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Cunre3 KOJUIOMJIHBIX KBAHTOBBIX TOYECK cy.ﬂquzla CBHHIIA B zleueHe-l
B KAa4Y€CTBEC PacTBOPUTEIA

U. A. lllyknos, /{. B. /[émkun, O. B. Bepuwununa

Ilpeonostcen nHogwvlit NOOX00 K CUHME3Y KOTOUOHBIX KGAHMOBLIX MOUEK CYabhuoa céunuya, 6
Komopom eénepevle ucnonvzyemcsa oeyen-1 ¢ kauecmee pacmeopumens 011 CUHmMe3d HAHO-
kpucmannos. llonyuenvt KKT PbS ¢ 01unH0801H06bIM IKCUNMOHHBIM RUKOM 6 OUANA30HE Om
1,17 00 1,53 mxm. Hceneoogano enuanue memnepamypvl U 6pemenu nPo06e0eHUA peaKyuu Ha
CHEeKmpanbHble XapaKmepucmuKu noay4aemovix K6anmoegvix movex PbsS.
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BBenenue

KonnounnHele KBaHTOBbIE TOYKU B TEUCHUU
MOCIICAHUX TECATHUICTHN ObUTH OOBEKTOM WHTCH-
CUBHBIX MCCIIEIOBAHUHN MO CO3JaHUIO JICIIEBBIX U
JIETKOJIOCTYITHBIX COJIHEUHBIX Oartapeid, ¢otoze-
TEKTOPOB, Ja3€pOB M CBETOAUONOB. Bo3MoOxk-
HOCTh JIETKOTO TEpPeCcTpanuBaHUs CIEKTPATBLHOTO
JUana3oHa U JTOCTYMHOCTh HAHECEHUS PacTBOPOB
ATUX HAHOMATEPHUAJIOB JACJIAI0T UX OCOOCHHO WMH-
TEPECHBIMU ISl IPUMEHEHHI B DJIEKTPOHUKE B
YaCTHOCTH Jisi co3faHus (GoToaeTeKTopoB [1].
Coueranue 60mbIIOTO paguyca skcuToHa bopa B
obbemHOM matepuainie (18 HM) U muUpuHa 3amnpe-
mreHHoi 3061 0,41 5B gemaer KKT PbS ocoben-
HO TIPpUBJEKATENbHBIMU [2]. DTO mMO3BOJSAET
U3MEHATH TIOJIO)KEHHWE MAaKCUMyMa THKa IOTJIo-
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IIEHUs JKcuToHa B auamazoHe or 800 HM 1o
2100 HM TMpU U3MEHEHWH CpPETHEro pa3Mepa Ha-
HouacTull oT 2 10 10 um. Takum oOGpazom MeHss
JIMATIa30H CHEKTPaIbHOM YYBCTBUTEIHLHOCTH B
dboTomeTekTOpax Ha UX OCHOBE.

[lepBple TPOMBINUICHHBIE O0pa3lbl Mat-
PUYHBIX  (DOTONMPHEMHHUKOB  METAIMKCEIbHOTO
dbopmara OBUTM CO3MaHBI B TOCIEAHUE TOMIbBI
umenHo ¢ npumenenuemM KKT PbS [3]. IIpoctora
TEXHOJIOTHH OTKPHIBAE€T HOBBIE BOBMOXKHOCTH IS
YACIIEBICHUSI MATPUYHBIX (POTOMPUEMHUKOB U
pacuupeHusi uX BO3MOXKHBIX IPUMEHEHHUH.

