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HMAEFRLEY

[0001] 7K HHiE 2 HiE 500 200780040965, 1. B H 24 2007 4F 10 H 18 H K EHAAFR K “
RIFRMLAE D B LR B 7 2 Hd

% AR 4l

[0002] AU B KR A RHL S W R IR AL 5 1208 BUAL & ) B A RS AN 7 i
[0003] He

[0004] &} Tl Hp i R8I 3 B AR 0 31 AT AR B FE T S 45 He Ak 1tk de ) v AUk
M PEERE, AN 7 A AR T 2 T AR AR B A5 5 W o

[0005] A% ARG P I A (M Boelens and H Wobben, Perfumer&Flavorist, 1
980,5(6), 1 — 8) JF H AR ARG M A& 742, Horh, 3-(3/4- Bedk ok 2k ) U] Ui
JE VL (Bourgeonal™) (3—(4- BUT FEFKIE ) N, US2,976, 321) £ H ¥ (Florhydral™)
(3-(3- SN AREL ) THE, EP368156) 2 £ (Lily aldehyde™) (3-4— BT FEA4EE ) —2-
KL, US2, 875, 131) M H 5 (Cyclamen aldehyde™) (3-(4- FAFEZAHEL ) -2- FHEA
e, US1, 844, 013) 16 FENICH ZBUKKE .. FraXap el e asgil T2
WA LS B UR

[o006]  H 15 5 AKE (Democritus) FIAHEENSE (Epicurus) 7EAE ML ET 22 57 b i sk 4e
H LR SRR LUK, 73 1 SR AR 8] () 58 3R R BB TAE BRI N 2% T A AT
T A K H— 2Ot TS TR E 7> 5 B RR B RE D) — BRI 2 A KDL 45
o 73 7AW P RO BT R CeAT 380 DURRKIZRAT ) BLERA T fi# T IZFER 5 A
o LB S 52 4% 5 11 0 0 ) DR S IR R I (L. B. Buck and R. Axel, Cell, 1991, 65, 175 —
187) &y ik S Wb 1 5t b 20 A 1 O HoAEH — R AVEE A FK 2 AR R B T 1E
%, (B.Malnic, J.Hirono, T. Sato and L. B. Buck, Cell, 1999, 96, 713 — 723) i # % 7
WV 5 7 A2 B0 — 28 ) @ A ) — (o o 28 & 8 1) o DUR AR5 38 E. J. Corey ) —
P A8 A R - 24K B AE B SCE S H B (S.Hong and E. J. Corey, J. Amer. Chem.
Soc. , 2006, 128, 1346 — 1352) « K TR ERIA LI, AEAME & BRI OR R BT SE 2
G s IX 0T BRI U B SR P R M A L — 3500 T A T 0L B R SR R AT I
##. (C.S.Sell, Angew. Chem. Int. Edn. , 2006, 45, 6254 — 6261) 34, 5T 43145 42 T
PEREHIPEE (M. Jansen and J. C. Schoen, Angew. Chem. Int. Edn. , 2006, 45, 3406 — 3412) 3%
W, DAEE 22 SRR, 4 R E5 0 B A AL e M e AN AR i HL— S i .

[0007] 7F R Pelzer 25 A /E 8 8 W 32 P (R Pelzer, U Harder, A Krempel, H Sommer, S
Surburg and P Hoever in Recent Developments inFlavour&Fragrance Chemistry —
Proceedings of the3™International Haarmann&Reimer Symposium, Ed R Hopp and K
Mori, VCH, 1993pp29 — 67) , f§ W) T TH BT 5T T BA 88 2B URIIAFIRFIERT 181 Fh4)
o WTEEFMEL B 41 Bl DUF — A B g i

[0008]
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[0000]  #HE7RIF HAmt, fEH e sk, “ A8 C-4 A XU JC A R, I BT LA
TR R —

[o010]  fFAE&/DEAE IR H B R 2R A MR, (R AT EE RA BRI
WiE (terpinoid) HI45EMIHI 4N Trimenal .

[0011]
/

\0
Trimenal
[0012]  EP1054053A 22 JF T BHA LU — &by iy AE 07 1
[0013]
1 n \O
| R

[0014] P R = H &l Me, REZFR /R XUBE B SR B, n = 0 (A RN By ) A 1 (B4
FORXBEN ) o R —FE LT, MR RER  BA R e - 80 22 VIR AL i R 40 228
/PRI P RR R O R A IR D L AR Al SR R IR A R . XAy ik
i Pelzer LAY, UM AE C-4 A B ALAFEAINE Y .

[0015] 3-(3- PRI CIE) WA LLT CER P AT T AFF“Sur 17addition radiculaire
d’acide bromhydrique, sur quelques compos é s allyliques cycloniques en pr é sence de
peroxyde de diterbutyle. Réactions de substitution sur les bromures”, ] — M Pabiot
and R Pallaud, C. R. Acad. Sc. (1971), 273(6), 475 — 7. 4RT, %A AT/ IRMERE .

[oo16] KWMLK

[0017] &4 N A HURIL, 3— (3-FEFEI O3k ) NI AR T 1] 1 M (R BRI 3— (3/4- %5t
FEOREE ) BRI S i R e 1t o AR SR T OB, BRSO, B T
T H Be IR 221G TR B FRE O S A 2K, BAARSR A, 7575 JTCH i I AR 7y

[oo18] PRI, fE2H— AT, AR B FR it R LU N 85L&

[0019]
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Ry (X 1)
[0020] AR, /& C, — C; ki, FFH R, — Ry JRArik H H R, grigscf 2 R, — R;
% B HE, R, AR,
[0021]  FESZANT7iH, AR BRI & L LSRR, P R, 2 € — G, S,
FH R, — Ry Mzt 5 H AT EE,
[0022]  FEZE =5 A, Ak BRI | b S HPE RS s i g, P R, 2 ¢ —
Cs Bids, JF H R, — Ry Mor i 5 H A2,
[0023] L4 NI &T R IR R0 & ) A 5w 20 B A ANl i AskoF i &+
FEEKE Ly, JeH 2 TR 2216 H / B
[0024] ik, R, i B2 BCT ZE AP T 56 T 26,2, 2- Z PN,
[0025]  fLiEHIAEHZIL A Ry MR, th /b —AN & HH R, FI R, & /b— 2 He — ot
B G2 A R BT R R, — Ry % H 22 Ho
[0026] A< W FRJI FR)COMAC TR RE A2 FRAR I A B () (A5 AH . P 4 e 55 ik ) mlee ()
TG AT LLAS B FRIA T, 1G98 soScit 22 ™ i IS0k, 8] AHAE RS (i RI4LE)
(K12 73 DA & BRI 5 st 20 K5 1 A<k
[0027]  XFFAKR B, B A TRERREY, W R 55 B0, 1A 808 TE & 1%
SR AT
[0028]  HRH A< B 1K) — P Bl 22 B m] FH T 5 4 1 & mT LAAE %8 PR A P9 A8 46 9 HOCFLE R
FAZE FH T ARG (e 41 2 i M SR i DL R B e 1 BT 75 IR ASORRROR . R A T BE R 2
B T PR, AR 5 12 95 1) B A AR Ak Tl A 52 30 2 DL RE W0 K AR 5 A i BH 0 8 ) T L
EHEER. 8%, FFRRAIORA R E S e MR e A R . EFRT, R
P AR B BP0, 01wt %6 B HH iy 1R B 18 AT B BT 88 (R ORIt i &8
0.1 — 80wt %, HALIEZR /D 1wt %.
[0020] £ —AT7IH, AR BHHR AL & S A BH B S e E RS A ™ it
[0030]  3X 2L N R SEGI A2 LRI PESR  DEE S 2R 2 R B A3 38 538 V)
S TS Ve PR R 557 s S5 ) SN BFIATE & 5 52 IRV RV B e« 28
R EA NE R A S B i SLE BB e B K BIRT 4 P B2 S B bk
B BRI S P AR S B R R SRR T
[0031]  AFLE T 7= i b (AR 4 A & BH 9 s 1) 5 08 5 F 2 1% 8 & 2 /D 10ppm, 1L &2 /D
100ppm, SEAEZE A /D> 1000ppm. SR, HIE L 20wt % HI KA DLAERE RS 00T 1, IX B vk
TR o
[0032] &4 N5 Mo R, R4 AR 2 BH i) i 2e s Sk A fiAmop) (F AR ] ) Sos R
[ERNE (substantivity) , JFEEIH B AT H T IR0 3 S A = i i R A% 7 o
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[0033] 34 Nfatwy b A B0, MR A % B O HA DU A U A Wt e, A8 AR e AT JC 3 E
A TAFRLE B R, 3- (3- BUT M O ) Il O I B A7 T4 o /i
BIERE M. b, XA R AR (il 3-(3- RN CE) T ) iR EAR
S R T 2 R R 1 FF HLAT DAAE — 28N o TP B RHEOR

