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BBEJEHUWE

IMonuuukinyeckue coenMHEHUsI UMEIOT BaxKHOeE
3HAaYCHUE KaK KOMIIOHEHTBI ITOIYIPOBOIHUKOBBIX
OpraHMYeCKUX MPUOOPOB U COJTHEYHBIX 3JEMEHTOB
[1—4]. OmgHUM 13 TEePCHEKTUBHBIX MOJUIUKINYEC-
cKkux coemuHeHUit gpusieTcs ((2,9-muGpoManGeH-
30[c,pgr]Terpaden-7,14-muun)ouc(3tun-2,1-n1u-
un))ouc(rtpuusonponwicuiad) CyuHs,Si,Br, (1),
OTJIMYAIOIIUICSI HATUIMEeM YCTOMUMBBIX K TUAPOII-
3y TPUM3ONPONWICHIMIBHBIX rpynl. 1o HacTosIe-
ro BPEMEHHU 3TO COENMHEHHE He OBLIO OMUCAHO, U
ero CTpPYKTypa Oblla Heu3BecTHaA. biamkaimii aHa-
JIOT, HE coIep:Kallliii aTOMOB OpoMa, OB HeZaBHO
CUHTE3UPOBAH U UCCIEA0BaH KaK KOMIIOHEHT T0JIe-
BBIX TPAH3UCTOPOB [1].

B paGorte uccienoBaHa KpUcTaindecKasl CTPYK-
Typa 1, a TakxKe ONTUYECKUE CIEKTPHI B BUIUMOI U
MNK-ob6mactit  crieKTphl (POTOTFOMUHECIICHIINN.

OKCITEPUMEHTAJIbBHAA YACTDb

CoenuHeHue 1 CMHTE3UPOBAIU U3 COOTBETCTBYIO-
IIETO XMHOHA ITOJ0OHO U3BECTHBIM aHayioraM [1—4].
Hnst cuntesa 1 ncnonab3oBaiu 2,9-gubpoMoguOeH-
30[c,pgr|tetpadpen-7,14-qpuon  C,,H,;Br,O, (5.0 r,
0.010 MmMoiTB) M TpHHM3ONpOIMICHIIaneTiIeH (4.0 T,
0.022 mmons). [IpenBapuTenbHO ObLI CHHTE3UPOBAH
(GEeHWUINTHI, C TIOMOIIBIO KOTOPOIO ObLI IPUTOTOB-
JIEH TpumM3onponwicummiatuawuinTuii. K ero pac-
TBOPY B TpuruapodypaHe Obu1 100aBIeH XUHOH, I10-
CJIe YeTo CyCIEeH3HIO BhIICPKUBAJIM TeUeHME 24 9 TpH

KOMHATHOI TeMrmepaType ¢ oOpa3oBaHMEM BHHHO-
KPacHOTO pacTBopa. DTOT pacTBOP OBIJT BOCCTAHOB-
JieH pactBopoMm SnCl, B HCI, nocsie yero mpoaykr
IKCTparupoBanu xjopodopmMoM. TeMHO-KpacHBIE
WUTOJIbYaThle KPUCTAJUIBI 1 BhIpaIlleHbI U3 pacTBOpa B
xjopodopMe IpU UcIlapeHUU pacTBOpUTes. Buixon
cocrtaBui 0.4 1, uim 5%. [pu HarpeBaHWM pa3iaraer-
cs Boiire 330°C 0e3 maBIeHMS].

PeHTreHoBCcKME 3KCHEPUMEHThI BBIIOJIHEHBI Ha
nudpaxkromerpe D8 Quest dbupmbl Bruker (MoK, -
usnydenue, A = 0.71073 A, rpacduToBbIil MOHOXPO-
Matop) ripu 293(2) K. Coop, penakTupoBaHue JaH-
HBIX ¥ YTOYHEHE MapaMeTpOB 3JIEMEHTApHO sTueii-
KM, a TaKXKe Y4YeT MOIIOIEHMSI IIPOBEICHEI 110 IIPO-
rpammamM SMART u SAINT-Plus [5]. Bce pacuerst
10 OIpEIeICHUIO M YTOYHEHUIO CTPYKTYP BBIIIOJIHE-
Hbl C wucHoib3oBaHuWeM mporpamMm ShelXS [6],
ShelXL [7] u Olex2 [8].

