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HR7 300—500nm 4, KEE 0rm BlE,

A SbCly 70 NaySeSO; A REHEIT K MES KT ShoSe; Hikda. x-5TA&FHER
AW AIE S . TEM 1 SEM KA, S A SbSe; FENHR, REAE
200-300nm, KEE 100m Ll b, FRZSREGFRETRALKR, RNEE% 200C.
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R : BixS; HIKHE: SheS; UKHE; BIRME; SbySes HK ;s Kk
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ABSTRACT

Bi,S; and Sb,S; nanorods were firstly synthesized from the precursors M { S,COC,Ho
) 3(CsHsN), (M=Bi.Sb)and M { S;COCHs } 3(Ci;HgN; )(M=Bi. Sb)via hydrothermal
treatment at 180 °C for 20 h. The products have been characterized by XRD, TEM, SEM
and UV-vis spectra. The XRD patterns show that both of the products belong to the
orthorhombic M,S; phase and the products are highly pure. Transmission electron
microscopic (TEM) and scanning electron microscopy (SEM) studies reveal the rodlike
appearance of Bi,S; with a diameter in the range of 30-50 nm and a length in the range of
0.2—0.3 ¥m. The Sb;S3 nanorods have been prepared using PVP as surfactant at 200 °C
for 20 h. TEM and SEM studies reveal the rodlike appearance of Sb,S; with a diameter in
the range of 300-500 nm and a length over 10 tm.

Sb;Se; nanocrystals were synthesized from SbCl; and Na;SeSO; via a hydrothermal
treatment at 180 °C and pH= 9-10¢ for 20 h. The XRD patterns show that the product
belongs to the orthorhombic Sb,Se; phase and the product is phase pure. TEM and SEM
studies reveal the ribbonlike appearance of Sb,Se; with breadth in the range of 200-300 nm
and a length over 10um.

Keywords: Bi;S; nanorods; Sb,S3nanorods; precursors; ShoSe; nanorods; hydrothermal

treatment
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HABEREE, BAREX, MaFEstln, RETH, X BARTERK
-

(DA BB H BUR R R B SRR AR TiO, S BB B i
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IHELEGK A ERITIR, 8RR — S SE—E KRN, SICHERAKR
EREIRENEM, SIEHHAR, BEMTERTHS FKFLGRREE A%
MAEKSRE, FHTH—SHEREEHNEFR TR RHNAXFHATHERZ
MARER, ABRLIESTFRPLER. SEMETFRERAESEXD, RiF,
BT IXERENKEHEIRTRERREATIIMRIT S SRR T X%,
BRI R —ME T ER T FA R X AR EEREMEN SR
MH, B—1EEHREHNRE.
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B AR E R R BB T

151 HRE&THEET

(1) "mEHEERN
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BEWERERA, FAREESEPEERRESEYR AR E AT,
LP.Parkin Z154:/8 (Pb, Ag, Zn, Cd %) M S B Se B EAMEF SR & BFHY .
BEBRATRRER— RIR—BRERET (S, S SN, SN, EMNAFEEA
WHENERBER, FREEZE FH#T. BiBEIM PoS. PbSe. AgS & Ag:Se K
FHiEHR 50—100nm; {8 ZnS. ZnSe. CdS f1 CdSe AL ERS.
AEEERNEES, REYHELSHNEERE, EHELSTEERR.
k5, PMat-teazzi FFRAGUMETE 4118 — RIIE BB AKTHL . RNWT:
MS + R — RS + M
Hdr, MS=FeS, WS;, MoS;, Cu:S, CoS, PbS, ZnS %, R=Al, Mn, Fe, S %. BEAGE
ERARBY (MS), BRETERMHEEN RS,
(2) ZHRN
EAXMERTERERNA BV HERE FAKNIRLEWIHITRS, RXET
k. REMTF:
2A¥ + xBX  —  AsBy
K A-2RAET; E—S%. Se*'. Te*; % RAIGRIEAE HyS. NaHS. NayS. Nay$,0;.
REiES, BT RNERY pH H. RNERIRE LR R T Hik
FRIRERY . BEREEERHEHEAN HS 54,
A BHEFIBKN
EHMSEREA NaHS. NapS ZEKFRTREIE, W:
CdCL + NayS — CdS + 2NaCl
ZREFHHTF CdS. ZaS W&, RMNER, £ ERRFRNGES, 105
T H,S. NaHS. NapS 2 (NH,) .S Bl LHB/Y . 1185 REAMYIEEY,
R ST E5ERMETES: EBINGETER bIELRH . 2ERFHHEY,
VAW pH HE B SR, filln, diT—%&BEFRANLAY (W BiCls. SbCl.
AEEBRENYEARRYE) EKBEYETKBEABEHRELDRETELD,
TEA BB AL e T E R R R AR B AL B K BT R R A KRR, B
18 R NEET K IR BT, 0%)4E IVB-VIB K& BB % e N Em ok L%
ZIEHi#AT
B. A &RULEYTHRN
THREEMH—ERNRRRFTHUBREBSIY ST BELSYRETIE
RBikamz |ifT. Fim.
CdCl, + S(Si(CHs)) — CdS + 2Si(CHs)Cl
ERERAENRPTMEFRBENIENE, HIIRNKHT. FHERILA YR
BNERBBENPUBHBEEFLE, ETEIBNMRPHEHRAK.
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M.L.Steigerwald AR Me,Cd 5(TMS),E(E=S, Se, Te)sl:# TOPE(E=Se, Te)iE
&, 83 CdS. CdSe. CdTe fihi. RMNAH T RinBEEMTRE.