[0034] AN B () LU 1K) ) — PR AN ME B REAE B UK Atk . e ik, CL2R RN
3-(3- BT M CHE ) TNl BA DU (A XS 50— RS i 1) 9K EE 14 68

[0035] A BH (1) 3L SE s 11 g — PPl A I T BE SR RO R A RS R, RARck U, 2-
R -3-(3- AN O ) ARE.3-(3- FEMNRCE ) A 3-G- T EHCE) WK
2 JUH: R UF I S, RE R E S = R,

[0036] il %

[0037] W] LAARYE ARSI A O RN AR o il 2 AR A% R B AL S o AT LASZ AN B AR Y.
1) 3= (3- BE2E AT ) NBE A% 3- (3 B O ) NS . 158, mT DAY A E A & AU
2R AL ARG AR EE IS (RL Augustine, Heterogeneous Catalysis for the Synthetic
Chemist, 1996, Marcel Dekker Inc., New York, ISBNO-8247-9021-9, pp403 — 437) . iXFh &,
HEARTE 1 S Ak 3- (3— HedE 2R3 ) NS I E RE 1 JF IR = 2B 1 7 s 23— (3— %k
FEM I ) N -1 B PR Lok, 38R AT AL S E AR L 1, - = (LB
FENV -1, 1- =& -1, 2- KM —2—- (1H) — B (BB — 5 T 484657 (Dess—Martin periodinane))
sl A8 AL F06] a7 48 R AR A 200 — 250°C , 30 2 B M AL 28 A B S0K B A5 B 48 Ak B 3]
[

[0038]  m3&, Al L4 = ANEr BEHAHN A 3— (8- ek 28 3L ) TN il AL ) 2% 3— (3— %t
EMOE) lE. B 56, W RYE AT O AR e B B Bl A 1 I ORI RE
R AT o FH & AT B AR I — RS 8]

[0039]
rR2. R3H aj
0
R5

R4

R1

[0040] ok, A A 3 i H T S A0 BRI 20 1 4 A B A 2 38 B S A i = A 3-(3— e
EHCE) NBEMA . B FHASME P MM FET (SSen % A, J. Org.
Chem. , 1997, 62, 6684 — 86) fiiXAaME/KAEM 1T B A 3-(3- IEN COE ) Wl

[0041]  ARAEAK IR 3-(3— Le b Ok ) AR IR ) R ik (R, FITA ]
By I AEIR ORI I R — M sl AR ) FVRA S . RO/ e X bl B s T B
FH K& R e B S U R Bk T AR 38, WIS R AR ) SR 2 AN R 1 3 AT B
T A TR P O R AR O3 L RS R O AR B . AT DL B
FVERRL B A BORE P3R5 10 S A PRV A W mT LA JEURE A 5 S B e 0 R 5 1) R A
SE SR T sl A T VR A R AR AR I 1

[0042]  BhAb, RPEAK B 3- (3- Kt R O3k ) NI L& Rl IR S RTE R EE. E11E
b R A R AR A A VRS AR, SN BETR A T DUIE o A O R S

6
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JCFC R T A T MR AE O G 23 B B R AL A e R BRI, AR B A/ B XA
SEAR RIS DI X LD R S Ay & A MR e R S AR S A A T SUAR A3 3— (3— ek
WO ) B, IF AR U0 HEIX 4875 52 1) S A A O B B &

[0043]  HEdkl

[0044] W] LAl 55 Y A< WY i — Fh sl 22 A 45 & AE RS L E B R, il dn, R
SR T ER B K T TR IR R B, DL O R AR R
A2 (IR BRI VIR VAT 2R VA 2R T 2R AR B RV AN AL S, AR R VTR ER R 2%
WED.

[0045]  iX 4& & | ) 40, 76 DL N SC R P gk 32 & :S. Arctander, Perfume an dFlavor
Chemicals (Montclair,N. J., 1969). S. Arctander, Perfum eand Flavor Materials
of Natural Origin(Elizabeth,N. J., 1960), “Flavor and Fragrance Materials —
1991”7 \Allured Publishing Co.Wheaton, I11. USA 1 H Surburg and J Panten, “Common
Fragrance and Flavor Materials”, Wiley—VCH, Weinheim, 2006 SBN-13:978-3-527-31315—
0, ISBN-10:3-527-31315-X,

[0046]  mJ DL ARG A B A — b el 2 b &5 6 456 HH O B RL ) SR 0 - T B L SR A
[Ny A A vy NI By N BNV e SN R B = 5 LN SR 25
B DU S BRI EE AR TS L SPERAA TR o NEE SR DR 2- 4558 - Sl LR 2- A%k
LR REE CFNBE KRR RE SR G B ER R PR N ER KR R R — R EER
- AR SR =R - AL - R, SRXT - BT B CEE. CR  ElE. ORe =5
e 2B, o - IR RRERE  2- AL —3- (X — BUT ZE2REE ) TS 2- AL -3- (X - 5
PIFEAAE ) A 2— O — BUT FEREE ) - A2, 4- 2L - 3O -3- ML i L O — 34
TG N R =R ZS A IR 4- (4- R —4- FAE O, ) -3 3R O I L 4— (4- T3 —3— [
) -3- MO T 4 SRR -3 IeFEDY SN  3— FRIE AL —2— [REEFF M 2 1EBR
FERA A 3 AL —2— [k —2- BRSOM I L IE S8 L IE T 9 ZRIAIE -1\ T R R AU
LR R W IR AE I R O T ORI IR VB  CIRMURER 3 R EREEM T
([ 6 N SRR 1 N Sy oA N =T L7 I N =g TR 5 0L N S e S e R L) N N
ZRBERIEF TR AW PR W S PR D 2 RN -3 O A
SLHE e B R R A e (O A ORISR CORBA N R B T L RO IR T LR

[0047] AT RAF 32 AR A< 5 B RO TEE ) 75 RS ROV ) A2, A0 - ST L S TR L H B B3 LT
—HF A B AUR R IR T AR R IR — R N S R R N IR

[0048]  Kr&g i LA SE s o i) i W — PR A R ]

[0049]  SIjfifdl] 1 :3-(3- M I ) WEERIHI &

[0050]  1)3-(3- HEIMCE) N -1- %

[0051]

OH

[0052] ¥ 5% Ru/A1,0,(3g, 5wt % )« (2E)-3-(3- AL ZEKEL ) NG R (60g, 0. 37Tmol) Al

7
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L% (300mL) B 500mL = 3 A A% . RS/ (40 ) T AE 150°C T I ZL i+ 1% 1R
G 3 Ko ML WE T L8 LFs (500mL) , F7K (500mL) FlER7K (500mL) ¥
o K ANUHER RS b0, IR T2 km e A el R 3- (3- AR 23k ) NI
(60g, 0. 35mol, 95% =% ) ,

[0053]  ¥f LiAlH,(16g, 0. 42mol, 1. 2eq) FIZ MWk (450mL) JH LA A AU 28 R [R1AEA
EEA I IFAE 0°C YR HIIR 2L =3[R S H » #1240 3— (3- LI AL ) AR (60g, 0. 35mol)
BT OB (400mL) FFB A I ENZ R N . ARG TEMBEIREE N i i R N IRG 4 3he
FH AR B ZK v A i & ) S A AR B K R I I SRR &4 o 4% THF (1L) B 2h&ik Ry
HHBIFBUMAR 35°CIR¥F 1he FZBIFHILIE G & H AN Z AR T8It
R A2 A AL = o ERERR AT B FHAE b b 18 8% Et0Ac VR A YEMFIIEAT ki, e
bulb—to-bulb Z&M (0.1 ZE ,140°C ) F=44l 3-(3- AEMH R ) N -1- B¢ (35g, gc 4l
>98% ;M HE=161% ).

