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IMOJYYEHUE HAHOPASMEPHOT'O COEAUHEHUS SB.S,
I'yceitnos I.M., Umanos I'.A.

Haxuuesanckoe omoenenue Hayuonanwroii akademuu Hayk Azepbaiiodicana,
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Metonamu auddepenumansao-tepmudeckoro (JATA), pertreHodazoBoro (PDPA) 1 cCKaHUPYIOLIETO JIEKTPOH-
Horo Mukpockonmueckoro (CEM) aHanmM3o0B mccieoBaHBI yCIIOBHS MOMYYEHHS HAHOPA3MEPHOTO COEIWHEHHsS
Sb,S, B BOTHOM pacTBOpE IIMOKO3BI. YCTaHOBIEHO, 9T0 MpH 160—-180°C B 2 %-X BOXHBIX PaCTBOPAX TIIOKO3BI MOMY-
yaeTcst coenuuenue Sb,S, B popme HanocTepxHs. [To fanneiv JITA HanopasmMepHoe coenunenue Sb,S, KOHIpysHT-
HO MIaBUTCs Npu Temneparype 545°C. Tlo mannsiv POA onpesieneno, uto HaHopasMepHoe coenuuenue Sb,S, naxo-
nutesi B opropombuueckoii crpykrype (Ilp.rp. Pnma: a=1,1201 nm, b=1,1241 nm, ¢=0,3802 nm). [Ipu noBbIieHnI
KOHIIEHTPAIIMH [ITIOKO3bl Pa3sMephl YacTHIL coenrHenue Sb,S ., ero Temneparypa riapieHus U apaMeTphbl PEIIETKH
YMEHBIIAOTCS.
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PREPARATION OF COMPOUNDS NANOSIZED SB,S,
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The methods of differential thermal (DTA), X-ray diffraction (XRD) and scanning electron microscopy
(SEM) analysis investigated the conditions for obtaining nanosized Sb,S, compound in an aqueous solution of
glucose. It found that at 160-180°C in a 2% aqueous solution of glucose is obtained in the form of a compound
of Sb,S. nanorod. According to DTA nanosized compound Sb,S, congruently melts at 545 °C. According to the
RFA 1 1s determmed that the nanoscale Sb,S, compound is in the orthorhomblc structure (S.gr. Pnma: a=1,1201 nm,
b=1,1241 nm, ¢=0,3802 nm). When the glucose particles is reduced according to the combination of Sb,S, melting

temperature and lattice parameters are decreasing.
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XanbKOTeHUABI CYpbMBI SIBISIFOTCS TIOJTY-
MPOBOAHMKOBBIMU ~MaTepHajaMu, 0O0Naaaro-
IMMH  (POTOUYBCTBUTENBHBIMU CBOMCTBaMH.
U no 3TOoMy 3TH CO€AMHEHMS LIMPOKO UCTIOJIb-
3yIOTCS KaK MOJIYHNPOBOIHUKOBBIE MaTe€pHasbl
B (oropesucropax, GOTOIIEMEHTaX M DIIEK-
TPOHHO-TY4eBBIX ycTpoiicTBax [9—13].

B nuteparype ecth cBeJeHUSI O HEKOTOPBIX
MeTonax nomydeHust cynbhuna cypoemsl (I1I).
OTO coeaMHEHHE MOXET ObITb CHHTE3HpOBa-
HO C METOIaMM TEPMHUYECKOIO pa3JIoKeHus,
MHUKPOBOJIHOBOTO CHHTE3a, BAKyyMHOTO HCIIa-
pEeHHS, C MPSIMBIM CHHTE30M U3 3JIeMEHTAPHBIX
KOMIIOHEHTOB B BaKyyMe, THAPOTEPMaIbHOTO
CHHTE3a M U3yUYCHbI HEKOTOPhIC X (PU3UKO-XU-
MHU4YecKkue cBoiictsa [1-15].

