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Synthesis of Nezhaether Based on (n°>-Cyclopentadienyl)thallium
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1 BRI

R IREE . 4,44 =87 3 2,2, 6'2"-dh itk e e [ Sigma-Aldrich PUA% IS B B2 (Bi) S S A PR AR, N-JR
ARIRFAME . A OER, IECk. Z& M. SWERE 14-(2,3-2F88R%E) Zlf. RO elmg 5
W HL T AR R AR AR, SR ARk, NN-HEEFEBEIZ . G, BEREIN. BRI —KE
Y. . N-FEEIR-N-SE 0. . QR OEE. FEAR. R . S, i FEIWE EE R
BEWREARA T BRAESE U], B & RS R Gt — B a8 F i
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2.1 {XBRIRAE
i www.nmrdb.org FT www.nmrium.org il 'TH-NMR F1 BC-NMR i, # www.nmrdb.org $#2{f: "H-NMR 5E
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22 AR
D) 5-R-1,3-F R B HER: ¥ 6.80 g (25.2 mmol) ¥k M F4E . 4.48 ¢ (25.2 mmol) N-JHACBE

Ik f1 250 ml Z BN — DB S AL 250 ml B B P, B LA AN G e
BB, JRE OCCTHERE N Y 1 /N L R R A B R A 2E i pE 1S B R
e TR 4%,

() 5-FOE-1IFRIEFER: FR L BEULE R OB (EITD R 4.4 4" =80T 3 2,262 - it
IE (0.5 mol%) (AT IMAZ N, —ANRA SRR MR8, DMF (2.0 mD , 3 2 ££5 (1.00 mmol) ,

SN (1,00 mmol) A1 Mn (110 mg, 2.00 mmol) . 47 PTFE [H RERRFBIE S AT /M. K S NV AWITE 40 °C
TR 18 N o ISR T IR S R . R PR SR AR (60 =TI S, A B
CUEIENE R AEENR 2 1/2) , FAZM)IE CReidverE iR (3 <30ml) o A 50 pl B ES S 10 pl 5555
(SR SLIR A, F 1S pl ¥ IM NaHSOq /KRR K IS F CHk (1 mbD BB S R4 3@t — AV [ REIR
(05-15cm) fE— NGBS Tl IR . IRAGIEI, RBEVERY. 7% 82% . HR2: 1E
AU HE SR AN R AR 1 250 ZEFHTFRbe it iU &5 (15 mD) o JRARF CbE (25 mmol) + L IR Bk
(443 mg, 1.25mmol, Smol%) . VUFFEZ % (290 mg, 2.5 mmol, 10mol% ) FI/ NV HFEPUfZ (175 mg,
1.25 mmol, 5mol%) . KRFREWAEIE 0°C. EHBHE T, H 2 2 35 1,2- =98 2 Fe v n 21 JY & vk
W (Sml) 8 (1.1 M&, 66 mmol, 1.60g) . RJ5, £ 7°C FZE 5] AN (60 mmol) .

TEZEIR N4k S 4 4 he FRRCIBERMEE IR 70% KRR IR FRIEE (37.5 =BE/K) 1E MR
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£ VY SR IEOZ TR N 1 /NS o ASINSE e, R RNLREYIEHE 30 208k . I 1M ERER/KIE (100ml) ¥
KIRBHRE . FAMEE (3x30mD #£EUKAH, H MgSOs TRAIHFMANE. WAEIMANZE, ERTE
AR WS AR AR . PR 75%.

(3) 5-HCF 1,23 4-FHRUBEKER: EEM T 4 g BN 25 ml — S EEEI, AR T 0.8 g UL
R S ml SRR R 3 he BIZIRAMETIMN 1.5% %K LIGmEns e i) KR (300 ml) H, B 1E
THEREEIE (750 $eM 0D FHikE 8 N, BEIE ATk KU EEREARER I AGT I8 BRE LK, LAERR
REEEM VUANERIF TR #E% 0.5 mmol MK MG Ot . BHEEE 1,4-(2,3- &4 28) 1k (5 mol%) «
N- FHEE Ik N-50 464 (2 mol%) /K- -2 i (1:1:1) (20 mD) &K, H4PUAAEREEAZR (5 mol%) AL,
REPE 20 2080 . AR B G IR, TERE TR, EEMRIDKER. H O CRRZERG= 5,
EHUSIRAEAF B, FIRERR AL, 1RMIRI) B, 7% 89% .

(4) WRPEBEHI AL REA I LS-30. 4RMREN (50 — 55 % ALOs and 40 — 45 % Nay0) « S BHIS T H 3 TP fii
8 OH7/Si = 0.18, HMI/Si = 0.55 and H,O/Si = 53 HJLLBNRG. LA (MCM-22) it DU B 1A # (e
NHNOs R 0N NH . A GIAD 78 500°C RIS Sh, FHEGERE A 5°'C/min, RJGHE. HHE. ik
0.3-0.7 mm PIRUKL. KNP, FERERINR &40 N AT RFROR /R SRBEES T, SRR TN BEAR (40 rpm) e 7K

A FRAE 150°C FHE4T 5 Ko PEMmE OB, Kk, 78 110°C T, SRIGHE 540 °C TIEE 6ho 2% 80% o
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"HNMR. '3C NMR of reactants and products

Tl
'H NMR
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Figure S1.&#1 1L &
13C NMR
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Br
'H NMR
Figure S3 &4 1L &
3C NMR
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"H NMR

3C NMR
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Figure 8542411 iE &
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HO OH
HO OH
'H NMR
Figure 8714 A
13C NMR
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3C NMR

Figure S9 &1 1% ]

il
'HNMR

100
3 (ppm)
— @ predctedSpectrum

Figure S10. &L E

= o

T T
11 10

HSP-04-144

BC NMR

Figure S11.5045 i &

10



[ -
a~F &t

Molecular Design |

ssssss

Figure S12 #&41E &

11



