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1. FH %?L%MWZﬁ}-ﬁﬁ%ﬂ%A@zéﬁﬂﬂé/‘zlwﬁﬂﬁﬁ% HUREAE TN 2 AL AL BT
ATORAR T LB K, 258 F oK ol i In A 18 JE 7], 3 JFE I &8 2 ~ 12mmol , 7E7K #4%%
ﬁﬁ?&r‘):,}i}mﬁ%éﬁéﬁrﬁAuﬁﬁ/%zéﬁﬁﬁ‘%’fﬁﬁ,ByFIJ%JF//%%ﬂFEDTﬁ@Jﬁ@AzW#I
OBR, Horh R 1 2 AL A AL AR B &2 0. 05 ~ 0. 5mmol, BT BEAA 1 F &4 0. 15 ~ 2mmol,
BFIKI &R 5 ~ 30mL s A ) 2 FLEAL B 1] 4% 5762 T 75mL 19 2 BEE R RN
1. 05mmo | FL7KAHM A 0. 50g I 5 2 I e B AT 4mmo 1 SR 2R, BT S R BLA R E T WA A
RV LA AN B S R P, 7E 150°C (K IEEAE T IR 3h Jim , 285 B O e i 25 14
lf;%‘éﬁ/»abf"i VAT 2R e B, K5 7= 20T 60°C T4 24h, ¥ H1 G B 19 3 2 FLA B9k
ML FHE AN 180nm.

2. MRHEBCR LR 1 BT (1R H 2 FL A AR il & 5 SR 4K 25 D BRI 7 V23, HUARAIE
FET FIrd 1 B SR A A IR L B4 A K 2 e i AN 2 R AN P A 7 —

3. MRHEBCRE R 1 BTk (1R H 2 FL AR AR il & 5 BB 4K 25 D BRI 7 V23, HLARAIE
75T 8 344 Ry S A s BT FH 1 3 SR B A B0 5 T SR A S ST R T T 0 S ) S
PR LPR o

4. FRAEBORIZLR 1 Brid B9 FH 2 L AL B AR AR il 28 S B oK 5 BRI 77 2%, FLRRAE
TET FTiR K R A R WU E T WA R TR G A0 = R RS2 R, 7R 150°C
BN AL 6 ~ 15h,

5. MRHEBCRE R 1 BTk (1R F 2 AL A B AR il & 5 BB 4K 25 D BRI 77 V23, HLARAIE
FET BT B B OBk e FH 25 B 1 70OR: 7™ i 78 436 75 49 B3, FEAE 10000rpm 544 T 283 B8 O
10min, #5216 W, BE 5 K.

6. FRABRBURIER 1 Bk B9 FH 2 LA B AR AR ) 28 S B gl oK 2 L BRI 7 2%, FLRFAE
TET FT (05 B 4N K 2 o BR M B A0 B8 Ak 600  BPL IR B « T A 6l R 02 R 6l v RO 3 — b,
R EARAE 165 ~ 205nm,
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M A Z LS ARSI &S WRAKE DRI TTE

BARGE
[0001] AR HIJE T 2240 L D Re it B 2 D KA R R S0, AR S — R R A 2 4L
SR AR i 2 S BN R A D BRI T 1

EREAR

[0002] % R KL T HARFRERWPERT 2 M A T 7B &AL R g ST kL G R
N o e I e STV T £ S N R | INE R EY vy R R TR A S DY e T )
BE BTG TS A% TR s AR R N HE AR S . GRS OB B % R HE R
AR AR PR R M E R 77 DL B R AR I R AR R A4 5 2R 50 o [RIRFER T
7R G e BT B MR LR T ST A 1) 19 8 & A ARH R T P S8 3 T R, 0 30 M S ) PR
BN PR ANE AT B A TG T, PRI 2SO S5 2R 5 51 RS G RIS, s a i lie, 340m 16
A PRSI EE. RIS SRR 25 D BERTE G Ak PR B VA B 2R Al oA B K
[0003] 2 B § A1k, SCHRFRIE S B8 40K 25 O BRIV il % 5 v 32 B R AR AR 2%, 0 RE 1 AR
TS PSR IE AN G4 BB AR S o BEASEAR VA2 i DAL B 4 R e e AR IR, 1 S PP oM L4
JE TSR 5 NBE AR FLTE H 5 S8 5 225 e 7 4R K FLTE A AR Rl S8 A A it A, 2 B s AR Ui Al
25 A RZER A A LA R, BRARG 0 T T3 AR} AT OR 4R S R AR AR (LIBT3 - Shang 5% (Crystal
Growth&Design, 2009, 9:991-996 ) HI& | —Ff LAt Sy AR AR il £ 15 B B 49 K 3K 1) 77 V2%, ¥
FEIRLE N 201 B T K E B BT A5 BRANA T A BRI £ B vh [ml g, Herb AR B AR AR
22 450°C miE BRI ELAA N 300nm 247 AL BRER K TE « AR AR V2200 75 22 s B
J LA 22 BRABAR

