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2.1 BUBRAIFRAE

"H-NMR spectra were recorded on a AVANCE 400 MHz spectrometer in CDCls.

2.2 BRITIE

(E—HF= 1 A RR: ¥ 2.33g 1L3-RCZHnE] 452mL RNEAH, A 5.45g KCOs, fitht:
B3 30 min. HIA 6.38g CHal, JRIZU45H:, 2218 H1R 9h, &0, I 90.58mL CHCL;, &
W, JERREA, PLJG/K NaxSOs FH. Z8BRIEMI G ERERAE (VOATHEE): V(LR OBE)=3:1
Belbu), BREemAR R AR, R 62.0% .

H https://www.nmrdb.org/ R8I 1 A%

TH NMR: ¢ 1.43 (6H, s), 1.88 (2H, dtt, J=13.9, 6.6, 2.8 Hz), 2.42 (4H, ddd, J = 14.9, 6.6, 2.8 Hz).
QFEZBT= 2 B FTEERF(R7.43g) NN BERRIAT(196.71g), JREWITE30°C $Hidk 10 7
B, #S(16 L/min), BB RAEPOEREE. TN NAIE] 95% B (13.10mL) AT 0.2 % Triton X-
100(52.46mL)EH, FFAENIN G 4R ZEAE 30°CHike T KB 48 /NiF, SRS RITR-E W0 I £ 1%
(% 87.43mL), 7EZUH FE K. FEHHMDIEE, HIREWED Celite i 3. JEMIMA
NaCl £18f1)5, ] EtOAc X0, JEUHH EtOAc ¥bik. &7F EtOAc &WF A #hkieik, T
W, BCAVRA. [BCRIA RS- F n-hexane-EtOAc (1:2) WEMlL, 32174, 238 79%.
1 https:/www.nmrdb.org/ TRINF=4) 2 B EE -

'HNMR: 6 1.13-1.23 (6H, 1.18 (s), 1.18 (s)), 1.52-1.75 (4H, 1.60 (dtdd, J=11.1, 10.2, 3.4, 2.4 Hz),

1.63 (ddddd, J=11.1, 3.3, 3.2, 2.5, 2.3 Hz), 1.64 (dtd, J= 13.1, 3.2, 2.4 Hz), 1.67 (ddt, J= 13.1,
102, 2.5 Hz)), 2.24-2.41 (2H, 2.31 (ddd, J = 14.4, 3.4, 2.3 Hz), 2.33 (ddd, J = 14.4, 10.2, 3.3 Hz)),
3.99 (1H, dd, J = 3.2, 2.5 Hz).

QFE =B =HEMWRE R K R R 4.51g) /e TBE(12 mD)ZZIZ I\ B8Rk
Y1(0.45g)/E T HEQ2S mhF R, 0°C, &K T MALGH G, £ 0CAHH: 0.3 /)
o SRR Al = RGN (2.02mL)FE N R BHR A, EHINFAE] 20°C. 20 /NS, 4
MEHERAS PRI, M ZBEQ7.84mL)Peik o SR 5 18 2 [ AR [ 25 v 258 % i 5 vk
AR & . AR ) (b.p.<<100°C/ 0.5 mmHg) F- R 23 1815 3 = B LA A (b.p. 75-78°C
/0.3 mmHg), N G, BEIE 0°CHF 4.

ANLEAT IRAT = W SR A i, AT T R SRSCHR Ok b th 30 TR D
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DFEVD 2,2 WHFEMA S E B K= FEMIRGER ST 20°C FIIAZIF CHCl3
(200mL) I HFEA S )(14.80mL) A H o KHIRAPITE 20°CHEHE 15 /BT, FH LTk FiRE
(100mL), FH7ZK(2 x 20 ml)¥Ei, F MgSOs 4+, iI3E. F PLC (SiOa, Jkt)7) B 15 245
W WUR 45%.