HMK-criektp coeauHeHusi 1 ¢ ucnonab3oBaHUEM
tabsetku KBr peructpupoBain ¢ MOMOIIBIO CIIEK-
tpoMeTpa Shimadzu IRAffinity-1S. Y®-Bunumbie
CIIEKTPHI U3MEPSIIU Ha crieKTpodoromerpe Shimad-
zu UV-2700. TIlpomecchl, ITpoONCXOOdIINe C BeIle-
CTBOM IIPM HarpeBaHWM, HUCCJIEIOBAINA C ITOMOIIBIO
CUHXPOHHOIO TepMHYecKoro aHamm3atopa Netzsch
STA 449 F1 Jupiter B atMoc(epe aproHa.

PE3VJIBTATBI 1 UX OBCYXIEHHWE

Kpucrannorpadgnueckne xapakKTepUCTUKH, TaH-
HbIe 9KCIIEPUMEHTA U Pe3yIbTaThl yTOUHEHUS CTPYK-
TypHI TIpuBeAeHBI B Ta0a. 1. Ctpykrypa pacmmngpo-
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Taomuna 1. Kpucrannorpadpuueckue
NIaHHbIE DKCIIEpUMEHTa U Pe3ybTaTbl YTOUHEHUSI CTPYK-

TypHI 1

KEPEBLIOB u ap.

XapaKTCpUCTUKHU,

OMrmpudeckas popmyia

Cy46Hs,S1)Bry

MounekynsipHas Macca
Temnepatypa, K
CuHronws, np. rp. Z
a,b,c,A

o, B, v, rpan

v, A3

3
ppacqa F/CM

W, MM~

F(000)

Pasmep kpucramia, Mm
Usnyuenue; A, A

20, rpan

Ipenenwr hkl

KonuuecTBo pediekcoB
usMepeHHbIX (N1)/He3a-
BucumsIx (I > 26(1))
(Nz)/Rim? Rsigma

KommuectBo mapameTpoB
R,/wR, o N1

R,/wR, 0 N2

S(F?)

AP min/ AP max: /A

820.88

293

TpukauHHas, Pl,1
7.726(16), 8.176(13), 18.03(3)
93.39(5), 91.10(8), 110.81(6)
1061(3)

1.284

1.995

426.0

0.32 x 0.13 x 0.01

MoK,; 0.71073

5.64-55

—9<h<9,-10<k<10,
—23</<23

23627/4811, 0.1110, 0.0781

232
0.1312/0.1818
0.0587/0.1478
1.020
—0.69/0.67

BaHa IPSIMbIMU METOAAMU M YTOUHEHA B AHU30TPOII-
HOM MpPUOIMKEHUH TapaMeTpOB CMEIIeHHil Bcex
aTOMOB, KpoMe Bonopoaa. [1o3uiiy aToMoB BOIOpO-
Ja ObLIM PACCYUTAHbBL U YTOUHEHBI C MCIIOIb30BAHM -
eM Mozenu Hae3mHuKa. CBelIeHHSI O KpUCTaJIJe-
CKOI1 CTpyKType pa3MeleHbl B KemOpumkckom 6aH-
Ke cTpyKTypHBIX 1aHHBIX (CCDC Ne 1910782).

ITnockast ¢popma mosekyn 1 oOycioBuIa UX CTO-
MOYHYIO YITaKOBKY (puc. 1a). PaccTosiHue MexXIy Mo-
JeKyJlaMH B CTOIKe cocTapisieT ~3.535 A, urto He-
CKOJIBKO OOJIbIlIe, YeM PACCTOSTHUE MEXAY CIOSIMU
rpadena B rpadure (3.35 A). Mosekyiibl 06pasyior
CTOIIKM OJ1arogapsi e peKpbITUIO T—T-CUCTEM MEXITY
sapamu (puc. 10). Yros Mexay ochblO CTOIIKH 1 TIOC-
KOCTBIO MOJIEKYJT cocTaBisgeT 25.6°. M3ocTpyKTyp-

HBII aHajor 6e3 aToMOB OpoMa [1] mMmeeT OIM3KMe
mapameTpsl: 3.391 A u 23.7°. Bug mo HOpMaaM K
TJIOCKOCTHU siipa (puc. 10) BBISIBIISIET OTHOCUTEJIHLHO
cI1abyIo CTEIIeHb MEPEeKPHITUS COCETHUX SIAEp U, CO-
OTBETCTBEHHO, HEOOJIBIITYIO SHEPTHUIO T—T-CBSI3bIBA-
HUS MexXay sinpaMmu. [TpuunHoO# cpaBHUTEIBHO clla-
00ro TEepPEeKPBHITUS, OYECBUIHO, SIBISETCS KacaHHe
TPUMBOTIPONMUIBHBIX PAIUKAIOB IBYX COCEMHUX MO-
JIEKY.