[0004] KRR VA2 DA B A BILER TV TE ) B 00 B A SV S A R R R
BR» IX Le B BE — 8B 2641 T & AL2% BH 7 450, a0 e B i o LV BRURCAL VR BRI
S5, B AR 5T B BT R A AR IR S A & R A R R AR AR R T O AR K. W Dai 5 (Dal ton
Trans, 2010, 39:3426-3432) FI#HL NS (5 £H) 71.200910243644. 2) 43 H4RkIE T HE
T P 1) 4 B ) B ) A A PR B O BRI BR B Lo BRI T o T3 1 45 PR 7K VA AL
TLAKRE R BN T Z AL nE Be i (PVP) V5T 48 1R BB F/KH% 1«1 :3 ALl k78
BVEWL TEVE RIS N MBI RIS B E A2 1 um SRR S O3k J5 308 LKA B
TRYLEREE . PVP PR VS T BR VAW, T A ) 3 LA 550°C R B IF Bl B AN 3 ~
6 um, fLAA 100 ~ 200nm FFLER RS LR . o PVP AR MR X T & s OBR A &
FUER . B 5B AL, 2010, 24:549-555) M2 S IAE B, $2fE—Fr BL 7K
TS B Bl AT R L PR 2 9 R 8% 5 B R MBI 02 L I Bl 2 0 BRI 7 725 R FH 500 °C iR e
SR R e AT R IR 7 A SR 1 A 78 S AR b B0 B AE L BR B v T TZ R T 25 5 40
HH TSN E ERERWST 15 W EVIBT TS, BT T OHERKEEEA
#1%7 .

[0005] 324 ik, 1 TJE SCRRAN R E IS DA 22 FL A A0 B Atk RO ASE AR i) 46 75 BB K 25

3
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BR, HBUA —MEoR 7 S e SEBLIE L — AR il 6 A [F O &5 B oK a0 2K

b LSS

[0006] A BH BT B MR we OB AR ol 2 ) BRI A A 4 — bR £ fLE AL AR A
AR il 25 S BB AN K 250 BRI 735 T A ARG IR 5, Bl 3R — BRIV A A O 4
P TESE) — RS AT 2 108 RAKAL K

[0007] AN ARfE P bl H A fn] B SR I AR 5 S48 R 2 LA B R il 2% 5 b
gk 2 O BRI T 75, HRRIEAE TN 2 FLAE AL B AN BT 3R T2 38 1K, ZE K 3R T
G, BT M e 0 Lo e g% 25 Bk B VA T » e Ja b T4 20 5 B RT3 21 S5 R g K 25 BK, HE
i BT (1) 2 FL A BRI =08 0. 05 ~ 0. 5mmo 1, BT EXAATHEA 0. 15 ~ 2mmol, B F7K
(KIFE N 5 ~ 30mL.

[0008] % Bk T7 &, B F K AR A 5], A =N 2 ~ 12mmol

[0009] % IR 7 &, Frid 19 2 FLAE AL B I ] 26 7 V542 « T 76ml 19 & ZBEVE A m N
1. 05mmo | FL/KAHEREL 0. 50g [ 5 2 IR LS KTl AT 4mmo | (R 2R, B8 R MVE TR E T AT N
RV LA AR B S R 28 P, 7E 150°C (K REEAE T R 3h Jim , 285 B O e i 25 B4
B BV JBL VA RN SR A g e B A 7 ) T 60°C 18 24h, ¥ &) 5 RIS 2 2 FLAE AL 8R4 K
AL FHE AN 180nm.