[0054]  SBK (BEE LUK (watery) IHAES (Fatty) FHAGE JER

[0055] A MTEidE ( HEE RSP ik) -

[0056]  'H NMR (400MHz, %Afj —d) ppm: 0. 46-1. 72 (m, 15H) ;0. 85(d, 3H) ;3. 57-3, 64 (m, 2H) »
[0057] '*C NMR(101MHz, % 1/ —d)ppm:22.93(q, 1C) ;26.29(t, 1C) ;30. 12(t, 1C) ;
32.67(d, 1C) ;32.92(t, 1C) ;33.49(t, 1C) ;35.31(t, 1C) ;37.49(d, 1C) ;42. 28 (t, 1C) ;
63. 38(t, 10) »

[0058]  MS:m/z (AHXTHREE) 156 (M, <1), 138(5), 123(5), 110 (44), 97 (46), 96 (27), 95 (10
0),82(52),81(42),69(15), 67 (23),55(84), 41 (23) »

[0059]  ii)3-(3- FFELIACEL ) N

[0060]

[0061] 7 fic & A ML B B+ 2% F0 (0] 30 v B 4% 19 20 = 3015 i K80 51 A\ 3-(3-
MO E) W -1- B (23.3g,0. 16mol) 7E = & A % (140mL) 1 1) % W, ¥R 1L B
(1. 77g, 15mmo1, 0. leq) 7E 7K (25mL) " [ %5 W F1 2, 2,6, 6- P4 F & -1- Wk 0E 45 1L 9
(TEMPO, 300mg, 1. 92mmo1, 0. 0leq) » [ iZIBA YA N 0. 35M X IR /K ¥ ¥ (594mL)
16 35°C N HH IR G 3 K, AR5 FH & e (500mL) ZEHL. ¥AHLZ 7K (300mL) L IN
HC1 (300mL) FHE/K (300mL) Peik, FHuBRAN @k s . KR =W E AT kT
(1) 8% EtOAc TE I BEMEFIEEAT il 53 B, #75 bulb—to—bulb &1 (0. 01 Z ., 79°C) i/~
af 3- (3- PR CAE ) N (11. 8g, ge 4T >98% 3/ %K =51% ).

[0062]  SBE (BEFVIHER G F .

[0063]  ZMT#dE ( FEEEE—Frik) -

[0064]  'H NMR (400MHz, 43f/i —d) ppm:0.45-1. 75 (m, 12H) ;0. 84 (d, 3H) ;2. 38-2. 44 (m, 2H) ;
9.73(t, 1H) .

[0065] '°C NMR(101MHz, & 1§ —d)ppm:22.81 (g, 1C) ;26. 08 (t, 1C) 529. 40 (t, 1C) ;

8
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32.53(d, 1C) ;32.57 (t, 1C) ;35. 08 (t, 1C) ;37.16(d, 1C) ;41. 48 (t, 1C) ;41. 86 (t, 1C) ;
203. 03 (d, 1C) .

[0066]  MS:m/z (AHATHREE) 154 (M, <1), 136 (12), 121 (15), 110(28), 108 (39), 97 (27), 95
(100), 82(72),81(39),69(19),68(20),67(27), 55(86), 41 (33) ,

[0067]  SZjEfd] 2 :3-(3- BT FEINTIE ) NS HI#%

[0068] i) 1-(1-¥R&LFE)-3- T HE

[0069]

[0070]  # 1- BT 2E -3— £F2K (90g, 0. 54mol) 7EPYRALEK (600mL) 91 (R BINAEL %
AR R AR s (1) 2L = SRR B I ZU R 12 S N A, [P n N— IR
BEFIBEE % (97. 6g, 0. 54mol, leq) , BEE IS I AL 28 T (0. 8g, 2. 23mmol, 0. 004eq) o 2R
Sl R N IR A NI RE RN E AR 1he — BYAHL, S IR S ot 3 A WA AR IR
7K (2X300mL), 10% Na,S0, /K¥E (150mL) , 7K (2 X 300mL) FIHEH1 NaHCO, 7K %5 (100mL)
VRV, AERR IR EE T IRk gs. B (8.2 =, 79 —80°C ) BRERKMNA 1- KT
Bk -3- SHRMA T 1-(1- W LHE ) -3- FUT A2 (132g, ge A >90% 577 %= 95% ), &
R T 2.

[0071]  ZrHr s -

[0072]  'H NMR(400MHz, % 1fi —d)ppm:1.38(s, 9H) ;2. 10(d, 3H) ;5. 27 (q, 11) ;7.32 —
7. 48 (m, 4H) .

[0073]  '°C NMR(101MHz, % 1 —d)ppm:26.97 (g, 1C) ;31.29(q, 3C) ;34. 70 (s, 1C) ;
50.25(d, 1C) ;123.79(d, 1C) ;123.81(d, 1C) ;125.41(d, 1C) ;128.35(d, 1C) ;
142. 81 (s, 1C) ;151.47 (s, 1C) »

[0074]  MS:m/z (FEXTHRSE ) : (FEM), 227(2), 225(2), 161 (100), 145(14), 131 (10), 117 (1
9), 105(12), 91 (18), 77(10), 57 (65), 41 (20), 39 (14) .

[0075]  ii)1- KT 3 -3 LMmFE

[0076]

[0077]  F & & 4k B (140.9g, 2. 51mol, 1. 9eq) \1-(1- ] & 2 )-3- L T HE =K

(347.12g,90.9% gc 4, 1. 31mol, leq) A1 2- NEE (2. 6kg) ML A AU FE2S A1 [E] 7

VARSI 5L = RSN . 76 60°C FHidE 2h 2 )5, ¥ R NRA WA EN B R B B IR BN
9
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vk (1. 7Tkg) 7, FFH Beke (1. 5L) ZHG™ ). W anit A5 A AR /K (750mL &4y ) At
I NaHCO, 7K (300mL) PV MR, FEMIREE T ik dq . Kk ek ik B Ok
VE PRI FREAT (B0 43 B M 3R A5 4 Bl (119, 6g, ge 4E2 4 93% ) 724, H 0. 3g BHT
%P AasE . [ Vigreux 4% (3.4 2,60 — 64°C ) MINZIRTE 1- BUT % -3- 43k
7K (105. 3g, gc 4L/ >97% , P HF=150% ).

[0078] AT %LdE -

[0079] 'H NMR(400MHz, % 15 -d)ppm:1.37(q, 9H) ;5. 27 (d, 1H) ;5. 78(d, 1H) ;
6. 77 (dd, 1H) ;7.28 — 7.35(m, 3H) ;7. 45 (s, 1H) .

[0080] '°C NMR(101MHz, & /i —d)ppm:31.31(q, 3C) ;34.62(s, 1C) ;113.42(t, 1C) ;
123.17(d, 1C) ;123.42(d, 1C) ;124.92(d, 1C) ;128.23(d, 1C) ;137.22(s, 1C) ;
137.35(d, 1C) ;151. 30 (s, 1C) .

[0081]  MS:m/z (AHXIHRSE ) 160 (M, 19), 145(100), 128(12), 117(56), 115(19), 105 (17),
91 (16), 77 (10),63(6),57(7),51(8),41(8),39(13) .

[0082]  iii)3-(3-KUT FEAREL) Nl

[0083]

0

[0084] ¥4 1- L T Zk -3- & M & 28 (29g, 0. 16mol) ) & Wt N B & — Bk 2 & (D
(41mg, 0. 1mo1 % ) FN=2KIE RS (261mg, 0. 99mmo1) £F 88g A 25 VA s N 2l 250mL
REERS T EA A (A8 RIZ s 11 FREW— 182) M) F{ES0TC
TR R R I S NTR S 6h o FEZ K R VRS W)TE L TP IR G R AR EHIAEC
B IR 3% MTBE 1E B i A AT (3 40 s 3545 3- (3- BUT R4 ) N (24. 5g, ge 4%
>82% ;" H=63% ).

[0085] AWK A IEF IR (rubber) .

[o086]  JrAfT ¥R

[0087]  'H NMR(400MHz, % 1 —d)ppm:1.35(s, 9H) ;2. 81(t, 2H) ;2. 96 (t, 2H) ;7. 01 —
7. 30 (m, 4H) ;9. 85(d, 1H) »

[0088] '°C NMR(101MHz, 4 1 —d)ppm:28.32(t, 1C) ;31.29(q, 3C) ;34. 54 (s, 1C) ;
45.35(t, 1C) ;123.21(d, 1C) ;125.22(d, 1C) ;125.27(d, 1C) ;128.22(d, 1C) ;
139. 87 (s, 1C) ;151. 41 (s, 1C) ;201.57(d, 1C) »

[0089]  MS:m/z (AHATHREE) :190 (M', 32), 175(82), 172(0. 5), 157(4), 147(12), 133(21), 1
31(100), 119(11), 117(12), 116(11), 115(17), 105(16), 91 (26), 77 (10), 65(5), 57 (17), 41
9) .