Ha ocnoBe ¢azoBoit mmarpammsr Sb—S
YCTaHOBJIEHO, YTO COeMHEHHE Sb,S, KOHTpy-
SHTHO IUIABUTCS TIPU TEMIIEPATYPE 550°C. 1o
COCAMHEHHE KPUCTAJUIM3YyeTCs B pomOunue-
ckort cunronuu: (Ilp.rp. Pnma: a=1,122 nm,
b=1,130 nm, c=0,384 nm) [5-15].

B paOore mpencraBieHbl pe3yibTarbl HC-
CIIC/IOBaHUSl  THUAPOTEPMAILHOTO  CHHTE3a
Sb S, B BOAHBIX PACTBOPAX TIIIOKO3HI.

ﬁKCHepI/IMeHTaHLHaH YacTh U PE3yBTaThI

B KkauecTBe HCXOAHBIX KOMIIOHEHTOB
B cuHTe3e Sb,S. ObUIM HMCION30BaHBI Kak
XUMUMECKHl JHCTBII KAl AHTHMOHHI-
taprapar (KSbO(C,H,0,)0,5H,0) n THoO-
aneramun (CH,-CS CNH ). 0, 668 T Kammit
aHTHMOHHUJTapTapaT (B COCTaBE COIEPKHUT-
cst 2 mmon Sb) pactopsiercs B 20 mi 2 %-X
BOJIHBIX PacTBOpax INTIOKO3BI U K 3TOMY pac-
TBOpYy mpmiuBaercs 10 mun 2,25 %-ublii (B
cocTaBe coIepkuTcsi 3 MMon S) pacTBOp
THoaieramuaa. [lonydeHHslit pacTBOp nepe-
MemmuBaeTcs mpu temmeparype 60°C B Teue-
HUe 15 MHHYT, 3aTeM SKclepUMeHTaJIbHBII
cocyn momMemaeTcss B Te(JIOHHBIH aBTOKIIAB
(50 mm). ABTOKJIAB 3aKphIBaETCA U MOMeIIa-
eTcs B MHUKpPOBONHOBHIN (Speedwave four
BERGHOF — I'epmanns) a5eKTpUUeCKuil Ha-
rpeBaTelnb. PeakImoHHYI0 CMECh HarpeBaroT-
cs 1o 160°C B Teuenue 6 yacos. [locne cun-
Te3a 0CaJ0K (PUIBTPYIOT Yepe3 CTEKISTHHBIN
¢unsrp. Ocanok npomsiBaot 0,1 M pactBo-
pom HCI, sTaHOnOM u yIbTpauncTOl BOMOM.
OunnieHHBIH O0cafok B TeyeHHe | daca BbI-
cymusaetcs npu 80°C B BakyyMe.

[omyyenne Sb,S, MoxHO Hanucark ciey-
IOUIMMHU YPaBHEHUSAMHU:
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CH, —CS—NH, +H,0 — CH, - CO - NH,+H,S ;

2KSbO[C,H,0,]+3H,S — 2KH[C,H,0,]+2Sb,S;+2H,0 .

[IpucyTcTBHE MIIOKO3a B PACTBOPE CIIOCO0-
CTBYeT (OPMHUPOBAHUIO U MPETATCTBYET arpe-
rauyy 4acTull.

WHnnBuayanbHOCTh CHHTE3UPOBAHHBIX CO-
eIMHEHUS KOHTPOIUPOBAIN MeTonamu nudde-
penmmransHo-TepMuueckoro (JITA) (mupomerp
HTP-70, npuGop TepmockaH-2, uHepTHas at-
Mocdepa) u pentreHogazosoro (POA) (2D
PHASER “Bruker”, CuK , 2q, 20-80 rpan.)
aHam3a.

