68 Espasutickuti Coro3s YueHbix (ECY) #7(76), 2020
JUHUTPOGDEHNIT) ruapa3on-1,3,5-rpuazunan-2,4- 14. Conosbes, M.E. Kommnbrotepnas xumus / M.
quona // Universum: Xumust 1 6uosnorus : aiekTpon.  E. ConoBbes, M. M.
Hay4YH. KYpPH. 2020.  Ne 6(72). URL:  Conosses. — M. : Conon-IIpecc, 2005. — 536 c.
http://7universum.com/ru/nature/archive/item/9514 15. JlutBaxk M.M. Pacyer reoMeTpuuecKHX
10. IIyuxos Cepreit BennamuHoBH4.  mapameTpoB M KOH(pOpPMaUMOHHBIA aHamm3 1,2-O-
KommbioTepHBIE TEXHOJNOTMM B HAayKe, TEXHHWKE, IHAH3THINACHOBBIX IIPOU3BOAHBIX YTJIEBOJIOB

oOpazoBanmn. PacueTsl  (QH3UKO-XMMHYECKHX U
TEPMOIMHAMUYECKHX XapaKTEPUCTHK OPTaHWYECKHX
COCIMHCHUM: METOANYECKHUE yKa3aHusA K
nmabopaTopHEIM paboTaM M CaMOCTOSITENBHOM pabore.
— Kemeposo: Ky3I'TVY, 2013. - C. 23
11. Kparkuit crpaBOYHUK (U3MKO-XUMUYECKUX
BesimunH / monx pen. A. A. Pasmems, A. M.
[Monomapéroii. — 9-e¢ m3n., mepepad. u mom. — CII6.:
CrenuansHas JIutepatypa, 1999. — C. 232
12. Tanme B.II., Xoaukosa I'.K., CamumoB
®.I'. Hcnonp3oBaHue LMAHYPOBOM KUCJIOTHL B
KayecTBe  JAC3MHQHIUPYIOUHUX  CPEACTB  JUIA
OKpyXkatouieil cpenpl. MaTepuanasl MEXIyHApOIHON
Hay4HOH KoH(epeHIHN «/IHHOBAIMOHHBIC PEIICHHS
WHKCHEPHO-TEXHOJIOTHIECKUX npodiieM
COBPEMECHHOTO TMpou3BoAcTBay. 2 TOM. 14-16
Hos10p. byxapa, -2019. C. 21-23
13. ChemOffice // CambridgeSoft [Electronic
resource]. - Mode of access :
http://www.cambridgesoft.com/software/details/?ds=
1. — Date of access : 22.11.2010.

VIIK: [546.56 + 546.19]:546-54.05

METOJIOM MOJISKYJIsipHOW MexaHuku // Hayunsie
BEJIOMOCTH Benropojckoro rOCYJapCTBEHHOTO
yauBepcureta. Cepms: EcrectBennsie Hayku. -2012. —
T.21. - Ne.21 (140)

16. JlurBak M.M. Kommprorep Kak MHCTPYMEHT
UCCIIEIOBAHHUSI TPU H3YYEHWH XUMHU W CMEXHBIX
mucnuiuine // Hayuneie Benomoctu benropojackoro
rOCYAapCTBEHHOTI'O YHUBEPCHTETA. Cepust:
I'ymantapusie Hayku. -2014. — T.21. - Ne.6 (177)

17. Shibayama, A.; Kajiki, R.; Kobayashi, M.;
Mitsunari, T.; Nagamatsu, A. 6-Acyl-1,2,4-triazine-
3,5-dione derivative and herbicides. Patent WO
2012002096; Chem. Abstr. 2012, 156, 122559.

18. Fesenko, Anastasia A., et al. "N2-Alkylation
of semicarbazones. A general and efficient protocol for
the synthesis of 2-alkylsemicarbazides from
semicarbazide." Organic Chemistry part ii (2019): 176-
189.

