIaHA.
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