[0090]  iv)2-[2-(3- BT &R ) &% ]-1, 3- ZH

[0091]

10
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>

0O

[0092] ¥ L (15mL, 0. 27mol, 1. 2eq) X FHZRTHR (430mg, 1% w/w) FIFF 4t (50mL)
IINEC 2 At 2z — Bk se 28 8 | [P vA B2 AL D PR AR 1 1L =S e . AEM SRS
TN 3-(3- BUT FEARIL ) NEE (50. 6g, gc 4EJF 85%,0. 22mol) o LAY T Hi+: 2h
)5 WG SR A A N B R EEE B IR A /K (50mL) AN NaHCO, 7K 5 ¥ 58 15 PR IR 7E it
FRek LT IR g A 2 Ol 00 2-12- (3- BT RERL ) 23 1-1, 3- —5URER
(60g, gc 4lJF >84% ;77 % >95% ) . EUMEHZEFEM T F— 4.

[0003] M AEH EEE VBT TR,

[0094]  Z3AfT ¥R

[0095] 'H NMR(400MHz, & f/ —d)ppm:1.33(s, 9H) ;2. 03 (m, 2H) ;2. 75 (m, 2H) ;3.87 —
5. 05 (m, 4H) ;4. 93 (t, 1H) ;7. 05 (m, 1H) ;7. 25 (m, 3H) »

[0096] '°C NMR(101MHz, % 1§ —d)ppm:30.37(t, 1C) ;31.35(q, 3C) ;34. 56 (s, 10) ;
35.64(t, 10) ;64. 91 (t, 2C) ;103.91(d, 1) ;122.79(d, 1C) ;125. 41 (d, 2C) ;128.02(d, 1C) ;
141. 13 (s, 1C) ;151.16(s, 1C) »

[0097]  MS:m/z (AHXTHRSZE ) :234 (M, 7), 219 (1), 191(3), 172(17), 157 (12), 148(11), 147 (
13), 133(32), 131(24), 117(16), 115(16), 105(13), 100 (40), 92(43), 91 (22), 87 (41), 77 (6
), 73(100), 57 (48), 45(20) »

[0098]  v)2-[2-(3- BT HIHCIH ) &3 ]-1, 3- ZH IR

[0099]
0’>

0

[0100] ¥ 5% Ru/A1,0,(3g,5% w/w) 5 2-[2-(3- BT HEEE ) 4K 1-1, 3- ZH LI
(60g, gc 4HfZ 84%,0. 21mol) A 100mL /& k2254 EE TR (60 EL) FAE 130CF
FIZIH PR IR G 4ho B R NIR G uE, R Qi Rk 4a k15 2k 2 g K
[ 2-[2-(3- BT FEH O ) 23 1-1,3- “FIRIK (62. 1g, gc 4lifE >87% ;77 FK >99% ).
EUMEHZ R TR,

[0101] KBk AEF R 2EH MG E KR EEE | AT 7

[0102]  ZrHrsids ( REE—FRAaER) -

[0103]  'H NMR (400MHz, % {5 —d)ppm:0.50 — 1.80(m, 14H) ;0. 79 (s, 9H) ;3.76 —

11
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3.93 (m, 4H) ;4. 79 (t, 1H) »

[0104] C NMR(101MHz, % 15 —d)ppm:26.63(t, 1C) ;27.30(t, 1C) ;27. 49 (q, 3C) ;
31.35(t, 1C) ;31.87(t, 1C) 532. 41 (s, 1C) ;33.08(t, 1C) ;34. 27 (t, 1C) ;38.03(d, 1C) ;
47.91(d, 1C) ;64. 76 (t, 2C) ;104.91(d, 1C) »

[0105]  MS:m/z (AHXTHRAE) :240 (M, <1),239(1), 183 (1), 163(3), 121(7),95(4),81(4),7
9(4),73(100),67(5),57(10),45(7), 41(8) .

[0106]  vi)3-(3- BT S CE ) N
[0107]

[0108]  #2-[2-(3- MU TR ) 4K -1, 3- 4 URIF (62g, 0. 22mol, ge 41JF 87% )
G REE / TAET S 4:1 Lo (3. 7L) IONEC A& A [R1 3 vA it 28 AT LRI DE #1285 1 5L — 3917
KBS BRI MRS (I1D) /S/KEY (212. 3g,0. 78mol, 3. beq) WNINENZ Y.
Wb . RIGEMIRIRE T O R VIR AW 4h, B JG7E 5 — 10°C FEs I Al NaHCO, 7K %
B (500mL) MUARE K. R Ja A HAHA EhK (500mL) Peigk, fEmiBR 8L I T if ki, &
i Vigreux £ (0.5 22,82 — 85°C ) Z&MB /3 WM™ 9, M skA5 o tum (34. 7g, ge 4 &
79% ) o FERERCAE EFIAE R 2% EtOAc VE AV iZ i it 73 5, 724 3-(3- BT
FEINCHL ) AEE (17. 8g, ge 4l1F >98%, Il « e 75:25 ;7% 40% ) .

[0100] B :BH HEBREH TH.

[ot10]  Zr#frsldE 2 Frmiis) -

[0111]  'H NMR (400MHz, % 17 —d) ppm:0.52 — 0. 86 (m, 3H), 0. 80 (s, 9H), 0. 82 (s, 9H), 0.
84 — 1.79(m, 21H), 2. 34 — 2.42(m, 2H), 2. 43(td, 2H, ] = 7.63, 1. 83Hz), 9. 75(t, 1H, ] =
1.95Hz),9. 77(t, 1H, J = 1. 83Hz) »

[0112]  "C NMR (101MHz, &({/j —d) ppm:21. 36 (t, 1C), 23. 70 (t, 1C), 26. 51 (t, 1C), 27. 19 (q,
30), 27.32(q, 3C), 27.50 (t, 1C), 27. 57 (t, 1C), 29. 62 (t, 1C), 29. 72(t, 1C), 30. 84 (t, 1C), 3
2.25(s, 10), 32. 44 (s, 10), 32. 83 (t, 1C), 33. 16 (d, 1C), 34. 18 (t, 1C), 37.69(d, 1C), 41. 37(
d, 1C), 41. 58(t, 1C), 42. 61 (t, 1C), 47. 84 (d, 1C), 203. 00 (d, 1C), 203. 10(d, 1C) »

[0113] 2l FAa 1A -

[0114] A8 (BH JEH B 2EZEH LUK,

[0115] 'H NMR(400MHz, % 1 —-d)ppm:0.52 — 0.67 (m, H) ;0.76 — 0.86 (m, 2H) ;
0.82(s,9H) ;0.94 — 1.02(m, 1H) ;1.12 — 1.25(m, 2H) ;1.47 — 1.57 (m, 2H) ;1.65 —
1. 79 (m, 4H) ;2. 43(td, 2H, ] = 7. 63, 1. 83Hz) ;9. 75(t, 1H, J = 1. 95Hz) »

[0116]  '°C NMR(101MHz, % 4/i —d)ppm:26.51(t, 1C) ;27.19(q, 3C) ;27.50(t, 1C) ;
29.72(t, 1C) ;32. 44 (s, 1C) ;32.83(t, 1C) ;34. 18(t, 1C) ;37.69(d, 1C) ;41.58(t, 1C) ;
47.84(d, 1C) ;203. 10(d, 1C) »

[0117]  MS:m/z (AHXTBREE) « (JEM), 163(7), 152 (3), 139(29), 121(28), 109 (3), 107 (5),

12
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95(26), 81(25), 79(20), 69 (12), 67(23), 57 (100), 41 (41) ,

[o118] e X FAafAk -

[o119]  SABE A A E &R (metallic) .

[0120]  'H NMR(400MHz, 4 4/ —d)ppm:0.80(s, 9H) ;0.84 — 0.96 (m, 1H) ;1.05 —
1. 21m, (2H) ;1.30 — 1.43(m, 2H) ;1.43 — 1.55(m, 2H) ;1.55 — 1.63(m, 1H) ;1.64 —
1. 79 (m, 4H) ;2. 34 — 2.42(m, 2H) ;9. 77(t, 1H, J = 1. 83Hz) »

[0121]  '°C NMR(101MHz, % 1 —d)ppm:21.36(t, 1C) ;23.70(t, 1C) ;27. 32 (q, 3C) ;
27.57(t, 1C) ;29.62(t, 1C) ;30. 84 (t, 1C) ;32.25(s, 1C) ;33. 16 (d, 1C) ;41.37(d, 1C) ;
42.61(t, 1C) ;203.00(d, 1C) .