19. A6npypaxmonoB C. ®. u gp. Cunres u
uccieioBaHue OusaepHbIX KomiuiekcoB BaHagwia(ll)
Ha OCHOBe Omc-5-okcumupaszonuuoB //Universum:
xumust ¥ 6uostorus. — 2019. — Ne. 12 (66). —C. 50-55

COJIBOTEPMAJIbHBI CUHTE3 TPOMHBIX HAHOCOEJWHEHUM BiSBSE: B )KUJIKOM ®A3E
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SOLVOTHERMAL SYNTHESIS OF TRIPLE NANO COMPOUNDS BISBSEs IN A LIQUID PHASE
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TpOﬁHLIe HAaHOCOCJIMHCHUEC BUCMYT CYPbMbI CCIICHHIa CUHTE3NUPOBAHLI B COJIbBOTEPMAJIbHBIX YCJIIOBUAX B

STHJICHIJIMKOJIEBOH cpene B mHTepBase Temneparyp 453-463 K B teuenue 15 wacoB m3 oxcuoa BucmyTta(lll),
oxcuoa cypbMbI(11]), snemeHTapHsbIi cemeHa (amMopd) U ruapasuH MoHoruapata. [Ipu Temmeparype 453-463 K
mocie 15 wdyacoBoro cuHTe3a MnoJxyvacTesa XHOHLGBI/I,HHI;Iﬁ OCaJoK. BrImIosHEHEI TepMorpa(bnqecm/H‘/i,
muddepenunansHo-repmuueckne (ATA), penrreHorpa-¢puueckuii (PPA), xumuueckuid, 1 Mopdoaornaeckui
aHaJIU3bl COCANHCHUEC U YCTAHOBJICHO, YTO KPUCTAJUIbI COSJUHECHUA MTPEACTABJICHBI B BUAC HAHO U MUKPOIIOJIOYKH.
PGBYHLTaTI)I IMoKa3aJjiu, YTO COCTaB CCJICHU/Id BUCMYTa CypbMbl COOTBETCTBYCT (bopMynaM BleSe3

ABSTRACT

Ternary compounds of bismuth antimony selenide have been synthesized under solvothermal conditions in
ethylene glycol medium at the temperature of 453-463 K during 15 hours from bismuth (111) oxide, antimony (111)
oxide, elemental selenium (amorph) and hydrazine monohydrate. At a temperature of 453-463 K, after a 15-hour
synthesis, a flocculent precipitate is obtained. The thermographic, differential thermal (DTA), X-ray (XRD),
chemical, and morphological analyses of the compound were performed and it was found that the crystals of the
compound are presented in the form of nano and micro-shelves. The results showed that the composition of
selenium compounds of antimony bismuth corresponds to the BiShSe3 formulas

KiroueBble ciioBa: COJ'IBOTepMaJILHLIﬁ METOA, BUCMYT CYPbMbI CEJICHUIA STHJICHIJIMKOJIEBOH cpenae,
HaHouacTulpl, JTA , POA, HaHO, MUKPOIIOJIOUKH.

Keywords: solvothermal, bismuth (111) oxide, antimony (Il) oxide antimony bismuth selenide, ethylene
glycol medium, nanoparticles, DTA, XRD, nano, micro-shells.


http://7universum.com/ru/nature/archive/item/9514
http://www.cambridgesoft.com/software/details/?ds=1
http://www.cambridgesoft.com/software/details/?ds=1
https://www.doi.org/10.31618/ESU.2413-9335.2020.5.76.931

