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Synthesis of Cycleane and its Application Prospect
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(1) 1,3-=F%HE-12- K KA R

FEVETE TR HEE PN o-ER 1 FE(11.33 mmol). o-7RAH(14.17 mmol)F1 K2CO3 (16.79
mmol) FVRE TS FE o il A b A AU, SR AR P IR AR TN N- P - 2- I it
0.5 mL. FEZIR FHHE 2 /M. 0.5 /NN ZZIBHRREE N 300 uL 4mol/L KOH 7K IF G 4k 82 .
1.5 /NI o A 2 mol/L EhR TR AR BB AWM E pH=7. F LR CEERBUS MR G K AA P
TET/K NaoSOs b1 o NG48 I I 7RI 45 R S P RE IR AT J2 AT At Al R

1,3- =K HE-1,2-7 il

'H NMR: & 3.87 (2H, s), 7.23-7.52 (7H, 7.29 (tt, J = 7.7, 1.5 Hz), 7.31 (dddd, J = 7.8, 1.5, 1.2, 0.5 Hz),
7.32 (tdd, J = 7.7, 1.9, 0.5 Hz), 7.45 (dddd, J = 8.4, 7.4, 1.4, 0.5 Hz)), 7.67 (1H, tt, J = 7.4, 1.5 Hz), 8.01
(2H, dddd, J = 8.4, 1.9, 1.5, 0.5 Hz).

13C NMR: 5 45.0 (1C, s), 127.8-127.8 (2C, 127.8 (s), 127.8 (s)), 128.3-128.5 (4C, 128.4 (5), 128.4 (9)),
128.8 (2C, s), 129.0 (2C, s), 131.4 (1C, ), 132.0 (1C, s), 182.2 (1C, s), 200.3 (1C, s).

(2) 24-—FF-13-T ZIBHER

78 50ml BRI RO ON B 3 = 2R 3 AL 195(10.31 mmol, 1 43 B 1) THF (0.7 MYEIFIR,  [IBei /b
BN NaH BA IS (10.31 mmol, 1 &4y &) o [ B oI b8 sS4, 78 =R T 9
FENIREY) 20 /NI, SRJERINAER 1(1 S0 &) THF (0.7 MVETR, (E=IE FHHE R &
Y12 KJa /KIS mLBEK N . 28 (3*15 mL)IRBUEAY, £ Na:SOs T RMA & HANLE
k4, Bk BEMAEERZITE R,

24- " KHE-13-T H

'H NMR: § 3.38 (2H, s), 5.03 (1H, d, J = 1.3 Hz), 5.22 (1H, d, ] = 1.5 Hz), 5.34 (1H, d, J = 1.3 Hz),
5.83 (1H, d, J = 1.5 Hz), 7.12-7.39 (10H, 7.18 (dddd, J = 7.8, 1.3, 1.2, 0.5 Hz), 7.25 (tdd, J = 7.8, 1.9,
0.5 Hz), 7.25 (tt, J = 7.5, 1.3 Hz), 7.26 (it, J = 7.7, 1.3 Hz), 7.32 (dddd, J = 7.7, 7.5, 1.9, 0.5 Hz), 7.32
(dddd, J = 7.7, 1.9, 1.3, 0.5 Hz)).

13C NMR: § 32.2 (1C, s), 111.0 (1C, s), 113.4 (1C, s), 127.3 (1C, s), 127.5 (2C, s), 127.8-127.8 (2C,
127.8 (s), 127.8 (5)), 128.3-128.5 (4C, 128.4 (s), 128.4 (5)), 128.8 (2C, s), 131.7 (1C, s), 138.3 (1C, 9),
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147.9 (1C, s).