[0122]  MS:m/z (AHXBEEE) : (EM), 163(4), 152(6), 139(34), 121(28), 109 (5), 107 (5),
95 (30), 81(27),79(22), 69 (12), 67 (24), 57 (100), 41 (45) ,

[0123]  SCjffs] 3 :3-(3- IR ) THEMIH &

[0124]  i)3-(3- AR ) T

[0125]

[0126] [ fic 2 F3 WU I RE 25 R0 [FIALA B 25 10 1L =20 R Bef -h 5]\ DMF (300mL) , 3- %
R ZE (66. 3g, 0. 39mol) , LT (99mL, 1. 16mol, 3eq) , BEFR4N (102. 5g, 0. 97mol, 2. 5eq) ,
WRALIY T 357 (107. 6g, 0. 39mol, leq) , ZFRIE (7. 8g, 11. 6mmol, 3mol % ) F1= — 4F 2K JE
I (11.8g, 38. Tmmol, 0. leq) » £ 100 — 105°C FHiHk 1h 2 Ji , BriZ [ NI A 74 21 B 31 45
M. fEREE L Eid IR VIR A Y. B 3RAF 1A HLAR A MTBE (800mL) % % JF HI /K
(500mL F4y ) Peigk =K, FEMEREE F T Ik %A . H Vigreux £ (1 ZE,70 — 81°C) 71
FTAS I = T 343 e (39. 6g, ge 4HFF 90% ) o 7R BcAE b AE Cht 19 7% EtOAc 1E
HBEMFFE M IS 53 B, 31T 3-(3- FEERIE ) T (12. 5g, ge i/ >99% ;™ % 36% ) .
[0127]  SBK 55, K / 8BS (marine) (4 marenil.

[0128] 3 HTEid -

[0129]  'H NMR (400MHz, &{/j —d) ppm: 1. 31 (d, 3H) ;2. 34 (s, 3H) ;2. 70 (m, 2H) ;3. 32 (m, 1H) ;
7.00 — 7. 23 (m, 4H) ;9. 70 (t, 1H) ,

[0130] '°C NMR(101MHz, % 15 —d)ppm:21.42(q, 1C) ;22. 15(q, 1C) ;34.21(d, 1C) ;
51.68(t, 1C) ;123.69(d, 1C) ;127.24(d, 1C) ;127.52(d, 1C) ;128.53(d, 1C) ;
138. 21 (s, 1C) ;145. 38 (s, 1C) ;201.96 (d, 1C) »

[0131]  MS:m/z (AHXAFHRFE ) (162 (M, 71), 147 (33), 144 (13), 133(8), 129 (14), 119(100), 1
17(37), 105 (76), 91 (61), 77(21), 65 (16), 51 (9), 41 (13), 39(13) ,

[0132]  ii)3-(3- M CEL) T -1- B

[0133]
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OH

[0134] ¥ 5% Ru/Al1,0,(500mg, 5% w/w) 55 3—(3- FEZIL ) T (10g, 61. 6mmol) HOA
25mL R SRR . TR/ (65 EL) FAE 130°C T RIZIHB B H IR G4 5. Bho iz WV
REW e, O ye Itk 4i . 4 bulb—to—-bulb 2848 (4.5 21,125 — 130°C ) 7%
TR A3 UL = 3RS 3- (3 IR CEE ) T —1-WF (8g, ge 4l >90% ;7K 76% ) .
[0135]  SBK AEHF B 2EHFHE T HE ALK,

[o136]  Zr#frsidE 2 Fmifk) -

[0137]  'H NMR(400MHz, & {5 —d)ppm:0.60 — 1.95 (m, 28H) ;0. 80 — 0.86 (m, 120) ;
0. 823.56 — 3. 70 (m, 4H) .

[0138]  °C NMR(101MHz, % 15 —d)ppm:16.06 (g, 2C) ;22. 99 (q, 1C) ;23.02(q, 10) ;
26. 43 (t, 1C) ;26. 53 (t, 1C) 528. 03 (t, 1C) ;29. 86 (t, 1C) ;32.91(d, 1C) ;33.00(d, 1C) ;
34.38(d, 1C) ;34.43(d, 1C) ;35. 43 (t, 2C) ;37. 01 (t, 1C) ;37.05(t, 1C) ;37. 43 (t, 1C) ;
39. 30 (t, 1C) ;42.65(d, 2C) ;61.52(t, 2C) »

[0139]  MS:m/z (AHXTERFE ) : (JoM), 152(3), 137(2), 124 (57), 110(8), 97 (77), 96 (36), 9
5(51),81(37),69(21),67(17), 55(100), 41 (28) .

[0140]  iii)3-(3- FIZL) FROE T

[0141]

[0142] R 3T - 5T &4k 50 (17. 4g, 41mmol, 1. leq) & & FLE (250mL) H I ¥ & N
N 26 HUBCDE B 25 R0 [0 3 v 2 1) 2L = J IR B, B N 3-(3- 3R B3k )
T -1- [ (6. 4g, 38mmol) , ¥ T 1. 5h WAEMBREE F B INK (7400 L) 78 S Pkt
(740mL) "FHVESY . (ERREREEE FHHE 2h 2 5, BZIR-S ] Bk (200mL) FRE 3 i
I NaHCO; 7K # WA 10 % Na,S,05 ) 1: 1 VE-E4) (2X100mL) Fi 7K (100mL) $EER, 7E0 IR
B ETERIFIRYE . (ERERCAE EHIAE T i 7% EtOAc 1V BRI 2 (3 /) B, 3145
3-(3- F3L) MO HE TR (1. 8g, ge 4l >80% ;77 %5 28% ),

[0143] S0k :BH.FHREF

[0144] A8 2 FhmAaftk) -

[0145]  'H NMR (400MHz, S0/ —d) ppm:0. 54 — 0. 83 (m, 4H) ;0. 83 — 0.91 (m, 12H) ;1. 12 —
1.47 (m, 8H) ;1.53 — 1.67(m, 6H) ;1.68 — 1.77(m, 2H) ;1.89 — 1.99(m, 2H) ;2. 13 —
2.22(m, 2H) ;2. 40 — 2. 48 (m, 2H) ;9. 73(dd, 2H) .

[0146] '°C NMR(101MHz, % 1§ —d)ppm:16.87 (g, 2C) ;22.92(q, 1C) ;22.93(q, 10) ;

14



CN 104045535 A OB B 13/28 T

26. 25 (t, 1C) ;26. 32 (t, 1C) ;28.57 (t, 1C) ;29. 68 (t, 1C) ;32.78(d, 1C) ;32.87(d, 1C) ;
33.00(d, 1C) ;33.02(d, 1C) ;35. 21 (t, 2C) ;37.91(t, 1C) ;39. 01 (t, 1C) ;42.55(d, 1C) ;
42.56 (d, 1C) ;48.50(t, 1C) ;48. 51 (t, 1C) ;203. 46 (d, 2C)

[0147]  MS:m/z (AHXTHRAE) 168 (M, <1), 150(2), 135(11), 124(75), 109 (10), 97 (49), 95(
88),81(21), 71(14),69(18),68(16), 67 (17), 55(100), 41 (33) »

[0148]  SZjlfdl] 4 :3-(3- RN CE ) T RS &

[0149]  i)2-[2-(3- RINEEAREL ) N 1-1, 3- &

[0150]
O/>

0O

[0151] ¥ £ (18mL, 0. 32mol, 1. 2eq) X FF ZKEAR (400mg, 1% w/w) FIIR 4t (50mL)
PONBC A A 1 %2 — iR vk B [FIALA Bt as PO LI H 28 1 1L =3[R R Beii . AEM SRR AL
TR EE (3- G- FRFERIL) THE, 49. 3g, 0. 26mol) o SRJGLERI N PGz FE
VR A4 3he #5iZ % MRS ICE IR B IR B R VA H19F/K PR (2 X 100mL) , fER R EE T8 It
Wi, M Vigreux #£ (7.2 = ,146°C ) 2RI, 3145 2-[2-(3- RN FEARE)
I3 1-1, 3— Z4URIF (239g, ge 4iJF >98% 73 97% ) ,

[0152] "Bk AEF.