[0010] 4% F3RT7 4R, Frid IR SR AR R B R A R e A 8 R A P A 3 —
[0011] % FIRT5 %, A SR AR A 8 AT i BT FH 03 i 550 B A 5 i Bk A S IV Al R A Fof
It FH 38 SR R 4R L -

[0012]  $%& Bk 774, BTk /K 3G At o s LA LT P A 9 3R VU 380 £ 04 B AN 85409 1 s
N, 78 150 CHJE N B 6 ~ 15h.

[0013]  $% 3R 75 %8, Frik B0 O B s /& 25 B 7KK 77 it 78 49 B 75 43 B FAE 10000rpm
A N AL 0 10min, BRE FEEWR, HE 5 K.

[0014] % B3R5 Z, FTid i S Bib a0 K 2 0o BR At A0 B8 8 A Bih P R B0 « T A Bl R 652 TR 6
W AT — P, P HARTE 165 ~ 205nm.

[0015] AR BHH & S EBgK 2 D ERIOVLE 2 2 fLAMEIE S RS H g oK 2 BRI A
A TR AR, T BIRAA 93350 50 1 3 BOPE Ak R b Rl o3 TR FH 73R B 7 2 FL AR AL
RBRER T, BB R A S IR B, SR R B I O R th S 5 R AT IR
WEF Y BOEE K, T T RS AR 26, BE ROSHET , 16 5 T 25 6t
TR B B AT AT AT 22 FLAR A B AR s BRI , AR BR N B I S A A 7 BB A A A
2, TV A AR S R R A 25 S, S DA T 7] P G B AT TR ol 2 o BRES 4
[0016]  AKRAMARERA

[0017] (1) A& B R Wil 2 T3 VAP IE L — AR il 2% 22 Bl S oK 25 DA Rk, 22—
& A 55

[0018]  (2) A% B il £ 2 Lo BRR FH IS AR Bl A2 S BL, A 75 2 8 B e B 7V A 55 1
SRBREER, T TR TSR M 58 R AR IO AR AL DL R B 2 FLIK 52 )2 45 R AR DL R
C

[0019]  (3) ANKEAR] G RIEENI—  RT AT 1 B g oK 2 O BE ORST H 2 AL AR
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MR/ SE ), E | A L7 V45 B 25 O G K BREE JE AN 5 5] B RLAR 0 AT 38 T S B i
[0020]  (4) ARRIHRA/KHGES KT Z, To 75 A In 2% v PR R AR R , 120 1) 58, A 2%
18T A7 A, m Se 3 A R A AL A 7

Bf$ =135 R

[0021] P& 1 Jyskitats] 1 2 LA B SR 1 XRD I3
[0022] P& 2 Rsiiifats] 1 2 LA BRI TEM B
[0023]  [&] 3 Jyskitfs] 3 FrA = Hs AL ek 1) XRD B3
[0024]  [&] 4 JysEitfsl] 3 B3 He AL ek ) TEM B3
[0025] & 5 skt 5 FrfS a4k 88 1% XRD B3
[0026]  [&] 6 Jyskiitifsl] 5 B3 AL Ek ) TEM B3
[0027] P& 7 Rsitats] 7 FrAg e gL ER AR XRD B
[0028] & 8 Jysiiitats] 7 Frig ML ER R TEM B
[00291 & 9 Jyskiifats] 8 Frig =M ik XRD B
[0030] & 10 ysjiaty] 8 Frfs =ik s ) TEM EITE
[0031] [ 11 Aysijafs 10 Frfs =S BRes i XRD B
[0032]  [&] 12 JysEjats] 10 Frid MR ek i TEM (&3

UL S
[0033] "INl &5 A St 9] e BT Bt A A I A0 — 2D Jd A I SRR 37 ) v B A JR R
TSR B2 A HIVE ] -

[0034]  sEjfafs] 1 2 LA BSTAR I il 28 J7 325, R an T AP BR

[0035] T 75mL (¥ 2 % (BEG) VAR AN 1. 05mmol FL/KAHEREK 0. 50g [ 3R MG ML ke

Fil (PVP) AT dmmol [FJR 2R, B fS R MVE B T WA N R VU SR S AN AN = R e B 28 v, £

150°C KSR 3h JiT , 83t B0 ik 25 B B8 Vs o - ¥ 711 VP, K = 4) T 60°CF

e 24h, ¥oH) J5 B4R 3 2 LA SR (B1203) 4KA4 K}, SE BN 180nm.