B cuHTe3e KOUIOMAHBIX HAHOKPUCTAIIOB
Ha JIaHHBI MOMEHT HCIOJIb3YETCsSl CTaHJapTHBIN
HAa0Op BBICOKOKMIIAIIUX pPAaCTBOpUTEICH M pea-
TCHTOB, XOPOIIO 3apeKOMEHOBABIINX ceOs ¢
TOUYKH 3peHUs d(PPEKTUBHOCTU U BOCIPOU3BOIM-
MOCTH, a TaKkKe HU3KOM 1eHbl. OJHUM M3 TaKUX
peareHToB SBISIETCA OKTafereH-1. DTo AIuHHO-
IEMOYCYHBIN AJKEH YacTO HCIOJIb3YeTCsS B CHH-
Te3aX KOJUIOWIHBIX KBAHTOBBIX TOUEK, TAKUX KaK
PbS, CdSe, InP B kauecTBe BBICOKOKMIIAIIETO
HEKoOpAuHMpYyolero pactopurens [4-6]. He-
CKOJIBKO PEKe OKTaJelleH-1 MCcrmoab3yercs B Ka-
YEeCTBE peareHTa Jisl IPUTOTOBICHUS MPEKYpCo-
pOB XanbKOTeHOB: cepbl [7] wim ceneHa [8].
B coBpeMeHHBIX yCIOBHSIX-BO3HHKIA HEOOXOU-
MOCTh HaXOXJACHHUS JIOCTYIHOTO POCCHICKOTO
aHayiora 3Toro peareHta. BaxxHbiM dakTopom Ass
WCIIOJIb30BAaHUS B CHUHTE3€ HAHOKPHUCTAJUIOB SIB-
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JS€TCA TAaK)KE€ BO3MOYKHOCTH HE TOJIBKO HCIIOJb-
30BaHUsl MOJOOHBIX BEMIECTB IMOCIE MAaKCHMAallb-
HOM OYHCTKH, 2 U B KOMMEPYECKH HOCTYIMHOM
¢dbopme. 3BECTHO, YTO CTETIEHb YHUCTOTHI peareH-
TOB MOXET CUJIbHO BJIMATH HA PE3yJIbTaThl CUHTE-
3a HAHOKPHUCTAJUIOB. Tak, HampuMmep, NPUMECH B
TpUOKTUIHOCHUHE KPUTHIECKH BIMSIOT HA 3apO-
neimieoopazoanre CdSe [9]. [Ipumecu B onen-
JaMHHE OKa3bIBalOT OOJbIIOE BIMSHUE HA pac-
TBOPUMOCTh TaJIOTE€HHUJIOB CBHUHIIA M BCJIEJICTBHE
ATOr0 Ha KauyeCTBO HAHOKPHUCTALIOB PbS, momy-
YaeMbIX B JaHHOM pactBoputeie [10].

OnHuM W3 BO3MOXHBIX KaHAWAATOB IS
3aMCIIeHNsT OKTajeleHa-1, sBisgeTcs naeleH-1.
OTO BEIIEeCTBO JOCTYNHO B KBaJU(pUKaLUU
YUCTOTHI — «YHUCTBI» OT Psiia POCCUKUCKUH IIPO-
m3Bogutenen. [lo cpaBHEHHIO C OKTaaeleHOM- ]
OH oOmamaer Oonee HU3KOHM TemIlepaTypoil Kurie-
aus — 171 °C, 94T0 MO3BOJISET €T0 UCIIOIb30BaTh B
CHHTE3aX XaJIbKOI'€HUI0B CBUHIIA.

B pamxkax uccrienoBaHuii MO MOJTYYEHUIO U
n3zyuenuto cBoiictB KKT PbS, npoBogumsix B
Hamel J1abopaTopuu, HAC TPHUBJICKIA BO3MOX-
HOCTbh HaXOXEHUS albTEPHATUBBI OKTAJICLIEHY- |
[11-14]. B pamkax maHHOW pabOTHI OBLIO HCCIIe-
JIOBAHO TOJYYEHUE KOJUIOMAHBIX KBAHTOBBIX TO-
YeK CyJib(uaa CBUHIIA C MCIOJIb30BAaHUEM JICIIe-
Ha-1 B KayecTBe pacTBOPUTENs ISl MPEKypcopa
CBHUHIIA U COOTBETCTBEHHO B caMOM cuHTe3e KKT
cynbuna cBuHua. s nmpuMeHEHHs B CHUHTE3€
HAaHOKPUCTAJUIOB JTOrO0 peareHTa Ba)KHA Kak
MPUHIUIINATIbHAS BO3MOXHOCTh €0 HCIIOJIb30Ba-
HUS C MAaKCUMaJIbHOW CTETICHBIO YHUCTOTHI, TAK U
HCIIOJIb30BAaHUE €r0 B KOMMEPYECKU JOCTYITHOM
BUJIC.

3KCHepI/IMeHTaHbHaﬂ 4acTb

Peaxkmueunt

Crnenyrole XUMUKAThl ObLTH UCTIOJIh30Ba-
vel B cunre3e KKT PbS 06e3 momonHuTenbHOM
ouncTKU: okcuJl cBuHIA (99,99 %, Jlanxur), cepa
(OCY, Peaxum), onennoBas kuciota (90 %, Bek-
ToH), l-oktazmen (90 %, Aldrich), menen-1 («Y»,

Bekrton), H-rekcan (99 % HPLC-grade, Macron-
FineChemicals) wu »rtanon (reagen tgrade,
Khimmed), onennamun (80-90 %, Acros), koTo-
pBIi TIpEABAPUTENHHO OCYIIANIH TMPU TOHMKEH-
HoM naBienun u 90 °C.