[0153] A Hfrd -

[0154]  'H NMR (400MHz, 444fi —d)ppm: 1. 25(d, 6H, ] = 7. 08Hz) ;1. 30(d, 3H, ] = 7. 08Hz) ;
1.83 — 1. 90 (m, 1H) ;1.98 — 2. 04 (m, 1H) ;2. 85 — 2. 99 (m, 2H) ;3. 76 — 3. 84 (m, 2H) ;3. 92 —
3.99 (m, 2H) ;4.70(dd, 1H, J = 6. 35, 4. 15Hz) ;7. 02 — 7. 08 (m, 3H) ;7. 20 — 7. 25 (m, LH) .
[0155]  '°C NMR(101MHz, % 1 —d)ppm:22.63(q, 1C) ;24. 03(q, 2C) ;34. 11(d, 1C) ;
36.02(d, 1C) ;42. 10 (t, 1C) ;64. 62 (t, 1C) ;64. 75(t, 1C) ;103.35(d, 1C) ;124.02(d, 1C) ;
124. 21(d, 1C) ;125.25(d, 1C) ;128.29(d, 1C) ;146. 64 (s, 1C) ;148.93 (s, 1C) .

[0156]  MS:m/z (AHAFHREE) :234 (M, 1), 190(1), 172(7), 157(7), 148 (43), 133 (13), 131 (1
3), 117(10), 115(12), 105(100), 100 (1), 99 (20), 91 (22), 87 (46), 77(8), 73(93), 45 (22) »
[0157]  ii)2-[2-(3- RN O ) NI 1-1, 3- &

[0158]
O">

0O

[0159] % 5% Ru/A1,0,(2g,5% w/w) 5 2-[2-(3- BN EIEE ) HE 1-1, 3- &I
(40g, 0. 17mo1) A 100mL /=R # - FEE A (60 — 65 () F7E 130°C T Iz i+
15
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ZIRE Y Aho ¥% R NIR G 38, I Cbt b e g 45 ot e A 2-[2- (3- 7
WEIRCEL ) TN 1-1, 3— &URIF (126. 5g, ge 41T >98% ;77 % >99% ) o %M BHLZ R FE
HTT—%.

[0160] MK 57 MEERIR R TR (dusty) VA 22 HA .

[o161]  ZrHfrsldE 2 Frmiis) .

[0162]  'H NMR (400MHz, %15 —d) ppm:0. 72(dd, 2H, ] = 16. 24, 12. 08Hz) ;0. 83(d, 6H, ] =
6. 84Hz) ;0.82(d, 6H, ] = 6.84Hz) ;0.89(d, 3H, ] = 6. 84Hz) ;0.88(d, 3H, ] = 6. 84Hz) ;
0.92 — 1.82(m, 26H) ;3.78 — 3.85(m, 4H) ;3.91 — 3.98(m, 4H) ;4.87(dd, 2H, ] =
5.62, 4. 64Hz) .

[0163] '°C NMR(101MHz, % 1 —d)ppm:16. 21 (q, 1C) ;16.42(q, 1C) ;19. 64 (q, 1C) ;
19.68(q, 1C) ;19.81 (g, 1C) ;19. 84 (q, 1C) ;26. 56 (t, 1C) ;26. 65 (t, 1C) ;28. 24 (t, 1C) ;
29. 72 (t, 1C) ;29. 76 (t, 1C) ;29. 99 (t, 1C) ;31.89(t, 1C) ;33.09(d, 1C) ;33.11(d, 1C) ;
33.67 (t, 1C) ;34.35(d, 1C) ;34.41(d, 1C) ;38. 12(t, 1C) ;38.43(t, 1C) ;43.06(d, 1C) ;
43.20(d, 1C) ;44.19(d, 1C) ;44.27(d, 1C) ;64.57(t, 1C) ;64. 58 (t, 1C) ;64.74(t, 1C) ;
64. 74 (t, 1C) ;104.20(d, 1C) ;104. 24 (d, 1C) »

[0164]  MS: LEFMMAE m/z CAHATRRZ ) (JEM), 162(2), 135(1),109(3), 95 (2), 82(4),
73(100), 69 (4),67(5),55(5),45(7), 41 (6) .

[0165]  IRELFAME cm/z (AHXTHREE ) (JEM), 152(2), 135(1),109(3),95(2),82(4), 73(1
00),69(4),67(5),55(5),45(7),41(7),

[o166] 111)3-(3- mAEH ) T

[0167]

[0168] ¥4 2-[2-(3- HNIEIFCIL) NI 1-1, 3- — 4RI (5g, 20. 8mmol) Fl— 5 4% :
BRI 4: 1 JBEH (300mL) IIAFL %A [RI AL e FIALIR B FE 28 16 3L =Rkl 76
WESRE M aEb ek (11D /K& (19. 7g, 72. 8mmol, 3. beq) o SR G R EEIRE T Bt
%R SRA) Ah, B JSTE 5 — 10°C R U INFT NaHCO, 7K (500mL) IHLAKEK « 4R
MUAHAH ERZK (500mL) JE%s, 7EMIRER B Fik4s. 48 Vigreux 4 (1. 3 Z[2,89°C) 7%
TR AL =, 313 3- (3 NI CIE ) T (23.9¢, ge 4l/E >91% ;7% 62% ) .
[0169] SBR :FHH KFZH . EREF (orris) \BH.
[o170]  Fr#frsdE 2 Frmiafk) -
[0171]  'H NMR (400MHz, & {j —d) ppm:0. 65 — 0. 76 (m, 2H) ;0. 78 — 0. 94 (m, 4H) ;0. 80 —
0. 85 (m, 6H) ;0. 82(d, 6H, ] = 6. 84Hz) ;0. 90(d, 3H, ] = 7. 08Hz) ;0. 89(d, 3H, ] = 6. 84Hz) ;
0.97 — 1.10(m, 2H) ;1. 12 — 1.28(m, 4H) ;1.51 — 1.69(m, 8H) ;1.72 — 1.82(m, 2H) ;
1.90 — 2.02(m, 2H) ;2. 13 — 2.23(m, 2H) ;2.42(dd, 1H, J] = 4. 88, 1. 71Hz) ;2. 46 (dd, 1H, J
= 4. 88, 1. 95Hz) ;9. 73(dd, 2H, ] = 2. 81, 2. 08Hz) ,
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[0172]  '*C NMR(101MHz, % 4/ —d)ppm:16.74(q, 1C) ;17.03(q, 1C) ;19.56 (g, 1C) ;
19.58(q, 1C) ;19.79(q, 1C) ;19. 81 (q, 1C) ;26. 37 (t, 1C) ;26. 45 (t, 1C) ;28.84(d, 1C) ;
29. 46 (t, 1C) ;29.51(t, 1C) ;29. 96 (t, 1C) ;32. 64 (t, 1C) ;33.01(d, 1C) ;33.02(d, 1C) ;
33.16(d, 2C) ;33.66 (t, 1C) ;42.73(d, 1C) ;42.83(d, 1C) ;44.01(d, 1C) ;44.10(d, 1C) ;
48. 39 (t, 1C) ;48. 64 (t, 1C) ;203.36(d, 1C) ;203.40(d, 1C) »

[0173]  MS:m/z (HHATHREE ) : (FEM), 178(2), 163(2), 152(49), 135(24), 125(9), 123 (13)
, 109 (74),95(13),93(12), 82(100), 69 (77), 67 (41), 55 (39), 41 (49) ,

[0174]  SEjifh] 5 :3— (3— NI OFE ) —2- FEE T il 45

[0175]  1)3-(3- LM AL ) -2- WHIZL | /%

[0176]

[0177]  # 3-(3- RNEM I ) T (6g, 30. bmmol) fENEE (3. 5mL) #eE P (37%
wt, fE7KH, 30. 5mmol, leq) A IS ABC A [B1 LA EE4s FHU I FE 25 1 50mL — 55 [
JESLEI o TEFREEVELFE RV IR (2281, 3. Ommol, 0. leq) FOLHE L (255L, 3. Ommol, 0. leq) »
SRIGAE 45°C R IHZ R NIR G 3ho HZFH RGP EI RIS, %+ MTBE (100mL) Jf
FHELFN NaHCO, 7KV (100mL) « £h7K (100mL) Wik, £Em IREE 1 ik 4n o AERERAE B H
TE TR I 3% EtOAc VEABEM R ZAH = Wy (il 73 89, 3845 3- (3— RN CAE ) -2- I
FIETE (g, ge 4/ >99% ;7K 78% ) .

[0178] Bk AKREH RE HEHEEH

[0179] 3t (2 Fpmilfg) -

[0180]  'H NMR (400MHz, & 1}j —d)ppm:0. 48 — 1. 82 (m, 40H), 2. 50 — 2. 63 (m, 2H), 5. 98 —
6. 03 (m, 2H), 6. 17 — 6. 22 (m, 2H), 9. 48 — 9. 53 (m, 21) .