C. HURERBIE T AT R

PMatteazzi S F| AEKE M 5 R ITHK B OE %, W

MS + CaO —_ CaS + MO
MS=FeS, WS,, MoS,, Cu;S, CoS, PbS, ZnS

FYIR-E4 CaS AR MENY . THE p-( WS CaO) 5%, XRD HH=H+
CaS 1 CaWO, #1 R <H4512% 10 71 12.5am"¥,

(3) HERPL

FAEE M-S BEHTEFLAVERR TR, SREERLY . ERNEE
B, JFHBEMAY A4, Olinda C. Monteiro %5 A% N-FFE SRR CS, BN El60
Bi,O; FEEERP, HEFMH TH KD 24h 5178 Bi { S,CN(CH;)(CeH3) }3» X B
ZEMAER S R HE Bi { S;CNCH;)(CeéHs) ) 3 (C2HsN)) » B EL Bi {
S:CN(CH3)(CsHy3) } 3 Fl Bi { S;CN(CH3)(CgHys) ) 3 (CroHgN)ARTHRAE, N2 R TEAR
FIEAP RSB B AAR TR RES, FAPBEER: (1) BANHFREKMT
BENRFELRE BLS; K. (2) BEREREEEY BiLS: HEREFTHEENZ
W, B EE A BINO; s 5 & R L M= ZE B EE F B H(NaS,CNEL) & R 8
Bi { S;CNEt, } 3 ATZEME. L Bi { ;CNEL, } 3 AHTHEAE, RAK, ZZEHRZZ
BEAERNEREZEARSREBRGRIERMGRED, HB LR (1D BkRE
FIKFEYHLERZ _BAERNEYRTEAD. (2) RN EDHBHKE,
EZ_ETHBHRE. ) FENREEERNERTRADRTHEXE.

wEEREINNESYE LIRS, RETUERANBEARSHAPHIT. H2RH
PiLEmAS RFEEE, AERBENER.

4 HUeEER
RMNIET
100-160C
cd®* + S(DMSO0) — Cds

FIF RSP ARE T BERIURRT CdS W&k, BRtXAEE
FIBHR (EL Se. Te #), ®WHCAM M HibERFAY.

(5) KIMMIHRBE B

KHEFAEHR-MEFFTRAFTE, ANEARIBTETHEHAER.
BT BOEL RURK/DMTERZOKE . RN, T RNESHNSERN
ENHTRN, AHTHRERPHERRN, WA LIRS HyS IR AT 5,

BEXREFERARNALE, ZEEERERA TRADE R — 3 8%
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BRI El& . EAKRENER b, UIBENERBAK, EH0BETERERRIF
RI& Rk, §F KT AKBEHMEATE. A, EKERNESH R, mEits
Rt Bofrthae. BREHE, HNREHBNE, SHHENAEXNRLE RN
LFREREEKRESE, RETHRZR, HFATRESHABFEE UKL LY
(WEEM). EREFKEANFRAFABHRAEEEERTNEONE, AT —
RIMERHE, FRERERBRCHREZEANMEN.

BIBEEH BiClL SHRAESRNYHFL EDTA ARAFEZEFRE, T
40CTFRAL 12b, #I&BEKL 500nm. TN 30nm HIEARGAREDY, vk
EDTA ZE2HI7EH A ERF SR EH ; Zhang Weixin Z L1 Bi(NO3); # NapS.5H,0 42
BREY, EKERTS 100-170 CTHIB4K#P; T Shao Mingwang W) 1%
BAHIR, EREFKERPR 150CHIFET KM 48h SIEKEY, 2N
B EERIMEIMEEREEKOER.

MPE. BTREERIEKAR (M -M_FE. XHEX) , AIEENRS
BEATEBRBEET (<150T) &HH CdS. Sb;S3. InyS3+ CoS;. SnS; FUK IR
B, RERETF:

x
CdSO, + NayS, — CdS + NaS04 + 28
GiF S
2MCi; + 3 NayS; —> MS; + 6NaCl + 68
B
NCl; + Na$; —r NS; + § + 2NaCl

M=In, Sb ;N=Co, Sn

B, EdEHESENER, LUANSE R BYE-A T RS -&Y ARk E
VRBARTERIFRENEN. AXETECSEMT InS FRERKE.
Meng chen ELABRRAIK CdS HETHY, RABFFBRELERBR (highly orented
solvothermal recrystallization technique) , Bl EFAENHLERRE. CdESHE
Fi. BRILLAR CdS MRBE THREEM CdS HkAY,

152 HHA. FHEH

(1) B TFUEFE

BATHERE—THERBERXN—Y RYBILEREMEMINRS, TR
BUERES TEMEN—TIFMNER . EREANEREREZENRIEH, BT
ORIFRH. B, TULBRATHRMESIENEDF FHRETES B L Fa4RE
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Bt ) RELSYESGBARPEAREIE

FRE, EXHXSPRETY, BHAELERAERENBEN. NAELT
F T EE SRR R SET HRHGRMEALER., HRSA%E. Gt
. ENEEANENHASHTE—SREA, TANAGETH—PHE.