[0036] & 1 /& RH Bruker axs D8 B X SFZRATHT 414X (XRD) BT 43 21 1) 2 FL AL AR B AR

(%) XRD i MEE AT LAE H, B 1 32 06 5 A AL B b vE I3 JCPDST6-2478 — 5, HXtH
FUB 2 Bl I, Ui B T4 oA v A R AR

MW] K] 2 J&XH Philips Tecnai G2 ZEH T W AEE (TEMD BTl 21 (1) 2 FLAE L B

BERR I TEM B MBI T BAE H, BT & BRI S A B 2 B /INBIORLZH 26 i 1 2 FLERE 4544, B2

FLEAL L KN —, S E AR 180nm, FLE A3 5

[0038]  SLjifsl] 2 T fb Bl 2 O BRGNK AR il 25 vk, AR T 2D 3R -

[0039]  HX 0. 05mmol SEJEH 1 Frfd 2 FLAAEL-0. 15mmo | AL AT 2mmo | B ALEN T SmL

BT DB R B ERE T WA R IR AN R R N 2, 76 150 CIEE T

N 12h s AR P e ad B O Bk 25 BRI BV BT, IIrads 1 B8 0o e % e FH 25 B - 70CR 7 it 7

S L BAE 10000rpm 26 N4 0 10min, B2 FEBW, EE 5 K985 T 60°C

T8 24h, A H G EI AT 2 2GR (Bi2Te3) gk LIk, HoB E AN 196nm.

[0040]  SKafhl] 3 A Bl 2 O BRGN KA B 1) il 24 T7 0%, B FE W T DB -

5
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[0041]  HY 0. 15mmol SEJEH] | T8 2 fLAL 4L 0. 4mmo 1 S ALT AT 5. 29mmo 1 B A ALEN T
10mL £ B FKH 1 S BLEBUE T WA R VU IR 205 AN B0 =y e e B2 28 9, 78 150 C il
FE TR N 8h s BT A5 7= M) 22 3k 1 o e i 2 R R B VA T, BT T S 0 eV A S B K
A 78 A R 7S 3 EEAE 10000rpm 451 R Z8nd B0 10min, Bk RS, EE 5 KGR E T
60°CF-#¢ 24h, V&) 5 Bl 5 B3I (Bi2Te3) gk At LB, HOBH ELAA A 20 1nm,

[0042] & 3 J&RH Bruker axs D8 Y X BFZRAiT 5S4 M4 (XRD) 5 I I SEREH 3 £E 5 Y
XRD B o M BE R LA, B 1 3206 5 b vk B 3E JCPDS15-0863 — £, H A How 26 i
I, Uk BH BITAS = A e Al R AL

[0043]  [&] 4 &M Philips Tecnai G2 #4347 S iss CTEM) T WL 82 21 () SE a5 3 ¢
A TEM B MBI ] DA H, BT B AL B R i ol 25 Do BRES MY FO 9 KA R, HLR /N
—, P EA N 201nm.

[0044]  SLjiEfs] 4 Al AL B0 2 O BRGNS R il 257 vk AR T AP IR -

[0045]  HY 0. 5mmol i 1 Frfs 2 fLE AL B 1. 2mmo ] SV BR A AT 11, 4mmo 70 3R I R
(AA) T 30mL 2 B 7K o R BLATRE T WA AR IR M A B0 e R R, 78
150 CHRIE T AL 6h 5 T3 7= P48 il &0 O e ik 22 BTk BV L, iR MBS O e 2 L 3+
K= b 7R 438 75 B AR 10000rpm 254 2850 850 10min, BBk L ETEW, EE 5K, 4
5 T 60°CTH1 24h, YA 2B AT 2 RIAR AL AB (Bi2Se3) ghkas 03k, HAE W E AN 172nm,
[0046]  SEjEfs] 5 Al AL B0 2 O BRGNKAS R 1l 25 T vk BFE T 2D 3R -