[0181]  "C NMR (101MHz, %({/j —d) ppm: 15. 87 (q, 1C), 16. 08 (q, 1C), 19. 49 (q, 2C), 19. 85 (q,
20), 26. 32 (t, 1C), 26. 40 (t, 1C), 29. 10(t, 1C), 29. 27 (t, 1C), 29. 29(t, 1C), 31. 28 (t, 1C), 3
2.77(t, 1C), 32.99(d, 1C), 33. 07 (d, 1C), 34. 82(t, 1C), 36.72(d, 1C), 36. 75 (d, 1C), 41. 40 (
d, 10), 41.62(d, 1C), 43. 88(d, 1C), 44. 00 (d, 1C), 133. 97 (t, 2C), 154. 69 (s, 1C), 154. 73 (s,
1C), 194. 78 (d, 1C), 194. 80 (d, 1C) .

[0182]  MS: RESFHIAE m/z (FHXFHRE ) 208 (M, 1), 193 (1), 165(3), 147 (7), 125(62), 109
(5),105(4),95(5), 91(6), 83 (47), 69 (100), 55(35), 41 (33) .

[0183]  JREEMRATF m/z (AHATHREE ) :208 (M, 1), 193(1), 165(2), 147(5), 125(63), 109 (4),
105(4), 95(4), 91 (5), 83(47), 69 (100), 55(33), 41 (31) .

[0184]  ii)3-(3- RINEEMCE ) -2- FETE

[0185]
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[o186] ¥ 5% Pd/C(250mg, 5% w/w) HLEREE (5ml) ) 3-(3- RAEMCE ) -2- EH
FETHE (4. 5g, 21. 6mmol) — N 25mL & R A4 . EEAM (10 ) FAE40 —45C
N REIZUH R PEZIR A 40 7380 (EREE L LI BE AL F IR SR . ] bulb—to—bulb 7%
W (2.5 2, 117°C) ZMWITF IR k1 3- (3- RN O ) —2- FEE T (3g, gc
4ifE >90% ;7R K=67% ).

[0187] Bk &R 2 SERA B NK,

[o188]  Zr#frsidE (2 Fimiik) -

[0189] 'H NMR(400MHz, % f§ -d)ppm:0.57 — 0.79(m, 2H),0.79 —
0.93(m, 18H),0.95(dd, 2H, ] = 6.96,2.81Hz), 1.0l — 1.05(m, 6H),1.06 —
1.31(m, 4H), 1. 31 — 1.46(m,5H),1.46 — 1.70(m, 8H),1.70 — 1.86(m, 3H), 2. 27 —
2.56 (m, 2H), 9. 60 — 9. 64 (m, 2H) ,

[0190]  "C NMR (101MHz, %4/i —d) ppm:11. 67 (g, 1C), 11. 70 (g, 1C), 13. 95 (q, 1C), 14. 05 (q,
1C), 19. 51 (q, 1C), 19.62(q, 1C), 19. 80 (q, 1C), 19. 83 (g, 1C), 26. 39 (t, 1C), 26. 58 (t, 1C), 2
8.03(t, 10), 29. 37 (t, 1C), 29. 52 (t, 1C), 31. 73 (t, 1C), 31. 80 (t, 1C), 33. 00 (d, 1C), 33. 03 (
d, 1), 35. 30 (t, 1C), 39. 26 (d, 1C), 39. 42(d, 1C), 39. 76 (d, 1C), 39. 77(d, 1C), 44. 01 (d, 1C)
,44.30(d, 1C), 49. 69 (d, 1C), 49. 82(d, 1C), 206. 04 (d, 1C), 206. 09 (d, 1C) ,

[0191]  MS: FEFHAE m/z FEXFIRIE) 210 (M, <1), 192(1), 177(2), 152(48), 149(14), 1
23(12), 109 (66), 97 (14), 95 (15), 82(100), 69 (82), 55 (47), 41 (49) .

[0192]  SEjfs) 6 :3—(3— BT I I ) TRl

[0193]  i)3-(3- BT AR ) T

[0194]

[o195]  [] FC & A ML B DL FE A% R0 DA o A B g8 0 1L = B0 R k2 P o5l A
DMF (200mL) , 1- & —3— F T 3 28 (54.3g,0. 25mol), [ & WL (65mL, 0. 76mol, 3eq) ,
Tk B2 #h (66.2g,0.62mol, 2. 5eq), ¥ 4k VU T & % (69.5g, 0. 25mol, leq), & R 41
(5. 05g, 7. bmmol, 3mol % ) F = — 4 2R FL B (7. 6g, 25mmol, 0. leq) » 7E 90 — 100°C T
BEHE Ih 2 )5, B R IR GV HI BRI B . ekt B gz e IR AW . itk
73 19H HLAH FH MTBE (500mL) 4 % Jf 7K (500mL &5 43 ) PR =ik, B IR Bk L1 IF K
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4. H bulb—to—bulb Z&M4 (3 = [, 121°C ) Z&IR 1T KR P 2k 15 L (34. Tg, ge
iR 73% ) o ERERCH: B HAECLEP I 5% BtOAc 1E PRI 1ZF =M (il 70 5, 3115
3-(3- BT ZEASE) T (12. 3g, ge 4H/% 99% ;73 39% ) .

[0196] "Bk AEF R VR AR,

[0197]  Zr#rd -

[0198]  'H NMR(400MHz, % 44 —d)ppm:1.33(d, 3H, J = 5.86Hz) ;1.32(s, 9H) ;2.61 —
2. 80 (m, 2H) ;3. 36 (qt, 1H, ] = 7.16,6.96Hz) ;7.01 — 7.07 (m, 1H) ;7. 23 — 7.27 (m, 3H) ;
9.72(t, 1H, J = 2. 08Hz) .

[0199]  '°C NMR(101MHz, % 1 —d)ppm:22.15(q, 1C) ;31.35(q, 3C) ;34.53(d, 1C) ;
34. 66 (s, 1C) ;51.83(t, 1C) 5123.49(d, 1C) ;123.55(d, 1C) ;123.91(d, 1C) ;128.30(d, 1C) ;
145. 06 (s, 1C) ;151.48(s, 1C) ;202.04(d, 1C) »

[0200]  MS:m/z (AHAFHRFE ) :204 (M, 12),189(31), 171 (4), 161(30), 147 (100), 145(81), 1
30(17), 119(24), 117(23), 115(21), 105(25),91(36), 77(14), 65(8),57(52), 41 (31) »
[0201]  ii)3-(3-WMTEHCE) T -1- &

[0202]

OH

[0203]  #5 5% Ru/A1,0,(75mg, 5% w/w) 5 3—(3—- BT FIRKEL ) TE (1.5g, 52mmol) JIA
25mL RS . FEEAAGR (60 — 65 ) NAE 130°C R RIZU B R ZIR A 10h, bk
R RE Y, IR CRE e 34 . FH bulb—to—bulb ZE43 (0.5 Z£[2, 125 — 135°C ) 7%
TR A3 R = 3RS 3- (3— T EM 2 ) T -1- B (g, ge 4l >99% /7% 62% ) »

[0204]  SBE EAPE.

[0205]  Z3#fridlE (2 Fpmil i) -

[0206] 'H NMR(400MHz, % 15 —d)ppm:0.63 — 0.80 (m, 2H) ;0.81 — 0.87 (m, 6H) ;
0. 83 (s, 18H) ;0. 87 — 1. 88 (m, 26H) ;3. 54 — 3. 80 (m, 4H) .

[0207]  °C NMR(101MHz, % 15 -d)ppm:15.91(q, 1C) ;16. 35(q, 1C) ;26. 84 (t, 1C) ;
26.93(t, 1C) ;27.50(t, 1C) ;27.51(t, 1C) ;27.57 (g, 3C) ;27. 58 (q, 3C) ;28. 08 (t, 1C) ;
29. 72 (t, 1C) ;29.93(t, 1C) ;31.57 (t, 1C) 532.54 (s, 1C) 532.57 (s, 1C) ;34.70(d, 1C) ;
34.71(d, 1C) ;36.85(t, 1C) ;37.40(t, 1C) ;43.08(d, 1C) ;43.31(d, 1C) ;48.27(d, 1C) ;
48.35(d, 1C) ;61.65(t, 1C) ;61. 73 (t, 1C) .

[0208]  MS: RERAMK :m/z (FHXTHREE ) (B M), 197(1), 194(2), 179 (1), 166 (23), 155(
30), 137(30), 123(11), 110(43), 109 (41), 95(62), 83(35), 81 (94), 69 (44) , 67 (48), 57 (100
), 41(56) .