A. Y FEH%KE

AT BRERUSFREHMADREMEN—RFTE, 2—HESTIENE,
FF BBER ALK, DHAEFITREED), OFEBHBMIELN

BTE, RERXHE, FREREERENAKREWER QAERANMKEHER
BEERME, XEETH=WREHERMNEE. :

UE¥EBENR ST BARHE IR EHT THR. Muray 25554
FHARER, RAREREEERT PKEE. IEEE - FEERHN =5
) CdSe 40RTHL, EFAREETE—ERIETHER, KREETREEHFEEHIE
&, CdSe BWIRARFZENPITH. 2494, AXWHFEAEBRINGXEAREEFH
P ETABIMAKR . Shaki EPVEM K ARFARMEEARB AL AR T KE
BEEE) 1um , KBHN 5 BB Co Ak Bk, Petit ZPINF AARHASIETA
HRIERIZK Co Tkl K de Moel ¥PIN BB FUES FEHEFELATES
WPSYH ALK& B,

B. #iRik

BiRESSFEAEFE—H, BRE—FBIFHENTE. EHEABERL
SURRGU—NEEEEEIFHRERAER), FE—EFFTEEENEBT X
BRI & R

Van Blaaderen ZPUH B F RS 2 THE ET HANHEA KM B 5SHAERTFR
STHLECH TR, LHZm TR R AR B S P SR F TR %k, 8
AR AR R BVRAE, T CAR BRI A R AR R R, AR R X —
REMT ZEHFE R RS K . Terech Z0P'VFI R4 Wbtk MEIR, 28—
KEBFPAEERT RERN 49m HEERAKE, AERGKERBET —45
WM. NRAXFFEHRMKE, ERELEPSTFEH.

E AR THEKES RO R RS . P ERRKEN Ge EPILURESY
Baml, A Y HEBHEZREEHTRIILRT CdS JRREMER S K. ERK
iz 2 S0 B 2 AR TTEER AEO- 7 TERBIN F I SR, £551%&
T CdS Fl ZnS PK& K PILEHM CdS & PbS; VAHHEE I HEEISEH T —
RIBRIL S BRGS0 )1 K3 60 TR0 F R S AL AR AR B 1 & ik b,
Tl a0 R [t T SR AR KR RSP B E 45— T kR
AR, &M T CdS,CdS/Mn ,ZnS ,ZnS/ Mn & ZnS/Tb Z5K k.

() WEAR



mtie X RS 9E Sk RS RREIE

KM E T E AR LA RNAA. R REEEREIREER. R
A B4 TUREFHINER AR AFYNERESR AL ENE
. AL, HEBRIEAFTHREAEEREAMUERELTR. BREMEE
FEE AR R 2R, MBREATTENMPERTZNE, BT ikaE
BEES, FHAMBNHARMEEEE. MENEDSRERHELE, 28518
Rugd. MEHEE. ETSIRRMBHEE. MTEEMERRERK 3T
H, BRBREER, THEMNMEMARERT, SEAHS SREAS A,
B R N R 2 P SR HEAT

RIBBELL BiCly; H NaySSH,0 AR N, KAMEE, 7EKERP B
£t 6min BRPAKAELY, LRRATHUUBERFERFTMRT BirS; 4K ENE R
B, LR TN MEEH R T BLS; KENERE. He
Rong % UL Bi(NOy); FBRIR A &5 R N, KARMBEIHEDL PVP BHlREREHEMNE
gk EY, itk DMF R PVP AR THAGKIE.