(3) 24-"FF-3-FET LM AR
FIEA (ZHRREERD) ®Ef4h: 57K Mnlp, 1.18 g (3.80 mmol), 5T 14.8 g THF 1, 7E-35°C#
o W= FEREFL) B IAE (L M in THF),  7.16 g (8.03 mmol) 5 14.8 g THF JE &, 7E-35 °CHiit
FERSEIIANE] Ml B IR RS B B A s, IO . A2
i, PEHEINFAE 60 T [RBE 3 /NI A5 BT R 8RS AETBE VKA
TEREFE T80 4 mL B I b —28 B 4)(7.52 mmol). LAXU (= FIERERS WEfiesn (3.76
mmol)Fl — 57 T HE (L AH(0.2 mL Imol/L ¥ T Cbt) NERL, fERMEMNFERANER, 4% 10
mL L FIVER . IINEREZR S AL (L mL;5 mol% [Mn])s SR % 1) s I S S o o 25 3af /)y
IENFEF I, FEA 3 R RN IS R SJHERELE 5 bar, TRE4ERFTE
60 °C, 3 /NI JEHUHE 245 AR ANER IR SN KA (0.5 mL) /K AR SN, FH R L BE(3 %<0.5 mL)#2
BUS BREY), i NagSOs KA fhis T FIRERIT IR Y, WUEREHER, B2,
2,4- R EE-3-FAE T b
'H NMR: § 0.91 (3H, d, J = 6.8 Hz), 1.11 (3H, d, J = 6.7 Hz), 1.77 (1H, hd, J = 6.8, 6.1 Hz), 2.45-2.57
(2H, 251 (d, J = 6.9 Hz), 2.51 (d, J = 6.9 Hz)), 2.72 (1H, qd, J = 6.7, 6.1 Hz), 7.09-7.33 (10H, 7.15
(dddd, J = 7.8, 1.3, 1.0, 0.5 Hz), 7.15 (dddd, J = 7.8, 1.3, 1.1, 0.5 Hz), 7.17 (tt, = 7.7, 1.3 Hz), 7.18 (tt,
J=7.7,13Hz),7.24 (tdd, J = 7.8, 1.8, 0.5 Hz), 7.27 (tdd, J = 7.8, 1.8, 0.5 Hz)).
3C NMR: § 18.0 (1C, s), 19.0 (IC, s), 35.8 (1C, s), 38.7 (1C, s), 46.5 (1C, s), 127.6 (2C, s),
127.8-127.8 (2C, 127.8 (s), 127.8 (5)), 128.3-128.5 (4C, 128.4 (s), 128.4 (s)), 128.8 (2C, s), 137.9 (1C,
s), 145.9 (1C, s).

(4) 3-FAEE-4-Z0H-2- 2K R I & R
¥ S ML) (3.68 mmol, 0.5 S5 &) FIMAE Y, RS T HA TR 15 7080, MRS HIA
T (AmL), N-FEFRA0OK — HEEI A% (1.83mmol, 0.5 245D, 1ERSFE T %¢(3.68 mmol, 1.0
i), £ZK(0.5mmol). 7£ 80°C FHiH: 24 /N JEHR AW EN R =E IR . H CH2Cl2 (2mL)FfE
PRGN GIRAE RSB AW . RNR A YR AR EHraifk .
3- FH Bk-4- 2 BE-2- 2K T i
'H NMR: & 1.03-1.19 (6H, 1.09 (d, J = 6.7 Hz), 1.13 (d, J = 6.9 Hz)), 2.69 (1H, dq, J = 7.2, 6.9 Hz),
3.12 (1H, dg, J = 7.2, 6.7 Hz), 7.10-7.36 (5H, 7.16 (tt, J = 7.7, 1.3 Hz), 7.24 (dddd, J = 7.8, 7.7, 1.8, 0.5
Hz), 7.30 (dtd, J = 7.8, 1.2, 0.5 Hz)), 7.46-7.72 (3H, 7.53 (dddd, J = 8.5, 7.2, 1.4, 0.5 Hz), 7.66 (tt, J =
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7.2, 1.5 Hz)), 7.96 (2H, dddd, J = 8.5, 1.6, 1.5, 0.5 Hz).
13C NMR: § 12.4 (1C, s), 18.0 (1C, 5), 46.5 (1C, 5), 48.3 (1C, 5), 127.6 (2C, s), 127.8-127.8 (2C, 127.8
(s), 127.8 (5)), 128.3-128.5 (4C, 128.4 (5), 128.4 (5)), 129.0 (2C, s), 136.4 (1C, 5), 145.9 (1C, 5), 197.7
(1C, s).