Eepasutickuti Coro3 YueHbix (ECY) #7(76), 2020

69

BBEJIEHUE

B cBm3m ¢ pactymmMm  TJ00anbHBIM
9HEPreTUYECKUM KPH3HUCOM, OITaCHBIM BO3JIEHCTBHEM
Ha OKPY)KaloIyl0 Cpely M OIpaHWYEHHBIM 3aracoMm
HCKOIIAeMOT0 TOIIIMBA, NMOTPEOHOCTh B KAKOM-THOO
QIPTCPHATHBHOM  HCTOYHHWKE JHEPIHU  SIBISACTCS
3HAUUTENbHOM. TEpMO3ANEKTPUUECKUE  MaTEpUAJIb
OPUIUTA, 4YTOOBI CHACTH MHP OT  PpacTyIIEro
SHEepPreTHdeckoro kpusuca. OTpabOTaHHOE TEIUIo,
UCXOJsIIIee oT aBTOMOOMIIEH " JIpyTHX
JNEKTPONPUOOPOB, MOJKHO s dexkTuBHO
UCIIOJIb30BaTh, BHIPAOATHIBas U3 HETO DIIEKTPUYECTBO,
He 700aBisis OoJiblle 3arps3HEHUs] B aTMocdepy, 4To
BO3MOJXKHO TOJIGKO C ITOMOIIBIO TEPMOIIEKTPUUECKHUX
MarepuanoB.  TepMoOdaNeKTpuuecKHe  MaTepHaiibl
UMEIOT  INUPOKMHA  CHEKTp  NPUMEHEHUs:  OT
MEIKOMacIITa0HOTO IPOM3BOACTBA 3JIEKTPOIHEPTHU
JO WCIOJB30BaHUS B paKeTax U KOCMHUYECKHX
KOpaOIsix.

BunapHbIe U TPOIHbIE XaJIBKOTEHUIBI, TAKHE KaK
TEIUTypUIl BHCMYTa, CEJICHHA BHUCMYTA, TEIUTypHI
CYPBMBI, CEJIEHH]] CypbMbI, BUCMYT CEJICHU/ CYPbMBI,
BUCMYT TEJUIYPUI CYpbMBI M HUX CIUIaBBI, HUMEIOT
penyTanuio  3PQPEKTHUBHBIX  TEPMOIICKTPHUCCKUX
MaTepuagoB NPy KOMHATHOHM TeMIlepaType W IHUPOKO
UCIIOJIb3YIOTCS TSt TEPMOAJIEKTPHYECKOTO
oxJIaXaeHus. B ymMepeHHOM Iuama3zoHe TeMieparyp
MCTOYHMKA TEIUIa 3TH MaTEepPHANIBl TaKKe MOTYT OBITh
HCTIONIb30BaHbI B TEPMORJIEKTPHIECKUX T€HEpaTopax.

Tpoitabpie XanpKoreHUIHBIE cTekna BiSbSes Opum
CHHTE3MPOBAHbI C ITOMOIIbIO OOBIYHON TEXHOJOTHUH
npsIMOTO  cuHTe3a. PeHTreHoBckas — audpaxmus,
NpOCBEUMBAONas AJIEKTPOHHAS MHKPOCKONHS |
CKaHMpYIOL[asi JJIEKTPOHHAsT MMKPOCKOIHS  ObUIH
UCIIONIb30BaHbl JIJIsl  ONpENeNIeHUs CTPYKTYPHBIX U
MOP(HOJIOTHUECKUX xapaxkTepucTuk[1].
[MomukpucTamInIeckue cruiaBbl Bisgx Sby Sesy (rae x=
0.6, 25, 35 u 44 ar.%) ObUIM TIONYYEHBI METOIOM

PSIMOiA MOHOTEMIICPATYPHI. Mopdoioruto
NOBEPXHOCTH,  KPUCTAUIMYECKYIO  NPUPOAY U
KOMIIO3MLMOHHBIA aHAM3 H3y4ald C [OMOIIBIO
CKaHUpYIOLeH 3JIEKTPOHHOI MHKPOCKOITUH,
PEHTTCHOBCKOU TUPpaKInm. (XRD) u
9HEProIUCIepPCHOHHAS PEHTTCHOBCKAs