(3) BEER

B ERENEERNEN AR EEFZIANBE BRI RE. B LEDN
[EE R 8T FZ 4L (cavitation). FELERIRBAPHNMEEGEE. RE. K. &
FEHB, RHIIROYE, hETih. MECEARE. #d. FERT L RHA%
R S R B 5 R AN 3859 18 AR P P LT B B 55 A TR/ X S AT S R 1K
S UM X F R/ AR . A B, RENN R AZESLERRMRNE
B, H 7=A B ] B BT~ 5000 K)F0 78 Fx(~ 1800 atm) K 483t 10" K/t HE B, 3%
£ Bl 58 74 09 R (BB A 400 ke M R BB R OGIER . B EATIR, BAESL
R MBI T4 44T (DI RF S, rERIHER): Q)
PR RTHSR. BEMNBENAR), CUERBMFBRN): OFLRNGE
S HHE). AFFTANEEREVTFHREFRERRNTHE. XRAE—RE
TR REELAE LALLM 2 AR T — M R B IR, — R, ik
¥RNEETEREE=AMPRMEES: (DRBZAES: QETHLBSHEEN
SE)-HARL: OXEEZUNERAEBHRER. £A=1MKEY, MBERME
AFEM AT, BERTPHBERATENNESE. DK, ZHRPER
BAETLUATIZ4000K , HEURERE, EXFI0KANEET, PEmMmMmkK
BTFREERY . WRRNAETEDUBRSRBEHSRER). AAEL BEENTL
P R T LUAE19000 K, M ERRAMHKAF. £ Suslick¥s A KIBF LA
R, EBHITHHFEH T Ha(hot spot) Hid: FEUSIEMEMBRABRERE, RER
TFUZREH S P OMRGERMTEEZ AR, KRB KOBAERELFEAZE.

Mingwang Shao®¥ A LACdCL 5Na,S 0 Bk, B TEAE RN =XRIhHIBCISH
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B2 HEASYESAAKANEARRE

KEPY, G.8.Wu AHCASOMINGS:0:B T SRABNEE®EF, R MAHEC
AR, B R RIPKE,

1.6 AXMHRABZRUFA

KBAEBREHERKMEN—FEEFTROHE, EdARESFHE&HF
. B, BAR BRURKMTEMGKRGR. B, bTRNEEFEANEE
REERHT, BRTHHFEROSHERE, W] HS XERSEMm R, 453X
B, RNFTEARERESTHEANNSY I RERD K MERE&EFHE
BisS3 + ShS; HKE: HRAARESH T H1K SbySes.

FEBL;S3 FISbS;MAMIEREY, T ERAHERE S PHREANMEYHITE
it A AR EIEBIS;  SbySy, MBI HEFEA IR S AR BRI R Y B A R R B
MRS, B CATHRAENFELEPVPEIMAXN YR Ew, B3
THREHS. HEAEFHM,S; (M=Bi. Sb) g1k R. %345 T & B # sk m skl
HiE.

HRAKHEEEE SbySe; Gk S MRE R S5, B ik FARZEA BT ShaSes
MRS, BEARERY, BIERERNERE. HREE PVA HMARSHREBIT
53 ES R SboSes Ak, HAFEAMAT pH EH AL H.
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B3 FELEDY S HHXROEARRIE

FE HREREESWHHREHE BLS; 9K

21 ZREH
211 HflSXE

W% (AR, BARBLERNTRAF), ZHLK (AR, BHEHALSE
ABHAERAT), MHTHE (CP, BALALERNGRAT), S84 (AR, F
BEEAEH LELEAAERAT), N, N-_HBEFBERK (AR, EHERAKER
FIHERAED, RIEUEER (AR, BEREALZEEAFAETRAF), 8 (AR,
BRAEAAERATD, 1, 10-FPH (AR, BAEALEIRNERAA), W
i (AR, LERELFRFERAFD.

KDM BB MAE;
-1 M 5 a8,
ARA SomL MR H RINR ZEN BRI E;
DHG-9076A & s #hfa iR B R T 1R 4
Bruker DRADVANCERIXSHERATE X (Cu¥l, 3=0.154nm) ;
H-80050:E 5 A F 2% (JEOL) ;
RENISHAW BI85 7 8 H i
PHIS300X 51 28 ) 81 T BB

B 110088 5 — W] BA A YA

212 TBFE

2121 BIRAEHIFE
AR TR 28 [EIIMVA AR AT 250mL = OSHEF, A 0. 2 mol T B 0. 24
mol A BT, BEHEHEIBHIN 0. 2 mol MEELPBCEIRET 40% KB, FE
FA4 T RAY 3-5h ERBKRAEE, o iE HAEARN, N R REBRE (DMF)
R, 1B WRINEIHER%E DMF 3P, g BT B E R Bi ( S,C0CH
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Figure 2.1 Raman spectra of the Bip$3 nanocrystals and its precursor
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b: [Bi { S3COC4Hy } 3(CsHsN)]
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Figure 2.2 XRD patterns of Bi;S; prepared at 180°C for 20h
a:  precursor is [Bi { $,COC4Hg } 3 (Cj2HgN2) ]

b: precursor is [Bi { S2COC4Hg ) 3(CsHsN)]
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Figure 2.3 TEM images of BiyS3 obtained by hydrothermal decomposition of [Bi { SCOC4Hy }
3(CsHsNY,} in distilled water at 180°C for 20h
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Figure 2.4 HRTEM images of Bi»S3 obtained by hydrothermal decomposition of [Bi { S2COCHyg }

3(CsHsN)] in distilled water at 180°C for 20h

224 XPS 42t
19 . ’ (a)
9 e -
a ,
o° o
g? 2 T
& .
Y| R =
o e -
€5 " l4p , Do e : ,'
£ O Bi, g (38)'
.;3 IS 3 4d : C l4f 2
Z 1S
< ,
&~
1
I R TR T R—
- BINDING ENERGY(eV}

16



BIex REL AV B AGKEN SRR

S~ e O O

Relative intensity(3.108K C/S),_,

=

o A A PR SR

174 16 1 1%
BINDING ENERGY(&V)

ade

154

ovat
00 D D

S ©)

Relative intensity(0.23 1K C/S)

.