MK-cnexTp coenmHenus 1 (puc. 2) BBISIBII IT0JIO-
Cy momomeHus: okoio 2129 cm~!, oTHOCALIyIOCH K
BaJICHTHBIM KOJIcOAHUSIM TPOMHBIX CBSI3€ii, a TaKxKe
CEepUI0 BAJICHTHBIX T10JIOC MOIJIOLIeHUs anudaTuye-
ckux C—H-cBsszeit: 2866 (o4. cuiibH. ), 2891 (CUJIBH.),
2926 (cuibH.), 2943 (04. cuibH.) 1 2957 (cutbH.) cM™ .
ApyruMy OTYETJIMBBIMHU ITOJIOCAMU TTOTJIOMICHUS
apissioress 457 (cmab.), 513 (cmab.), 559 (cmab.),
601 (cmab.), 663 (cunbH.), 677 (cunbH.), 741 (cnab.),
773 (o4. cunbH.), 796 (cna6.), 883 (cuibH.),
919 (cmab.), 970 (cmab.), 995 (cpenn.), 1016 (cmab.),
1062 (cmab.), 1072 (cnab.), 1111 (cmab.), 1242 (cnab.),
1366 (cmab.), 1383 (cpemHn.), 1462 (cwibH.), 1603
(cma6.) cm~!. OrmernM, uto B Kpuctamwie 1 oTcyT-
CTBYET MOJIoca BaJIEHTHBIX KOJIEOAHUI KapOOHMJIb-
HOW TpymIisl 0Koso 1655 cm~!, HaGmonaeMas B Uc-
XOTHOM XMHOHE.

Bunumebie cniekTphl moromeHust 1 monaydeHsl B
TBEPIOM COCTOSIHHU, a TaKXK€ B PaCTBOpPE B IeKCaHe
(puc. 3). UHTEHCUBHOCTD JIMHUA TTOTJIOLEHUS B pac-
TBOpPE MOHOTOHHO BO3pacTaeT B PSIAY JJIUH BOTH 446,
476 u 507 aM (puc. 3). DTu 3HaYeHUs OJIU3KY K Hali-
JIEHHBIM 11 HE CoJepXKaIllero aToMoB OpoMa aHaIo-
ra B pactBope B CH,Cl,: 446, 477 u 511 M [1].
CrnexTp NOmIOIIEHMS B TBEPAOM COCTOSIHUH B LIEJIOM
Mono0eH CIEKTPY B pacTBOpE, HO XyXKe paspellicH,
MOXHO OLIEHUTb ITOJIOXKEHHUE JIMIIH IJIABHOTO MaKCH -
MyMa okoJio 540 uM. Kpait rmormomeHnss HaxXoIuTCs
0K0JI0 577 HM, UTO COOTBETCTBYeT LIMPHUHE 3ampe-
IIEHHOM 30HbI KpucTajuia 2.15 3B.

CriexTpsl (DOTOTIOMUHECLICHIIUU TOJIYYEeHBI TP
BO30Y:KIEHUN TBEPIOTEIbHBIM JIa3epOM C IJIUHOMN
BOJIHBEL 409 HM. MakcuMyMbl (pOTOTIOMUHECIIEHIINU
kpuctaiia 1 B pactsope B CHCI; u B TBEpAOM COCTO-
SIHUM HaXOOSITCSI OKOJIO 562 1 654 HM COOTBETCTBEH-
Ho (puc. 3). Makcumym (pOTOIIOMUHECIIEHIIMY M€ -
IOIIIETO TaKoe K€ apoMaTHdeckKoe sapo 2,9-mubpo-
MoauoeH30[c,pgr|TerpadeH-7,14-n1MoH B pacTBOpE B
OpPTOAUXJIOPOEH30JIe HAGII0IaeTCsI OKOJIO 586 HM.