cnekrpockonus (EDX) cootBeTcTBeHHO. OnTHdeckue
W3MEPEHHUs TIOKa3alu, 4TO CIuiaBbl Biss - x Sby Ses;
SIBIISTIOTCSI TIOJTYTIPOBOTHUKAMH c npsSMOi
3anpenieHHoi 30Ho#. beuto obHapyskeHo, 9To YHEpTUs
aKTHUBalUM W  ONTHYECKas 3ampemieHHas 30Ha
YBEJIMYHMBAIOTCS C POCTOM YBEJIIMYEHHE KOHIICHTPAIINN
Sb B Bisg-x Shy Ses, [2]. Monokpuctamisr [3] (Bii-xShy)
2Se3 (x = 0 mo 0.2), mosmydeHHbIE M3 DJIEMEHTOB C
MOMOIIBI0 MoMpUIIpOBaHHOTO MeToaa bpumkmena,
XapaKTepU30BAINCh H3MEPEHUSAMH HH(PAKPacHOToO
oTpaxeHus W koddduumeHTa  NPOIyCKaHUs.
WnrepecHo, [4] uto BiSbSes, nerupyrommuii npoayxT ¢
50% Sb B umcnax Bi, meMOHCTpHpYeT BBIAAIONIIHECS
MIEPEHOCHI 3JIEKTPOHOB W (hoHOHOB. BiSbSe; mmeer
POMOHMYECKYIO CTPYKTYPY U IMEET MHOTO TIPOBOIAIIIIX
30H, KOTOpbIE  OJHOBPEMEHHO  YBEIMYHMBAIOT
AJIEKTPOTIPOBOAHOCTE M KO3 ¢uImeHTsl 3eebeka.
[omyueHHble pe3yibTaThl MOKa3bBalOT, yTo BiSbSes

SIBJISIETCST HOBBIM M HAQJEXKHBIM KaHAMIATOM JUIS
npousBojacTBa TE oSHeprum B nuanasoHe CpeIHHX
Temrieparyp. Jns yiaydmieHus TepMOIEKTPUYECKHX
xapakrepuctuk BiSbSez N-tuma ObUIO OCyIIECTBICHO
KOAMPOBAaHNE ¥ AaHWOHHOE KOAWPOBAaHHE IIyTEM
nerupoBarus SnCls. JlermpoBanue SnCls B oCHOBHOM
perynumpyer B3aUMOCBSI3b MEXKITY
AIEKTPONPOBOTHOCTRIO M KodduuueHToM 3eebeka,
9TO sBIACTCA A(PPEKTUBHBIM CIOCOOOM ITOBBIIICHHUS
nobporroctu ZT[5].

AHanu3 ITUTEpaTypHOro Marepuala I0Ka3bIBacT,
yro BiShSe; Obuin moOMyYeHBI TONBKO METOAOM
aMITyJIbHOTO CHHTE3a M3 JJIEMEHTAapHBIX BellecTB. B
JHUTEpaType OTCYTCTBYIOT MaTE€pPHaIIbl MO HOIYYEHHUIO
HaHO- M MHUKpouacTull. B mpencraBneHHo#l padorte
HCCIIEIOBAHO BIMSIHUE YCIIOBUI OCXICHUS aMOp(HO-
KPHUCTAJUTMYECKUX HAHO- M MuKpodacTuil BiShSes u3
STHIICHTIIMKOJIEBBIX PACTBOPOB.