8 28 30
BINDING ENERGY(6V)

TR

D
=
=3 B
o
Lo
=

25 180C. 20h &M T[Bi { 5;COC4Hy } 3(CsHsN) AR BT 21 BinS3 4K XPS #H
Figure 2.5 XPS spectra of Bix83 obtained by hydrothermal decomposition of [Bi { SYCOC4Hg )
3(CsHsN),] in distilied water at 180°C for 20h
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Figure 2.6 UV-Vis absorption spectrum of Biz$S3 nanocrystals
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Figure 2.8 XRD patterns of BioS3 prepared by the decomposition of [Bi { $;COC,H;, } s(CsHsN),] at

different temperature
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Figure 2.9 XRD patterns of Bi83 prepared by the decomposition of [Bi { 8;COCHy ) 3(CsH;N),] at

different time
a: 10h; b: 20h; c: 40h
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Figure 2.10 XRD patterns of Bi3S3 prepared by the decomposition of different precursors
a: [Bi{ S;C0CsHyg ) 3 (CpHgN2) s
b: [Bi { S2C0C4Hg) 3(CsHsN)gl:
c: Bi{$;COC4Hy ) 3
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Bl 2.10 % Bi{ S;COC4Ho } 3+ [ Bi { S;C0C4Hy } 3 (CsHsN) 5} BLE[ Bi{
S;COC4Hg } 53 (CiaHgNy) 1= FhETIRATE 180°C. 200 FHEETRH BiyS; 1€ R X
S E. i 2.10 (), (b) )4, EA[Bi{S;COCHs )3 (CsHND 18
B AR AT BiyS; £ RERIT. HIEE 2.10 (). (b) A()BRE¥AEIRE, #
Fi Schereer AR EE =M 41K BiyS; B &R R T 5374 44.8nm. 24.4nm F1 35.6nm,
BEA[ Bi ( $2COC4Hy } 3 (CsHsN) S A AT B AHE BRI BioS; B RT B
2.2.7.2 TEM 4+

B 211 180°C. 20h 94 T Bi { S;COC4Hy ) 3 HMFTBH BigSy 41K &E TEM
Figure 2.11 TEM images of BiyS3 obtained by the decomposition of Bi { SCOC4Hg } 3 in distilled
water at 180°C for 20h
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B 2.12180°C. 20h HI%H T[Bi ( S;COC4Hy } 3 (CppHgN2) 1R H) BipS3 #K &% TEM B
Figure 2.12 TEM images of BizS3 obtained by the decomposition of [Bi { S2COC4Hg } 3 (C12HgN2) ]

in distilled water at 180°C for 20h
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Figure 2.13 XRD patterns of the BiyS; nanocrystals prepared with PYP
a: Bi{5;COC4Hg) 3;

b: [Bi { SCOC4Hg ) 3(CsHsN),]:
¢: [Bi{SyCOC4Hy }3 (CyzHgN2) ]
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Figure 2.14 TEM images of BisS3 obtained by the decomposition of Bi { S9COC4Hg ) 3 in 9.1%
{wt%) PVP

A 2.15 PVP A F[Bi{S;COCHy ) 3 (CiaHgNy) JFAEFTR A BirSy 4K &) TEM
Figure 2.15 TEM images of BipS3 obtained by the decomposition of [Bi { S;COC4Hg } 3 (Cy2HgN3) §..
in9.1% (wt%> PVP
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Figure 2,16 TEM and HRTEM images of was BipS3 obtained by hydrothermal decomposition of [Bi {
$2COC4Hg } 3(CsHsN)]in 9.1% (wt%) PVP
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Figure 3.1 XRD patterns of Sb7S3 at 200°C for 20h
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Figure 3.2 TEM images of was SbyS3 obtained by hydrothermal decomposition of [Sb { $,C0OC4Hg }
3(CsHsN);] in 9.1% PVP at 180°C for 20h
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Figure 3.3 XRD patterns of Sb,S3 at different hydrothermal temperature