Memoowt uzmepenuii

JUIs ucciaemoBaHHM CBOMCTB HaHOYACTHIL
HCIIOJIb30BAINCH CIEAYIOLIUE METObI U CPEIICTBA
u3mepenuit: [I1I9OM (JEM-2100, JEOL), cnekrpo-
dotomerp (JASCOV-770, JACSO), ra3oBbiid
xpomatorpad (Xpomatak 5000.2, xononka BP-1,
60 M) UK ®ypre crekrpomerp (Spectrum 100,
PerkinElmer) ¢ mpucraBkoli MHOTOKPaTHOTO
HapyLIEHHOT'O MOJIHOTO BHYTPEHHETO OTPa’KeHUs
(MHIIBO), ocnaménnoii nmpuzmoit u3 Ge (yromn
najeHus 45°, 9ucno oTpakxeHui 25).

OO0cy:xneHne pe3y1bTaTOB

JleneHn-1 Taxoke, KaKk M OKTaJercH-1 3To aj-
KEH C TEPMUHAJIBbHOW ABOMHOW CBA3bIO. B mpo-
MBIIIIEHHOCTH €r0 IMOJyYaroT OJMroMepH3anueit
STWJIEHa JUOO0 KPEKHMHIOM BBICOKOKHUIISIINX
¢pakuuit HedTH € TOCIEYIOUIEH pPa3TOHKON
[15]. Heuen-1 aBnsieTcss BaXHbIM UCXOAHBIM TIPH
NPOM3BOJICTBE MOJIU-ab(a-0ne(UHOB, HUCIIONb-
3yeMBIX B aBTO- M aBUAI[MOHHON NPOMBIIICH-
HOCTH B KAauyeCTBE CMAa30YHBIX Macell, 4To 00y-
CJIaBJIMBAET €r0 JOCTYMHOCTh U HEBBICOKYIO CTO-
uMocth [16]. [lpumecu B pgeneHe-1 3aBUCAT OT
crmocoba ero momydeHus. Mmu Moryt ObITh
HACBHIIIEHHBIC U HEHACBHIIICHHBIE yrieBoasl. ['a-
30Basi XpoMarorpadus rnokasajia copepxKaHue oc-
HOBHOTO BellecTBa — JeueHa-1 mopsnaka 98 %.
B ucnosnb30BaHHOM KOMMEpPYECKOM JierieHe- |
COJIEP)KUTCSl TaKXKE HE MEHEE JBYX IpHUMeEcEH ¢
comepxanueM  mopsiaka 1 % monm  Kaxkmas
(puc. la). 'H SIMP crekTpockomusi IOKa3ana
TaK)Ke HAJIMYHME abJCTHIOB W apOMaTHYECKUX
MPOU3BOJHBIX OEH30JIa B KOMMEPUYECKOM JeIeHe-
1 B KOHUEHTpauusX MOpsAJIKa JECATHIX IoJel
nporeHTa (puc. la).
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1H-15-RK-n_Decene-CDCI3-Hecans-55
Gradient Shimming
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Puc. 1. a) — Xpomamozpamma u 6) yeenuuennwiii '"H SIMP cnexmp oeyena-1,

UCNOJIb306AHHO020 6 CUHmMEeE3e

ABTOpaM# OBUIO YCTaHOBJIEHO, YTO CHUHTE3
KKT cynbduna cBuHIIAa BO3MOKEH B KOMMeEpYe-
CKOM JielieHe-1 pOCCHIICKOTO NMPOM3BOJACTBA IO
METOJIMKE aHAJIOTHYHON paHee HaMH OIyOJIHKO-
BaHHOM [13]. BbU10 yCTaHOBIEHO, YTO 3aMEHA OK-
TajeneHa-1 Ha aeneH-1 He MPUBOAUT K U3MEHe-
HUIO pa3Mepa uYacTUll NpPHU UCIOJIb30BAHUU
OJIMHAKOBBIX YCJIOBU MPOBEICHUS PEaKIny, T. €.
TEeMIIepaTypbl, BPEMEHH CHHTE3a M KOHIIEHTpa-
LIUHA OCTaJIbHBIX peareHToB. lIpu mnposeneHun
cunre3a npu 120 °C ObuM mosyyeHsl 00pasLbl ¢
MPaKTUYECKH HMICHTUYHBIM TIOJIOKEHUEM JKCH-
ToHHOro nuka npu 1530 am ¢ FWHM 171 am B
nenene-1 u 15258am ¢ FWHM 170 B okrane-
nene-1 (puc. 2). Pacnpenenenue HaHOYACTHIL MO
pa3MepaM IO CHEKTPOCKONMUYECKUM JaHHBIM
Taxke He nm3menmnoc FWHM 171 B genene-1 u
FWHM 170 B oktaneuene-1. Ilpu s3Tom nenen-1
Jake 0e3 JTOTIOTHUTEILHOW OYMCTKH HE MHTHUOM-
pyeT 3apojsllieo0pa3oBaHHEe W POCT HAHOKPH-
CTaJUIOB CyIb(UIa CBUHIIA.