[0047]  EHX 0. Immol SEHEH] 1 Fri3 2 FLAA K- 0. 25mmo | VA BREN AN 2. 27mmo | FU3R ML AR
(AA) T 10mL 2 B 7K i o R BLVETRE T WA A R I S AN EE 40 e S B2 38 v, £
150°CRSE T R BL 12h s BT A3 7= M) 2l B0 0o e ids i bRk BV L, TR BB Do e e FH 5 7
TG = b 784368 75 43 AR 10000rpm 2544 283 B0 10min, BBk FJETEW, B 5K, 4
J& T 60°C 45 24h, ¥ HIEN AT 2RI AR (Bi2Se3) 4k 005k, HFB EAA N 167nm,
[0048] [ 5 & RH] Bruker axs D8 7Y X HZ AT 4 Hr4X (XRD) FIrfS 2 (1) SL it 5] 5 ¢ 5t 1)
XRD &3 . M AT DAE Y, B (0 304 5 bn vk B JCPDS33-0214 — 35, Hi%Aa How 24 ik
IR, Uk BH BT AS = A e Al AT AL

[0049]  [&] 6 4 %M Philips Tecnai G2 Ui ¥fr—+Siss CTEM) BT WL 82 B (K SE 5] 5 ¢
A TEM B MBI R] DA Y, BT BT AL B R o ol 25 Do BRES M FO 9 KA R, HLR /N
—, P EA N 167nm.

[0050]  SEjifafs] 6 4 ERER 2 Lo BR YK KL il 25 7 v, BLFE T R DI -

[0051]  HY 0. 3mmol SEJtafs 1 {3 2 FLAALEL AN 0. 4mmo | fRALEREE T 20mL 255K %
R BCE T WA R R TR G AR = TR R BE 22, 78 150 CHRLEE T~ = BL 9h s BT ™
Wit B OBk 2 BRTR VA L, TR B S OB gk oe F 25 B A 7 S e i A G AR
10000rpm 25 N 20t 2.0 10min, F2BE L J23ER, A 5 I, 85 T 60°C T4 24h, B4 40
RN AT 73 BB ER B (BiVO4) Gk 25 LBk, HoP B N 165nm,

[0052]  SKifafs] 7 AUERER A O ERGKAKL ) i1l 28 T7 v BLHER T R DR -

[0053]  HY 0. 4mmol SEJitafs] 1 fir43 2 FLAALEL AN 0. Smmo | fRELERHE T 30mL 25 FKh o
SRR T AT N R ISR O AN R ML 38 R, 78 150°CIREE N RN 12h s i fg ™
W20k B O P 2 BRTR BB VA L, BT IR BB O ke F 25 B AOR 72 7R a0 S A G AR

6
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10000rpm 25+ N it B0 10min, F2RE L JZ3E, A 5 I, 85 T 60°C T4 24h, HF-7440
RI AT 13 BIELER SR (BiVO,) 4Kz LER, HoF BN 169nm,

[0054] & 7 J& R H Bruker axs D8 Y X SFFZRATH 734X (XRD) Fr4F 2 (1) SL s 7 A i 1)
XRD B3 MEIE AT LAE t, B Y s 5 pnvfE ] JCPDST5-1866 —F, H.3¥%A & 24 il
B, U6 B 197 o v 2 R LR S

[0055] &8 & KH Philips Tecnai G2 74T rF e CTEMD BT WLER B (1 SL 1] 7
il IE) TEM B MBI AT LA, BT RO BR B AE it Dl 25 o 3R 45 W B K L, HOR /N5
—, HO P E AN 169nm.