(5) 3-FAZE-4-FH-2-RKK & B
¥ NaBH, (6.56 mmol, 1.2 &4 &) IMA S| E—74)(5.46 mmol, 1.0 54 5.) I LEEH (9.0 mL)
S IFRVERORE N 0 °Co FEFIR MR NIREY) 0.5 - 2 /NN o FZKBER R, FH CHZCI2
Fikt, Fi CHCl U=k, I NaCl i ve L&A HUZ, 7F NagSOs b8 3 ik sl Ak 4 .
¥ PBrs (3.82 mmol, 0.70 Z 43 &) I F_FIRZE CH2Clp (9.0 mL)H 0°C &SR T 15 2 AR T
Ho FEEIR TR RIS NSRS . FKERKIBEY, A CHoCl 2B =1k, HH/KBEEHE
AR, FREREGSIE, BERDE. £ NP EEMH M, BRI EUE A E KA .
3- -4 2R Bk -2- UK
'H NMR: § 0.85-1.05 (6H, 0.91 (d, J = 6.7 Hz), 0.99 (d, J = 6.7 Hz)), 1.88 (1H, qdd, J = 6.7, 6.2, 4.3
Hz), 2.79 (1H, qd, J = 6.7, 6.2 Hz), 4.62 (1H, d, J = 4.3 Hz), 7.11-7.37 (10H, 7.17 (tt, J = 7.7, 1.3 H2),
7.21 (dddd, J = 7.8, 1.3, 1.1, 0.5 Hz), 7.26 (tt, J = 7.7, 1.5 Hz), 7.28 (dddd, J = 7.8, 1.5, 1.3, 0.5 Hz),
7.30 (dddd, J = 7.8, 7.7, 1.8, 0.5 Hz), 7.30 (tdd, J = 7.8, 1.8, 0.5 Hz)).
3C NMR: & 18.0 (1C, s), 19.3 (1C, s), 40.7 (1C, s), 46.5 (1C, s), 50.8 (1C, s), 127.6 (2C, s),
127.8-127.8 (2C, 127.8 (s), 127.8 (s)), 128.0 (2C, s), 128.3-128.5 (4C, 128.4 (s), 128.4 (s)), 138.3 (1C,
s), 145.9 (1C, s).

(6) BEATEMRKIEH
B — AN H B A IRAL L (34.0 mg, 0.110 mmol) it R 11 20 mL /N, JIANTFER . £
CH.Cl, (4.4 mL) I N A& VA7 (36.4 mg, 0.143 mmol). =i N Ht P53 3 270 10 208 B 24
VRS R P €L J5 4k S 3 30 20 BU— BT BHERR 1T 20 mL ZJE R TIRIG/NK, REORIE T
Csl (301 mg, 1.16 mmol)F1 CH2Cl, (2.0 mL)RANF-ER . HMELFINABAAE T (4.0 mL;0.10
mmol [¥] NiBrz glyme) . KB &5+ 2 438 s = — 257241 (4.7 mmol )75 i # % %] CH.Cl, (1.0 mL)
Ho FBBREFIR- SN 4 mL /M, SIS, Fl CH2Cl2 (0.5 mL x2)##5t 4ml /Ml
TN BRI B RN o FIIE 36 3 IR B . FH AR A B IS 2, i S SR 59 2 43
2T ER B HORIR YA ZE-30C. mH A AT 2-B A % (14.1 mmol), ZE4L)N
NI 10 Fbo WSR2 B TR A ) NIRRE (078 PR 4T f 28 € P Tl 0 AR 2 B BRI 75, 7E-30T R
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FIZA R A 48 /NN o FH GBEE(L mL)Ks R BOREYIAK, FREYIMARI =R HKE 5
PN UR ISR AW UE, B NBIEBORGE £ 4 1 mL AR, #1451 R gy E AR B
XTok Bt AT 4tk , BRI,

HAT 45

IH NMR: § 0.76-1.07 (12H, 0.82 (d, J = 6.7 Hz), 0.90 (d, J = 6.7 Hz), 0.90 (d, J = 6.7 Hz), 1.01 (d, J =

6.7 Hz)), 1.60-1.76 (2H, 1.67 (septd, J = 6.6, 6.3 Hz), 1.70 (qt, J = 6.7, 6.1 Hz)), 2.46 (1H, dd, J = 6.3,
6.2 Hz), 2.81 (1H, qd, J = 6.7, 6.1 Hz), 7.09-7.35 (10H, 7.15 (dddd, J = 7.8, 1.3, 1.0, 0.5 Hz), 7.17
(tt, J= 7.7, 1.3 Hz), 7.18 (tt, J = 7.7, 1.3 Hz), 7.24 (tdd, J = 7.8, 1.8, 0.5 Hz), 7.27 (dddd, J = 7.8, 7.7,
1.9, 0.5 Hz), 7.29 (dddd, J = 7.8, 1.3, 1.1, 0.5 Hz)).

13C NMR: § 16.9 (1C, s), 18.0 (1C, s), 20.3-20.4 (2C, 20.4 (s), 20.4 (s)), 29.1 (1C, s), 39.2 (1C, 5), 45.9
(1C, s), 46,5 (1C, s), 127.5-127.6 (4C, 127.6 (s), 127.6 (s)), 127.8-127.8 (2C, 127.8 (s), 127.8 (5)),
128.3-128.5 (4C, 128.4 (s), 128.4 (), 130.1 (1C, s), 145.9 (1C, s).
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