METOJUKA S5KCIIEPUMEHTA

TpotiiHble XanbKOreHUAHbIe coequHenus: BiShSes
OBLTH CHHTE3UPOBaHKI U3 okcuoa BucmyTa(Ill), oxcuoa
cypbmbI(Ill), smemenTapubiii cenena (amopd) u
THIpa3uH  MOHOTHApaTa B  COJIBOTEPMAaIbHBIX
ycnoBusix. Caavana oxcuda Bucmyta(lll), oxcuoa
cypbeMmbI(Ill),  anemenrapHbiii  ceneHa  (amopd)
coOTBeTCTBHE cTexuomerpueii BiShSes, cmermBaercs
B 20 M STUIEHITIMKOJE, 3aTeEM JOO0ABISIETCS KakK
BOCCTaHOBHTEIIBHBIA PEareHT THAPa3HH MOHOTHApaTa
(pH = 10-11). Cmecp HarpeBaeTcsi B T€PMETHYIHOM
CTEKJISTHHOHM aMITyJie, TOMEIEHHOH B MUKPOBOJTHOBYIO
anekTpuueckyio neus (Speedwave four BERGHOF -
I'epmanmst). Ilpoba B Tedenme 15 wacoB mpum
TeMIeparypHoM auanazone 453 1o 463 K coxpansiercs
B meuu. llomyueHHBIH Ocafok (QUIBTpyeTCs uepe3
CTEKJITHHBIN (QMIBTP, MPOMBIBAaCTCA pa30aBICHHBIM
pacTBOPOM COJISIHOM KHUCJIOTBI, YJIbTPAYUCTON BOIOM,
HaKOHEll, STHJOBBIM CIIUPTOM, BBICYIIUBAETCS HPHU
333-343 K B Bakyyme. YPOBHEHHE PEaKIH MOXHO
HaIMcar Tak:

Bi*3+ Sb*3 + 3Se? = BiShSes Q)

Cocras MOJTy4EHHOTO COEIMHEHUS
(cootnomenne)Bi:Sh:Se onpenenen B nepuBarorpade
NETZSCH STA  449F349F3 (I'epmanms) w
XUMHYECKIM AHAJM30M. HuddepennmansHo-
tepmuuecknil ananm3 (ATA) mpoBeneH mupomerpom
HTP-71, Thermoscan-2. ®asosslii ananms BiSbSes
H3y4YeH C TOMOIIbBI0 PEHTIEHOBBIM JIH(PAKTOMETPOM
D8 ADVANCE “Bruker” (CuKo, A = 1.5406A, 0 <26
< 80°. Mopdomorndeckue UCCIEAOBaHUS ObUIN
BBINOJIHEHBI C TIOMOIIIBI0 CKAaHUPYIOLIEH JIEKTPOHHOMN
mukpockornu TM3000 (Hitachi, SAnmonns).

OBCYXJIEHUE PE3YJIbTATOB

W3BecTHO, YTO B 3aBHCHMOCTH OT YCJIOBHS
MOJYYEHHs] XAJIBKOTCHU/Ibl B OPraHMYECKOH MU
BOJIHOM cpejie, CHHTE3UPYIOTCS 110 COCTaB MOKET OBITh
c Ppa3IMYHOM CTEXHOMETPHUH. [MosToMmy,
CHHTE3UPYEMBIX COJIBOTEPMAITLHBIM MeTo10M BiShSes
MPOBEJCHbl TEPMOTPABUMETPUYECKHI aHANN3bl B
npubope NETZSCH STA 449F349F3. Pesyibrarsl
aHAIN30B [IPOBEJCHBI HA PUCYHKE 1.
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Puc.1. Jlepusamoepamma BiSbSe3
W3 pucyHka BUIHO 4YTO, HarpeBaHue 00OpasIoB a JTO0 YMCIO COINIaCcyercs C  TECOPETUYECCKU

nposoauTcs B mpexenax Temmeparyp 20 — 850 °C.
CkopocTth mogaun Bo3ayxa Oputa 30 mur/muH. [ToTeps
Maccel npu Temnepatype 20 - 800°C cocrasnser 11.53
mr. [l ananmza B3sT oOpazen Becom 30 mr. B oOpasme
Teopernueku conepxkurcs 11.85 mr cenen. Iloreps
Maccel (B onbiTe 11.53 Mr) npousonuia 3a cueT cejeHa,

BBIUUCIICHHBIME KOJIMUeCTBaMU. Bce 3T0 MOKa3biBaeT

MPaBWILHOCTE hopMyiy coennnerne BiShSes.
Tepmorpammbl ITA nokaspIBarOT, 4TO B KPUBBIX

BiSbSe; maGmomanuch OMUH SHIOTEPMHYECKHNA THK

(puc.2).
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Puc.2. Kpusvie /[TA BiShSe3

Temneparypa miaBienus BiSbSe; cocraBuser
npu Tg = 882 K. Ilpum wuccienoBaHuu
mudhepeHIMaTbHO-TEPMUYECKUM — aHAIM30M  OBLIO
YCTaHOBIIEHO, YTO 00pa3ia MIaBsITCs KOHIPYIHTHO.