Orr. IIOTHOCTH
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Puc. 2. Cnexmpul noznowenus oopazyos npoo KKT PbS
nonyuennovix 6 Oeuene-1 (1) u oxmaoeyene-1 (2) npu
120 «C

Bapbupys Temneparypy NpOBEIEHHs CUH-
te3a oT 80 °C nmo 120 °C MOXXHO NOJIY4YUTH 4Ya-
CTHIIBI C IOJIO)KEHHEM MaKCUMyMa 3KCUTOHHOI'O
nuka ot 1170 am npu 80 °C pmo 1530 em mpm
120 °C (puc. 3). B cnexrtpe HaHOYaCTHL, MOIY-
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yeHHbix npu 100 u 120 °C, HaGmromaercs sipko
BBIPaXEHHBINA dKCUTOHHBIA MUk ¢ FWHM 173 n
171 am. B obpasue, momyuernom mpu 80 °C k-
CUTOHHBIH MUK c71a00 BBIpaXKEH.
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Puc. 3. Cnexmpul noznowienusn oopasyoé npoo KKT PbS
NHOLyueHHbIX 6 OeyeHe-1 npu pa3HbIX MeMnepamypax:
1-80°C;2-100 °C; 3-120 °C

g peaxkuuu, nposeneHHoil mpu 100 °C
ObLIa uccnenoBanHa kuHetuka (puc. 4). Kak un ms
AQHAJIOTUYHOM CHUCTEMBI, HA OCHOBE OKCHJIa CBHH-
[a B OJEHMHOBOM KHCIOT€ B OKTaJClICHE
HanOONBIINK POCT HAOIIOAAETCS B NEPBBIC JIBE
MUHYTBl CHUHTE€3a W TIEpBBIA oOpaszelr oOmamaer
NEPBbIM SKCUTOHHBIM IUKOM IOTJIOMICHUSI TpU
1350 am. IIpo6sr mpu 8 u 15 MUHYTax MoKazayu
He3HauuTenbHbl pocT 10 1440 u 1480 HM cooT-
BETCTBEHHO. HaOmromaeMbli DKCHUTOHHBIA MK
HOTJIOIIEHHs PoOBl 15 MHUHYT Ooyiee SIpKO BBI-
paXkeH 1o CpaBHEHUIO ¢ 0oJiee paHHUMHU MMPOOAMH
¢ FWHM 180 um.
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Puc. 4. Cnekmpuot noznowenus oopazyosé npoo KKT PbS,
OMoOOPaAHHBIX 6 hpoyecce CUHmMe3q NPU Memnepamype
100 °C 6 momenmor épemenu: 1 — 2 mun; 2 — 4 mun;
3 — 8 mun; 4 — 15 mun nocne cmeuwieHuA peazeHmos

Hanouwactuier PbS, nomydennsie 3TuM me-
tojoM npu temnepatype 100 °C, obnagaror che-
pudeckoit Gopmoii. [lns onpeneneHus KpucTai-
JTUYECKON bazs HaHOKPHCTAJIOB OBLT
UCTIONB30BaH METOJA NU(DpaKIUU SIEKTPOHOB B
BbIOpanHoi obnactu SAED (puc. 5a, 6). B anek-
tpoHorpamme SAED nabmronatorcst peiaekcsl ot
miockoctert (111), (200) u (220), xapakTepHbIS
JUISE KyOW4eCKOW CHHTOHUH, TMOATBEPKIAIOIINE
ctpyktypy ranenuta [17]. Otu KKT PbS umeror
cpeanuit nuamertp 5,5 HM no ganHbeiM [IOM, uto
XOPOLO COTNIaCyeTcs ¢ U3MEPEHHBIMU CIIEKTPAMHU
HOTJIOUIEHHSI U PacueToOM Pa3MEPOB C HMCIIONb30-
BaHHWEM COOTHOILIEHUSI MEXIY SHEpruei mepexo-
Jla ¥ IMaMeTpoM HaHovacTHIlbl [18]:

1
0,0252d> +0,283d

E,=0,41+

0)

Puc. 5. IIDM muxpogpomozpagpua u SAED-anekmpounozpamma xeanmoswvix mouex PbS, nonyuennvix

npu memnepamype 120 °C
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N3mepenne HNK-Dypbe CHEKTPOB TOHKOM
wienku KKT PbS, monyuennoit npu ucnapeHun
pactBoputens u3 mieHku 3071 KKT PbS na Ge
kpuctasmax npuctasku  MHIIBO  nokasanu
(puc. 6), uro HamboJiee WHTCHCUBHBIC CHUTHAJIBI
HECUMMETPUYHBIX ¥ CHMMETPUYHBIX KoJeOaHui
CH, rpynn Habmomarorcs npu 2923 cM' u
2854 cm'. CurHambl cpemHeil HHTEHCHBHOCTH
1525 cm™ u 1403 cm™', orBeuaror aCUMMETpHUY-
HbIM U CHMMETPUYHBIM KOJeOaHUSM KapOOKCH-
nat-annoHa COO ™ OJeMHOBON KHUCIOTHI M3 JIH-
rauaHol o6omouyku. Hanwume nAByX THMKOB
KapOOKCHUJI-aHHOHA B CIIEKTPE KBAHTOBBIX TOYEK
CBUJIETEJICTBYET O OMIIEHTAHTHOW KOOPIMHAIIUU
osieara Ha noBepxHocTH KKT PbS. Takum oGpa-
30M, apaHHble Dypwe-UK-cnekrpockonuu mnoa-
TBEPKJIAI0T HAJIMYHE OJIEMHOBOM KHUCIIOTHI B JIH-
ragaaor obosiouke KKT PbS manouacTur u ee
KOOPJMHAIIHIO.

[Iponyckanue

0,64 |

0,5

1000 2000 3000 4000 5000

BoHOBOE 4HCII0, CM ™

Puc. 6. UK-@ypve cnekmp MHIIBO moukoii nieHku
KKT PbS

3aKjIrouYeHue

B pamkax paGoTel BHepBbIe MMOKa3aHO, YTO
neneH-1 MoxxeT ObITh HCIONb30BaH AJIS MOJTyde-
Hust HaHouacTull u B yactHocTd KKT PbS B kaue-
CTBE pacTBoputens. bbulo ycraHOBIEHO, YTO
MOIXOTUT KOMMeEpUYeckuii aeneH-1 kBanmuduka-
UM YHUCTBIM POCCHIICKOTO MPOU3BOJICTBA, CO-
Jiep>Kalluii apoMaTUYeCKe yTieBOJOpOAbl B Ka-
yecTBe mpumeced. Mcmons3ys pa3pabOTaHHYIO
HaMH METOJIUKY, MOXKHO mosrydaTh o0pasubsl KKT
PbS ¢ mepBbIM 3KCUTOHHBIM MHUKOM B JUAIa30HE
qumH BoJH oT 1170 no 1530 am. IlokaszaHo, yTo
BapbUpysl TEMIEpaTypy NPOBEACHUS peaKluu
MOKHO BapbupoBath pa3mepsl noaydaeMbix KKT

PbS, npu 3TOM pacnpenencHue 1Mo pasmepam He
CUJIBHO MEHsSieTCsl OT Temneparypbl. C MOMOIIbIO
HNK-Dypre crnekTpockomuu ObLI MOKa3aH COCTaB
aurangHou o6onouku momydeHabrx KKT.

Aemopbt  evipasicarom 6nazodaprocms  Llunu-
neuko I1. H. 3a xpomamozpammy deyena-1.

Paboma svinoanena npu ¢punancosoii noodepaicke
npoexma PH® Ne23-23-00300.
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Synthesis of lead sulfide colloidal quantum dots in Decene-1 as a solvent
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The new approach to the synthesis of lead sulfide colloidal quantum dots was developed, apply-
ing decene-1 as a solvent for the synthesis of nanocrystals. PbS CQDs with maximum of exi-
tonic absorption peak in near-IR range from 1.17 to 1.53 mkm. The impact of temperature and
reaction time on the optical properties of synthesized PbS colloidal quantum dots was studied
in detail.

Keywords: lead sulfide; hot-injection synthesis; precursor; quantum dots.
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