CUHXpPOHHBIN TEPMHUYECKUIT aHaINU3 TIO3BOJIMII
OIpeAenuTh TeMITepaTypy Y TEILIOTY MOJUMOP(HOTO
nepexoma coeauHenust 1: 136°C wu 5.7 JIx/r
(4.7 x]Ixx/Monb). TIuk niaaBieHus HA TepMOrpamMme
OTCYTCTBYET, 0Opa3sell Mocje OXJaXKICHUS] UMeT B
creueHHBIX 3epeH. B maTepBane 120—330°C macca
yMeHbIMIach Ha 12.1 mac. %, 4TO MOXET OBITh OTHE-
CeHO K cybsmmanuu BelectBa. B mHtepBane 385—
450°C omHOBpEeMEHHO C IOoTepeil Macchl (IO-BUIM-
MoMy, 13-3a BoiaeiaeHus HBr u/unm npomnena) Ha-
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Puc. 1. Kpucramiuueckast ctpykrypa 1: a — yrakoBka B CTOINKHU (ATOMbI BOAOPOAA OMYILIEHbI UIsI ICHOCTH), O — BUJl HA MOJIe-

KYJIbI B CTOIIKE IO HOPpMaJIM K IIJIOCKOCTU sapa.

OJIIoaeTCsI CUJIBHBIN 3K30TEPMUYECKUI MUK, KOTO-
PBIii MOXKHO OOBSICHUTD TEIUIOTOM ITOJIMMEPU3aliuU B
KpUCTaJlJIe C PACKPLITUEM TPOMHBIX CBsI3eii. OO6Ias
rorepst Macchl Ipu HarpeBaHuu 10 990°C cocraBuia
57.2 mac. %, uTO OIM3KO K OXMUIAEMOM ITOTEepe
52.2 mac. % cornacHO cxXeMe:

KPUCTAJIJLIOTPA®UA  Ttom 67 Ne 3 2022

C,Hs5,Si,Br, = “CysSi,” + 2HBr + 6C,H, + 7H,.

DIIeMEeHTHBIN aHAITN3 C TTIOMOIIIBIO PEHTIeHOMDITY-
OPECLIEHTHOTO CIIEKTPOMETpa TO3BOJUI TOATBEDP-
JIUTh TIPUCYTCTBUE KPEMHUSI B TBEPIIOM OCTATKe IMO-
cJie TepMUYECKOTO aHann3a, OpyTTo-opmyna KoTo-
poro cooTBeTcTBYeT Cgy;4Si,3Bry,. OTmeTrum, urto



402 KEPEBILIOB wu np.

Iponyckanue, %
130

110

90

70+ 1

50

30+

10 1 1 1 1 1 1 1 1 )
4000 3600 3200 2800 2400 2000 1600 1200 800 400
BosrHOBOE ymCIIO, cM ™!

Puc. 2. UK-cniektpwr 1 (1) 1 2,9-mu6pomonnbdenso|c,pgr]terpaden-7,14-nmuona (2), criekTp 2 cMelieH o opauHare Ha 50%.
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Puc. 3. CnexTpsl Kpuctaa 1: momoieHns B pacteope B rekcane ( /), poromommunecueHunu B pactsope B CHCI; (2), poro-
JIIOMUHECLIEHIIMY MCXOIHOTO XMHOHA B paCTBOpPE B OpTOAMXIIOpOeH3071¢e (3), POTONIOMUHECIICHIIVH B TBEPIIOM COCTOSTHUM (4).

STOT METOJ CUCTEMATUUYECKU 3aBbIIIaeT KoMndecTBO  CoImacHO peHTreHo(ha30BOMY aHAJIM3Y IIPOIYKT SIB-
JIETKMX DJIEMEHTOB, B TAaHHOM CjIy4ae — yrjepoja. JisieTcs aMOP(MHBIM.
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Puc. 4. I[aHHbIe CHMHXPOHHOI'O TEPMHUYCCKOI'O aHaJin3da COCAMHCHMUA 1.

Pabota C.A. Haiidpepra u M.A. I1o1o30Ba BEIIOJI-
HeHa TIpu nonnepxke Poccuiickoro ¢oHna ¢pyHma-
MEHTAJIbHBIX UccienoBaHmnii (rpanThl Ne 20-33-90094,
20-33-90095). CTpyKTYpHBIi aHAJIU3 U CIIEKTPOCKO-
MUYeCKHUE UCCIIeTOBAHUS IMTPOBEACHBI B HAYYHO-00-
pazoBatenbHOM LieHTpe “HaHoTtexHonorun” HOYpI'Y.
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