Pentrenodasoserit aHanus coeaunenus BiShSe;
nzyuen ¢ “D8 ADVANCE” (CuKa, A = 1.5406 j\,
0<20<80°), (puc. 3).
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Puc.3. Jugppakmoepamma coedunenui BiSbSe3

B PEHTTCHOTpaMME€ BUCMYT CYPbMbI CCJICHUIA
MHTCHCUBHOCTb W TIOJIOKCHUC IPOABIAIOLNIUX MHKOB

MOJTHOCTBIO COOTBETCTBYIOT cTranmaptam (PDF 01-078
- 352).

CocraB COCIMHCHHA BHCMYT CypbMa CCJICHHIA
TaK K€ aHaJIu3UpoBaH XUMHWUYCCKUMHU METOAAMH,
PE3YIbTAaThl aHAJIN30B MPUBCACHLI B Ta6m/1ue 1.

Ta6muma 1
XumMuyeckuii aHaJIu3 odpasua
Tem-pa Kommonents!, %
OJTyYEHH] OG6paspl, T Bi Sh Se
BiShSe; K TEOop. Ipax. TEop. pax. TEOop. Tpakx.
453 0.5956 35.09 33.22 20.42 21.62 39.79 37.16
Pe3ynbTaThl aHaIM3a MOKA3BIBAIOT, YTO BHCMYT  MHKPOYACTHIL BiShSes CHHTE3HUPYEMBIX
CYPBMBI CeJIEHHIa COOTBETCTBYIOT hopMyiam BiSbSe;  comBoTepmanbHbIM METOIOM u CHMMAaJIHNCh
W3yuanich BIUSHUE TEMITEPATYPhI Ha  WM300p@KEHWS OSTHX YacTHI[ Ha  3JEKTPOHHOM

MOJyuYeHHe, BbIpacTaHHe M (OPMUpPOBaHHE HAHO U

30um TM3000_2900
ab

MHKpocKote (puc. 4).

i

2020/06/22

23:19 NL D4.8

Puc. 4. Hano u muxpouacmuywt BiSbSe3 nonyuennvie npu memnepamype 453 K
6 meuenue 15 uacos: a) ysenuuenue 30um, 6) yseruuernue 10um.

U3  puc.
temneparype 453 K o0pa3ymrcs HaHOIAIOYKH
pasHBIMH pa3MepaMH M OHa MEHSIOTCS B HHTEpBaje,

4 BUAHO, 4YTO IIOJYYCHHBIC MpH

mmpuaa  105-450 nm  w gumHAa  MeHsieTcs
COOTBETCTBEHHO 2-7 puMm. MBI cudWTaeM, 4TO
obpazoBanue U (GpopMUpPOBaHHE HAHO U MUKPOYACTHUI]

THAPOTEPMAaIbHBIM METOJIOM 3aBHUCHT oT

TeMIIepaTypbl, OT BPEMEHH, a TAKXKE OT JKHJIKOH (asbl.
3AKJIIOYEHUE

B repBbIe TpPOMHBIE XaJIbKOT€HU/IHbIE

COC/IMHEHHUs] BUCMYT CYpbMbl  CeleHHJa ObLIH

cunresupoBanbl U3 okcuda sucmyta(lll), oxcuda

cypembI(Ill), osnemenTapHblii cenena (amopd) u
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THJpa3uH MOHOTHIpaTa B PacTBOPE STHICHIIIMKOJISX.
Ot coeanHeHUs (HAHOYACTHUIbI) OBUIM IOJy4YEHHI B
npu Temneparype 453-463 K B teuenue 15 wacos (pH
=10 -11). beut onpenenen GakTHYECKUI XUMUYECKUH
COCTaB dTUX COEAMHEHUH.
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