a: 150C; b: 200C
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Figure 3.4 TEM images of Sby83 at different hydrothermal temperature
a: 1507C; b: 200C
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Figure 3.5 XRD patterns of Sb)S3 at different hydrothermal time
a: 10h; b: 20h
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Figure 3.6 XRD patterns of SbyS3 at 200°C for 20k
a: precursors is [Sb { SYCOC4Hg } 3(CsHsN)z]
b: precursors is Sb { S2,COC4Hg } 3
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3.7 200°C. 20h BI&ME FRARETBH) SbySs 4k R H TEM A
Figure 3.7 XRD patterns of Sb7S3 at 200°C for 20h
a: precursorsis Sb { S;COC4Hg } 3
b: precursors is {Sb { S,COC4Hg ) 3(CsHsN)]
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3.8 200°C. 20h &4 T[Sb { S,COC4Hg } 3(CsHsN),1ATR i) Sb,S; HK B X S48 E
Figure 3.8  XRD patterns of Sby$; at 200°C for 20h
a: indistilled water ; b: in9.1%PVP
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RNRE% 20h. RACAER 200CER4&HT, AEE [ Sb{8,COCHs )3
(CsHsN) JJ#E 9.1% PVP #HAK P HIEF B SbySy KRR X HEHHEME
3.8 Fim. NE 3.8 WILLE Y, & PVP BB AAELENEMLY. PEE PVP NTFTE,
e T SRS
L% 3.2 F13.7 &1 TEM B/E WA, PVP MFEATBMAKEA MM, 53
BHEEKX.
BLEIA, PVP AIMAAFIFHEL=YWREN, TrHuaEE=winE—1 F
FbRIEA K.

33 MG

ABERAABEEEH SbyS;, BRLRARBIUTILALER:

(D) RREG RN KEFEENRATS2#. dTEEIERR
i, PMUESFEEYRENTR, WeERBIEHY. BiiAAEME PVP 4
HF, KMEEE 200°CH Kk RFEE) 20h BHFI T SbaS; KBRS K.

(2) PVP FUMAF M T HEE YRR, TEBTEE=YEE - RREE
K. '
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FIE 0K ShySes KK KSR

41 ELRE4H
4.1.1 AFMES5HE

=48 (AR, BAEALFRAFNFTRAF), HA® (AR, BAKELE

HERERAR), RZEE (BHERAUEEAETRAR) , @8 (AR, LEEX
UIHBRAR), TKEHEH (AR, BRAEAFERAF): ZF (AR, &
e AFAFBAED. '

HH-8 R BAEE AR R

11-1 E s iR

BN SomL MAR BN ZEATERRNE:

DHG-9076A. & s #ivid & 3 KT 1548

RENISHAW s 8 y6ig .

Bruker DSADVANCER{ XS £ AT X (Cu#ll, A=0.154nm) ;

JEM-100SZEST s F 2% (JEOL) ;

LEO-1530 B3 4

412 ERFGE

4121  0.2molL'Na;SeSO; FH 5 &

FREX 12.6g Na;SO3 3 T 200ml 248K, I A 3.2g Se ¥, 76 70°C4&A4F T [ % 24h.
HEERRHER BTHRARTRTELRE.
4122 4.8wt% PVA BEHMAEH

4.8 wt% PVA: FREK S5g PVA BT 250ml = O4E, A 100ml 58K, 90°C4&

HEF B 2h ERE,
4123 KHRM

FREL 2mmolSbCl; (0.456g) MMAZ) 10ml 1 mol-L’ BEABEH T HATEN, B
DA 20ml 4.8 wt% PVA $iHih%s), RIRF NaOH B#ORY pHE, REEHEARE
S TFHM 10ml 0.2mol*L'Na;SeS0;. ##1#545 FEA RN S0mL M+ RIUR 245
MABEMRMENBITKBRMN. KEREER 120-200C,KH R MBS 8 A
10-22h. KHREERE, BREPNEZE, KRR HIHEEKNZEEL
YERR K, &‘ 60°C &M T AT & 5h.
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B 4.1 Fr8%Y ShySe, SR SN X HAT 5 B
Figure 4.1 XRD patterns of Sb;Ses
Bl 4.1 25 pH =9-10, KALEE 200°CH K RIES[E) 20h F772# SbySes G1K &
X STEATHE . Ech RS s HIX R IEST SbySe; 4K & (B EfFHxRM&H)
5 JCPDS £ 848 —F( (JCPDS No.72-1184) . ) . HIEME 4.1 F Sb,Se; BIRFTH
WA RE TR (BRI R, B Scherrer A3 BL.S: 1k B FHki#Z 4 23. 5nm.

422 TEM F SEM 4+-#1

TE R NRPE A 200°C L R S7ET [R] 3 20h R0 pH=9-10 9L &M F, Fi73 ) Sb,Se;
24K B TEM. SEM RIB A 4.2 71 4.3 Frn. 1B 4.2 T REHR—FHH AR,
TEA 300nm 5, KPEE—BIHEK SbySe; K G, HER K 60-80nm, K&
AT 10: 1. HRTEM B REAFES 033 om, MRF[001]5&MHE. SboSes K FH
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HSEM B, &85 TEM —#.