1 https:/www.nmrdb.org/ T 2,2 XX EF A0 PR e 1 1% il 5009 -

TH NMR: ¢ -0.05 (6H, s), 0.89 (6H, s).

G)ETE A 3 B&R: 75 -78 °C ] 2,2 bis (methylseleno)propane F1 sec-Butyllithium*
in ether-hexane VRGN, HE—DIIABIEMEY, BRI, 456 SCRIR TN %0
70 + Yo STHRH AARIE FAR SV A S HERAE AR

H https:/www.nmrdb.org/ TR E4A 3 FRIAZ R E A -

'H NMR: ¢ -0.09 (3H, s), 0.95-1.10 (12H, 1.00 (s), 1.00 (s), 1.05 (s), 1.05 (s)), 1.34-1.81 (6H, 1.42
(ddd, J= 13.0, 10.3, 2.8 Hz), 1.53 (dq, J= 12.9, 2.8 Hz), 1.57 (dquint, J= 13.0, 2.8 Hz), 1.59
(dtt, J=13.0,10.3,2.8 Hz), 1.73 (dtd, /= 12.9, 10.3, 2.8 Hz), 1.72 (dt, J = 13.0, 2.8 Hz)), 3.05 (1H,
dd,J=10.3, 2.8 Hz).

(OB MK 4 A E: 7E 20°CTF, 1E TIOEY/CHCL; &AW NS U4, 153 %
FEIRI—RIFEY, FEEN 81%.

5 https:/www.nmrdb.org/ TR [E)4EK 4 F 2GRS

'H NMR: 6 0.94-1.11 (12H, 0.99 (s), 0.99 (s), 1.06 (s), 1.06 (s)), 1.55-1.87 (4H, 1.64 (dddd, J =
13.0,10.3,9.1, 2.8 Hz), 1.62 (dddd, J = 13.0, 3.0, 2.7, 1.4 Hz), 1.77 (ddddd, J = 12.9, 10.3,9.9, 2.7,
1.8 Hz), 1.79 (ddddd, J = 12.9, 4.3, 3.0, 2.8, 1.7 Hz)), 2.22 (1H, ddd, J = 15.4, 43, 1.8 Hz), 2.47
(1H, ddd, J=15.4,9.9, 1.7 Hz), 3.52 (1H, dd, J=9.1, 1.4 Hz).

(NELTBREFY “NEHRBE” BIEB: ERTEE(12.5 mL)FEE 85 AR H I =
FERAIR(1.76g) MBRIE I Z AL IR(1.90g), BEJEAE 30°C, #ARRIMREIN#AE] 40-50°C,
PP 12 /o BUT BEw 25 FRIEVAMRAE /K (15SmL) Al — & F 5240 mL) IR & . 4l
BE, A& R ex10 mL)45 & A PIAH. FEK@2x20 mL). HBAEE/K(20mL), F Na;SO4
B LBRVENG, TR AR AT LR AT G 2 1 A s (30-60°C) LR L BE(20:1 ~
40:1,v/v), TEREE A,

i https:/www.nmrdb.org/ TR B L& P24 HIAZ RGBS -

'H NMR: § 1.01-1.15 (12H, 1.06 (s), 1.06 (s), 1.10 (s), 1.10 (s)), 1.46-1.89 (6H, 1.55 (dddd, J =
13.0, 10.3, 9.2, 2.9 Hz), 1.56 (ddddd, J = 13.0, 10.3, 9.7, 2.8, 1.7 Hz), 1.61 (dtd, J= 13.0, 2.8, 1.4

Hz), 1.68 (ddtd, J= 13.0, 4.5, 2.9, 1.6 Hz), 1.72 (ddd, J = 13.8, 4.5, 1.7 Hz), 1.81 (ddd, J = 13.8,


https://www.nmrdb.org/
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9.7,1.6 Hz)), 3.17-3.42 (3H, 3.23 (d, J= 4.3 Hz), 3.29 (d, J = 4.3 Hz), 3.35 (dd, J = 9.2, 1.4 Hz)).
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