[lo nanasiMu PDA ycTanosieHo, uto ¢a-
30BOM COCTaB IMOJyYE€HHOTO OCaJgKa COCTOUT
u3 Sb S (pnc 1). YcTaHoBIeHO, UTO COeNUHE-
HUE , KPHUCTAJIU3YETCs B 0pTOp0M6I/I‘le-
CKOH pemeTKH: (IIp.rp. Pnma) a=1,1201 nm,
b=1,1241 nm, ¢=0,3802 nm. B mapamerpax pe-
IIETKU HAOJIIOaeTCs YaCTUIHOE YMEHBIIICHHE.
IIpuurHON 3TOrO SBIAETCS MPUCYTCTBUE HE-
KOMIICHCUPOBAHHBIX CBS3€H MEXOy aToMaMu

Lin [Counls)

.u' _.J.J

MEJIKUX YaCTHI[ COeIUHEHUS SbZSB. He cmotps
Ha 3TO NMHKH COOTBETCTBYIOIINE MaKCHMallb-
HOW MHTEHCUBHOCTH COTJIACYIOTCS C Pe3yibTa-
TaMU JIPYTHX pa60T.

Ha xpusoit JITA coemunenune Sb
Onromaercss JBa SHIOTEPMHUYECKUX :-xixﬁeKTa
npu 481 u 545°C (puc. 2). DHIOTEpMUYECKUI
a¢dext npu 545°C coOTBETCTBYET TEMIIEpaTy-
pe mnaBneHus coequHenus. [lo Hamemy MHe-
HAIO SHAoTepMuueckuit sddexr mpu 481°C
COOTBETCTBYET MOTMMOP(HHOMY MPEBPAIICHHIO
Wik XK€ 00pa3oBaHHUIO OONBIINX arperaros.
Kak BuHO, TeMniepaTypa 1iaBieHUs 0Ty YCH-
Horo coenunenus Sb,S, ma 5°C Hke Teme-
patypbl MIaBICHUS ero MOHOKpHUCTaIIa. JTO
0O0BSICHSACTCS TEM, UYTO OH HaXOmuTcs B opme
HAHOCTEPIKHS. I/IsBeCTHo, 4TOo TEeMIleparypa
TUTaBJICHUS] HAHOYACTUI[ HWXKE TEMIIepaTyphl
IUTaBJIEHUS €T0 MOHOKPHCTAIIA.

UHMLM'

10 40

| | 1
!':.I:II 60 70 B

2-Thela-Scale

Puc. 1. Jugppaxmozpamma coedunenus Sb,S,

exo
481
545
endo
T T T T T T
300 400 500 600
T,°C

Puc. 2. Kpueas JITA coedunenus Sb,S,
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JIyist yTOUHEHUST CTEXHOMETPHYECKOTO CO-
cTaB coeauHenus Sb,S. ObL1 TpoBeneH Tep-
MHYCCKMI aHalM3 I[OJyYEHHOTO  OCaJKa.
Ha ocHOBaHMH TIOMYYEHHBIX TEPMOrPaMM
OIpE/IC/ICHbI BECOBBIC COOTHOIICHHS CYPbMbI
U cepbl (Tabauia).

Kasl ¥ uJeanbHo yncras. B coctase He HaOmo-
naercs amopduas ¢asza. Ha puc. 3 nmokaszanbl
HaHOCTEP)KHU coenuHenue Sb,S. B dopme
pU3Mbl noinydyeHHsle npu 160°C.
YcraHoBieHO, YTO (OPMHPOBAHUE W Pa3-
Mepbl HaHOCTEpkHEH Sb,S, 3aBucHT OT Tem-

PesynbTarhl 21eMEHTApHOTO aHaIu3a coeuuenus Sb,S,

Bec ocanka, mr Sb

Bec %

at. % Bec % at. %

147,2 71,53

39,77 28,47 60,23

W3 pe3ynbraTtoB MOKa3aHHBIX B TaOIHUIE
YCTaHOBJICHO, YTO CTEXMOMETPHUYECKHUI COCTaB
MOJY4YEeHHOTO B (popMe HAHOCTEPXKHS OCalKa
COOTBETCTBYET COEAMHEHHIO Sb, S ..