4.2 pH{H=9-10 B A/ Sb.Se; 92K M) TEM 5 HRTEM B
Figure 42 TEM and HRTEM images of Sb,Se; at pH=5-10
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B 4.3 pH {H=9-10 FIB7T43 (1 SbySe; 41K & f) SEM H
Figure 4.3 SEM images of Sh,Se; at pH=9-10
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o
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20(°)

; 4.4 IR FE T BT3H SbySes PKARAYT X SHERTH %
Figure 44 RD patterns of Sb,Se, at different hydrothermal temperature
a: 160°C; b: 180C; c¢: 200T
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TER N ES[E] % 20h, pH {H=9-10 IR E&MHT, TREETHEH SbhSes 41K
M X AT B A 4.4 7. B8 4.4 &1, JBRMCREN 160CH, ATgteEH,
HHRNATS, EEHERAA. YRABERE 180CLL LN, REEHK, B
AR —) SboSes T4 g, TTEBEH RICEKIRE S RELELT. SKBEEND 180T
0 200°CRY, FH Schereer A fHE K SbySe; WRHRTAHA 22.4nm

23.5nm.

424 RNRREMES

Intensity/a.u.
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I v T
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4.5 TR (A FT8 () SbySey Sk R B X SRS A S
Figure 4.5 XRD patterns of Sh,Se; at different hydrothermat time
a: 4h ; b: 12h; c: 20h
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Raman shift/ecm-1

4.6 T FIRTE) T TR SbySes A MR B4k
Figure 4.6 Raman spectra of t Sb,Se; at different  time
a: 4h ; b: 12h; c: 20h
FERRNHBEH 200C, pH H=8-9 HIKREMHT, AR FEHSHI SbySe; K5
B X BEATH EENE 4.5 R, B& 4.5 TR, LREEDTF 1200, AT5HERR
i, HERNEATE, SHHERE: SRNNAEZE 20h, EEHE—H SbSes
g, RARNOHTES. Bk, RN E~KEEEZERNETIREORS
mEREE. RE B, Y45 RE-ET, EEKKSME SbSe; MRKK.
AR 1) T RT3 SbySes JUR AR 2B E (B 4.6) RHI, KRS EH 20h
B, HBLT SbySe; MIEHIBE MEIEM, HratpiEs—H .
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425 pHEMEW

Intensity/a.u

A
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20(°)

B 4.7 AR pH {EFT1E K SbySes FK R X H&ATHE %
Figure 4.7 XRD patterns of Sb,Se; at different pH
a: pH=5-6 ; b: pH=9-10

B 4.8 pH {H=5-6 B FT7RHY SbySe; FLK M) TEM B A
Figure 4.8 TEM images of Sb,Se; at pH=5-6

FERRRFEHR 200°C . RELFE)% 20k FIAE pH ERIZRAHT, Br869 SbySes
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FARRN X S ST EBR TEM B 4.7, 4.8 742 PR, 1@ 4.7 AT,
TEWG RS, RIT Schereer AR TE, MMEMT A SboSes HiXK
SR RTEXTREAGTHEMN SbiSe; MERRT. AAFE pH HHBH
SbySes A KF i TEM B A EILIE W, pH (85T SbySes RIS WEK, = pH {H=5-6
Bf, SbySe; FIFESRE AR, HEBN 200-300nm; %4 pH {5=9-10 i, Sb,Se; FIFE
R—EAN AR, BF—HIERAK SboSes, HEFH 60-80nm BB E pH
E=5-6 Bt K.

pH {EX1 SboSe; Z1K B A FEAR 00 R 1 7 B o) BB B R B B B RBYR A Rl . =848
EKFRAKME TMABABRESLETFIKE, WENARESEEETKZER

S ER &S T HREEFRE.
W EHT SHIMAEF RN T
SbOCI + C4H 05 > — SHOC4HLO0¢ +CT - ')
SbCl3 + C4HeOg + 4NaOH — NaSb(OH)C4H;05 + 3NaCl + 3H,0 o))
SbCl3 + C4HgOg + SNaOH — Na,Sb(OH)C4H;06 + 3NaCl + 4H,0 3)
© SbCl3 + C4HgOg + 6NaOH — NazSbOHC4H,0g + 3NaCl + SH,0 @)

% pH {8=9-10 &f, Sb(IHEZE% SbOC], A (1) XBITRMN,
BB A T R R T .

SeS05% +20H — S¢” + 804 + H0 (5)

3 Se % + 25bOC4H,0¢ + 2HpO — SbySes + 2C4H,04 > + 40H 6)
TR TR S,

Sb>* + tart — Sb(IIl)(tart) 0]

SeS03~ +2H" — Se + S0, + Hy0 (8)

SO; +H,0 — SO;2 +H' ©

3Se + 2Sb(Il)(tart) + 38037+ 3H,0 — SbySes + 2tart + 380>+ 6H" (10)