[0056]  SLitafhl] 8 Bk Bk = o BR GBI il 2 7 vk, BFE T R DI -

[0057]  HX 0. 05mmol sLjiafs| 1 fir 53 2 FLAAALEL AN 0. 4mmo ARAX 2. BER% (TAAD T 5ml 25 5
FoKH R BETRE T WA AR IR M AN & R B2, 78 150 CHEE T R
15h s FIr 43 7 M 4o 15 0o e 5% 2 R IR BE VA BT, T I TR B 0 e 8 o FH 25 B8 - 70CRE 7™ it 7 40
A8, BAE 10000rpm 25 4F S 4 B0 10min, #25 FEEW, BE 5 KRG T 60°C T
24h, A HEN A S BIBRALES (Bi,S,) 49K 0ER, H T EA N 2030m,

[0058] &9 f&KH Bruker axs D8 B X SRS 43 Hr4% (XRD) BT3B i L s 8 4 5 1)
XRD 3% . M E ] DAE H, B 9 306 S5 Ak B JCPDS89-8964 — 5, Hy& A7 H e F4 i
I, 1k B BT AS o e Al R R R

[0059] P& 10 /2% Philips Tecnai G2 7435 5 o~ kst CTEMD T WL 82 31 (K S2 i ] 8
FEAL ) TEM B MEFRRTBUE H, BT E B BRALBEE SR 25 O BRI 9K AR, HR/N
—, P E AN 203nm.

[0060]  SKahl] 9 Bk Bl 2 O ERGAKAS KL il 25 T7 7%, BFER T DR -

[0061]  HX 0. 2mmol SZif] 1 fr 43 2 FLAAALER AT 2mmo 1 BRAX Z BEE (TAA) T 15mL £ B 17K
W o R RLVA R E T WA R IR LA AN R O N S8, 78 150 °CIRE T O 9h 5 filr
R Tl B 0 P 5k 22 B AR BE VA BT, BT 0 0 e % A FH 25 3 AKORE 7 i 78 43R R
FEAE 10000rpm 25 F R4 B0 10min, B FR 2GR, BHE 5K, 85T 60°C T8 24h, ¥4l
HRPT43 2B AL AR (Bi2S3) K2 LBR, HAP I EAR A 192nm,

[0062]  SEJEH] 10 F3ERER 2 0BRGN KM (I & 7 v, AFEWT R B IR -

[0063]  EX 0. 3mmol SEJEH 1 Frf5 2 FLAAALER AN 0. 3mmol £ B2 4T 30mL 2= B F K o
R CE T WA R R TSR G A 51 TS R RE 32, 78 150 CHRLEE N S BL 8h s {3 ™
M Tt B 0 i 2 B R BE VA T, BT IR I B8 0o e ik S FH 25 B 700K 77 it 78 o e 5 49, T
10000rpm 25 N5t &0 10min, BBk L J23ER, A 5 I, 85 T 60°C T4 24h, A HIEIA]
RN ESPREN (Bi W0, K LBR, H I EAE Y 186nm.

[0064] K& 11 /&K H] Bruker axs D8 7Y X HFZRATHT 7 HTAX (XRD) B3 2 HISZ a4 10 445,
() XRD EI1E . M EIRE R LA e, B3 () 0 5 AR it 3 JCPDS39-256 — B, Hi A H e 44 m
g HH B, 50 BH BT A5 it o v 2R IR A R AN

[0065] [ 12 /&M Philips Tecnai G2 RYi% 5 v 5 0% CTEM) BT WL B () SL a6 10
FES T TEM B MBI H AT DAE H, BT A A BRAAAE i o 2 O BRI 4Rk, BRI
—, VP EH AN 186nm.

[0066]  SETtf 11 F5ERAER 2 o BRANKM L 1 48 7 12, AFEW T AP IR -

7
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[0067]  HR 0. 4mmol SEjE M 1 Fr43 2 fLAA L8R AT 0. SBmmol ¥5FZ4M T 30mL 25 B 7K 4%
NIERE T WA AR YR M A BN S R O, £E 150 CHRE N L 16h s fr ™
M Tt B 0 i 2 R R BE VA T, BT I IR B8 0o e ik 0 FH 25 B 70K 7 o 78 o 6 S 49 L, FAE
10000rpm 2514 T £23d B0 10min, 285 T 60°C T 24h, ¥ HIHD ] 15 285 BN (B1,W0) 4K
ER, HAP ) E AR 195nms,
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JCPDS 75-1866
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