MukpoMophoJorus  MOJYYEHHOTO  CO-
equHeHUS Sb, S, mcciienqoBana Ha MHKPOCKO-
e MapKu HITACHI TM3000. YcraHoBEeHO,
YTO TIONYYEHHOE coenauHenue Sb,S. coctout
13 HAHOCTEP)KHEW JUIMHOM 5—7 um ¥ IUPUHON
10-150 nm. IToBepXHOCTH HAHOCTEP>KHS I1a]I-

201611213 0140 NL D118

a

Puc. 3. Muxpogomoepagus coedunenus Sb

neparypsl, BpEMEHH TEPMUYECKUI 00paboTKH,
KOHIICHTPAIIUY UCXOAHBIX KOMIIOHEHTOB H TITO-
ko3blL [Ipu TepMuyeckoii 00paboTKe UCXOTHOM
cmecH (tipu 2 Mmon Troko3bl) ipu 130°C B Te-
YeHWH 5 YacOB HE MPOMCXOIUT IMONHOE (op-
MHpPOBaHHE U B CHCTEME OCTaeTcsi amopdHast
(aza (puc. 4, a). [Ipu 180°C B pesynwrare pas-
BETBJICHUS HAHOCTEPXKHEH B (OpME HPU3MBI
MOJIY4alOTCsl HAHOCTEP)KHU MallbIX Pa3MepoB
(mmaa 3—5 pum, mmmpuHa 8—100 nm; puc. 4, 0).

.S, nonyuennozo npu 160°C:

a —Ha 30 um naowadu; 6 — na 1 J Wwm niowaou

20161126 0329 NL D13

a

20161203 04:25 NL D117

6

Puc. 4. Muxpogpomozpagpus coedunenus Sb,S, nonyuennvix npu 130°C (a) u 180°C (6)
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[Ipu yBenuueHnu KOHIEHTpauuu (4 MMo)
DJIIOKO3bI pa3Mepbl HAHOCTEP:KHEH yMeHbIa-
orces. V3BecTHO, 4TO TIMrOK03a 00NamaeT BOC-
CTaHOBUTENbHbIE CBoMcTBamMu. He cMmotTps
Ha 5TO MOBBIIICHUE €T0 KOHLIEHTPALINN HE BIIH-
€T HAa UHIMBUYAIbHOCTh COENMHEHHs Sb,S ..
B pactBope moko3a nmpeaoTBpaaeT aare3uto,
TO €CTh aICOPOUPYSCH HAa IOBEPXHOCTH YaCTHUI]
MIPeIOTBpAIaeT UX YMEHbBIIICHHUE.

I[Ipu  QopmupoBaHMH  HAHOCTEPXKHEH
[IPUHAMAET y4YacTHE€ W TPOAYKTHI peak-
wm KH[C,H,O,] n CH;-CS-NH,.
IIpu cmabo KuCmoit cpeme MPOUCXOIUT THIPO-
JIN3 areTaMuza;

CH, - CO-NH,+H,0—*CH, - COO™ + NH;

B stux ycnoBusax pH cpenbr xomeGmercst
B uHTepBaie 4,6. [IpucyrcTBue aHHOHOB Tap-
Tapar U alerara yMEHbIIAeT MOBEPXHOCTHOE
B3alMO/ICHCTBUE YACTHII.

3akjroueHue

IIpu Temneparype 160-180°C B 2%-m
pacTBOpe IIIIOKO3bI B3aMMOJECUCTBUEM KaJIMil
AHTUMOHWJITApTapara W THOAaleTaTaMHuaa 00-
PasyloTcsi HaHOCTEPKHM CoemuHeHust Sb,S..
[Ipy mnOBBINICHUH KOHIICHTPAIIMU TJIFOKO3bBI
pa3Mephl YacTUll COETUHEHUS szs3, €ro0 TEM-
reparypa TUIABJICHUS W TapaMeTphl PElIeTKH
YMEHBIIAIOTCS.
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