FCh, WAL TRRIRY Se”, TOMMPE A4 TR Se R, Se” 7E/kep AUHS iR
RS BER EET T Se £, XHIBHBAXK SboSe; M=+ B EHIFR.
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FERAKABEERT ShySes, IR T REFMX =YW EWE, KILKNE
. RAHEA pH HRERE SN EERE.
(1) RMEERER R RN RELMUE R TERENRRE, BEHT R
B K. IS REE B KK 2E SbySe; BRIER. B, RNEEHR 200C, KA
B IR] 4 200 B8 FI FRIZ A SbaSes Z1K & ME K.
(2) & pH f5=5-6 It, SbySe; Ak E NH#R, XERH 200-300nm; % pH {E
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=0-10 ¥, SbhoSes FKMHIEEH L AR IR, EEH — LK SbySe; KR, HER
77 60-80nm, 72 BAE AT pH {H=5-6 B}AT SbySe; FKAR-
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1. ARCRAKAGEHEERERAY M (S,COCHg } 3 (CsHsN) 2 (M=Bi.
Sb)F1 M { 8,C0C4Hy } 3(C12HgN2 Y(M=Bi. Sb) A AT IR AL T 4 8 5 T #4R BiyS; «
SbySs A KA. BT x-S, BHBETFEME (TEM) AR TERE (SEM)
BRSN-AT A (UV-vis) A& RPN ESMREREHRT T RIE. x-HETHERE
BH: ZERMCEFEN 180°C, RMEHEA 20h BF, A HAREI BLS; BIEEXHEN: 4
RERY, AR, TEM f1 SEM T3 A, BiLS; A KEBERE 30-50nm &
H, KEE02—03 m Z£h. E5-aT MAE (UV-vis) IR R XA, BiS; AKE
BFEHRER 1.67 nm. M PVP KHEHT, RBET ShS; 20K, HREE 300
~500 nm 4, KEE 10mm ML, BEETURBILTER:

1.1 BiS; Bkl

(1) HERMBEMREBLS:HKEMNERERF, BEEIRSBRHEAMLY
BER: RN EER, =Y BT ER S REsit, mamESKe RER
¥, BRRENAEKESFHERERN. BHITHEAEEISOCEMF T RA200H 71
Bi,S; &SR, BEERFELLD.

(2) PHEFHFENBLS:FKRBNEREMER, B FE~DHERS ERE
AEHGKEREYS,

(3) PVP IMAYIRRE =Y E M, ERX RN EWHERSAETAR.
PVP FIMAN A AT PHRARTRESHERLER, ERMATE=INEZR
R BB FEMHINARE: EL PVP MMAXMSEFHRANITBREERIS
BE, FYURREREARARRREL.

1.2 Sb,S; %%

(1) R B R EUR M Al A ER R B A AT A e 2 0% . B TR M ey
g, AMUEEEHENER, heaERBIELY. BHASEMSE PVP M4
#F, REEE 200°CH R E 200 85 R T SbaSs JKERE B

(2) PVP I T FI T BEL =S, TTHBRRE=YRE— M aREE
K.

2. L SbCly 1 Na;SeSO; Jh FREB T K HIEA BT SboSes FIK G x-FRRHE
KHEY B ELABEH . TEM ) SEM BFAKH, AR SboSes TERFR, BE
E 200-300nm, KAEZE 100m L b, FRZREHHERFR KR, RAEEEHN 200T.
R RGES{A] % 20h F pH=9-10 IR M & e B HS RERE, AEREE SbySe;
KB, BERTUBALITSR:

(1) RFEERERRER KA E N EKPNEHTEBRERRRE, B8 T R
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Btitx MBS LS RmkRNAARERE

FER. BEDHIARAKSE ShSe; BRIZEK. HIL, RIHERER 200C. KA
B8] 4 20h B AT 81545 SboSes 402K & K95 AL
(2) 24 pH 1H=5-6 i}, SbySe; F K@% AR, HERHF 200-300nm; 2% pH &
=9-10 i, SbySes HXKEMEREH IR, BEH—LHER ShoSes 41K R, HER
5 60-80nm, KR H AR KT pH {E=5-6 iF £ SbySes F1K &
FXRBEREZ EBHKRER, THUTOEREL—PHRRR:
(1) ZEREBHPHEAE, DR EREWHHILE,
Q) AAMY=ERRE, HEHRNEAFEELEART PVP FETAATEH
F ALY SbyS3. '
(3) #BEIK SbySes. SbyS3. BisS; P SAM#E TiO, EERFFEMNMIAMELTE

BE.
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FRXRESITHLABBRMBOE T TRRN. ERALHENES . Bt
FUERS, BEMALT TRANFL, ERELURH TR, BB S
SR PERMEEER. BEOTHEER. SROBHTBEAN TERNERER, &
FRBER. BEFRFR T RENIEIRFEE T FLTIEROLTEE, X
- RUBMIEMZEIFER AL HEE.

AR 313 BT EMAEER . HREER. BESER. NEEHR. BR
FEM. TBRLLENT. HEMZIN. REERZIMEZMOHET TR, ERBME
RAmESTTRRIENER

EOBHERR, THERLE, &85, 8. 2EFEEL, 407, £FH.
B, . PREMTERIGERLSETHFFERE: B LESIRZER
FHINILEE IMERNMFBISIRE, IIARE SN RFNZERSAL LS MHA]
Rt AL, GEETTRFNENL, #RZERE.

BiE, REBHIBHENIBETRAXL. BERSHE, RUMNMGIHEH
Bh, A EBAR LUGR e L.
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