[0209]  EERHE cm/z (FHXTHREE ) (JEM), 197 (1), 194(2),179(1), 166 (26), 155 (35),

137(34), 123(13), 110 (46), 109 (44), 95 (64), 83(36), 81 (97), 69 (45), 67 (49), 57 (100) , 41
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(56) o

[0210]  iii)3-(3-RUTHMA I ) T
[0211]

[0212] K skl - 5 T4 AL (1. 8g, 4. 2mmol, 1. leq) 7E S F%E (30mL) H [ ¥ UM A
Fic 2676 WA B 25 A0 1704 Bt A 1 250mL =30 R JEFeif. BN 3-(3- T SR )
T —1- % (805mg, 3. 79mmol) , ¥ 75 T 1. 5h WAEMEEIR AL T B sk (75L) 78 — s 4t
(75mL) FREY) . EABHRE FHEE 2h 2 )5, ¥ZIR &Y H Ll (100mL) #4578 I H v i
NaHCO, 7K# AT 10% Na,S,0, KW 1:1 WA (50mL) FiEh/K (50mL) P . THifREE
FFERZAE VAR . EAERAE EFTEC KT H 5% EtO0Ac A& R BEI R &k ) ik
Gy, 34T 3-(3- BT EMCE ) T (100mg, ge 4HFE >93% 573 13% ) .

[0213]  RBK EFH AEH T UK

[0214]  Z3ifrgdE (2 Fpibih) -

[0215]  'H NMR (400MHz, % {5 —d)ppm:0.60 — 1.95 (m, 20H) ;0. 82 (s, 18H) ;0. 89 —
0.92(t, 6H) ;1.93(m, 2H) ;2. 15 — 2. 47 (m, 4H) ;9. 74 (m, 2H) »

[0216]  '>C NMR(101MHz, % 15 —d)ppm:16.67 (q, 1C) ;17.19(q, 1C) ;26. 63 (t, 1C) ;
26.71(t, 1C) ;27. 34 (t, 2C) ;27. 54 (q, 6C) ;28.61(t, 1C) ;29. 75 (t, 1C) ;30. 34 (t, 1C) ;
31.33(t, 1C) ;32.54 (s, 1C) ;32.55(s, 1C) ;33.28(d, 1C) ;33.31(d, 1C) ;43.01(d, 1C) ;
43.16(d, 1C) ;48. 11(d, 1C) ;48. 18(d, 1C) ;48.33(t, 1C) ;48. 78(t, 1C) ;203. 44 (s, 1C) ;
203. 50 (s, 1C)

[0217]  MS: RESFAIMR cm/z (AHAFERAE ) (e M), 177(4), 166 (19), 135(26), 121 (8), 10
9(54),95(23),93(15), 81 (37), 79 (22), 67 (42), 57 (76), 55 (38), 41 (100), 39 (49) ,

[0218]  EFEFMIME m/z (AR IR ) : (EM), 177(4), 166 (19), 135(26), 121 (8), 109 (4
6),95(22),93(14),81(33), 79(19), 67 (40), 57 (68) , 55 (31), 41 (100), 39 (45) ,

[0219]  SEjiifs) 7 :2— AL —3— (3— ELER L ) AR 4%

[0220] i) (2B)-2- A& —3-(3- FILRIEL ) NG

[0221]

YT VO

[0222] B ESEALE (24g, 0. 36mol, 0. 6eq, 4l F 4 85% ) fE L (120g) Fli/K (12g)
IV U N BC 24 [E]IRE V4 Gt s FIOH LR HE 25 1 500mL. = S [F e s i 3— 3L
FEE (70g,0.59mol) » 7E 38 — 42°C N n#uz it ViR &3t T 3. 26h W& A A EE
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(41g, 0. Tlmol, 1. 2eq) o 7£ 40°C N F—/NZ J5, Bz R NAIRE 7% HV R BERLRL I F 70 =
NE o B RIS RAVUZE K (2X100mL) Yek, fEMmEREE T RIFKSE. £l Vigreux
FE (102,87 — 92°C ) &M R, 343 (2E) —2- 3L -3-(3- AIZERIEL ) NG
i (65.9g, gc 4E1F >95% ;77K 70% ) o

[0223] "R 2EBK, WHEET .

[0224]  ZyHTEdE

[0225]  'H NMR (400MHz, 2 {5 —d)ppm:2.09(d, 3H) ;2. 42 (s, 3H) ;7.20 — 7.38(m, 5H) ;
9.59 (s, 1H) .

[0226] °C NMR(101MHz, % 1 —d)ppm:10.92(q, 1C) ;21.37 (g, 1C) ;127.08(d, 1C) ;
128.54(d, 1C) ;130.33(d, 1C) ;130.70(d, 1C) ;135.05(s, 1C) ;138.13(s, 1C) ;
138. 31 (s, 1C) ;150.03(d, 1C) ;195. 55 (d, 1C) »

[0227]  MS:m/z (AHXTHRSE ) 160 (M, 25), 159 (22), 145 (100), 131(12), 128 (14), 117 (60),
115(60), 105(5), 91 (42), 77(13), 65(13), 63 (14), 51 (14), 39 (25) »

[0228]  ii)2- AL -3-(3- LML) I -1- I

[0229]

OH

[0230]  # 5% Ru/A1,0,(630mg, 2. 7% w/w) 5 (2E)—2—- FI 3k —3—(3— UL 2L 3L ) A 44
(23. 5g, 0. 15mol) —i AN 50mL & FE 28 A48 . AES/S/ 4R (456 — 50 () FAE 160°C T RIZY
M RZIR A Y The b BEMEALTR I F R Ol Pe s i K 46« 22 Vigreux £ (5 2,
102 — 104°C ) Z&WR P A3 BRL =P 3845 2— F2E -3- (3- LI 2k ) N —1- % (13.7g, gc
G >81% ;7% 60% ) .

[0231]  RBE AEFHF B EH MEE.

[0232]  Z3#fridls (2 Fpmil i) -

[0233]  'H NMR (400MHz, % 1 —d) ppm:0. 4 — 1.8 (m, 28H) ;0.83 — 0. 90 (m, 12H) ;3. 32 —
3. 35 (m, 4H) .

[0234]  '°C NMR(101MHz, % f/i —d)ppm:16.84(q, 1C) ;16.845(q, 1C) ;22.92(q, 1C) ;
22.94(q, 1C) ;26. 26 (t, 1C) 526. 34 (t, 1C) 532.58(d, 1C) ;32.60(d, 1C) ;32.62(d, 1C) ;
32.72(d, 1C) $33.84(t, 2C) ;34. 79 (d, 1C) ;34.81(d, 1C) 535. 32(t, 2C) ;41. 19(t, 1C) ;
41.21(t, 1) ;41.96 (t, 1C) 543. 16 (t, 1C) ;68. 73 (t, 1C) ;68. 74 (t, 1C) ,

[0235]  MS: THEFMMAE m/z CAHATRE ) (JEM), 162(7), 137(7), 123(5), 110(41),97 (4
6),95(100), 82(44), 81 (52), 69 (32), 67 (24), 55 (97), 41 (34) »

[0236]  REFHIE m/z (FEXFHREE ) (M), 152(5), 137(6), 123(5), 110(39),97(35), 9
5(100), 82(43), 81(53), 69(29), 67 (24), 55 (89), 41 (34) »

[0237]  iii)2- AL -3-(3- AR CE ) N

[0238]
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[0239] ¥R — 5 T 44 (4. 1g, 9. Tmmol, 1. leq) AE 5 4t (43mL) H IV BN AL
P& ATUBRA R85 F0 (R AL VA B A% 1Y) 250mL — 3[R JIFENE . BIEs N 2- 2 -3-(3- A
&) N -1-EE (1.5g,8.8mmol) , B EMETRE N Lh WA MK (1270) £ 5 Pkt
(127mL) VRS . EFREEE FHRE 1h 2 )5, BrZiE 5 Bk (LoomL) ke Jf i
F NaHCO, 7K 10 % Na,S,0, 1 1: 1 854 (50mL) F1Eh/K (50mL) Pevk, AEM IR E: b1
HWRSG . TEREIRKE EHTE OGP I8 5% EtOAc VE R BEMFII 2 Py (a1 43 55, 3543 2-
5 -3-(3- T ) N (800mg, ge 4LAF >90% ;73 54% )

[0240]  SBE AEF, MiHEE, MiZ R (cuminic) , EH

[0241]  Zp#rEdE 2 Fhmafk) -

[0242]  'H NMR(400MHz, 4 1§ —d)ppm:0.4 — 1.8(m, 24H) ;0. 84(d, 6H) ;1.04(d, 6H) ;
2.30 — 2.60 (m, 2H) ;9. 56 (d, 2H) ,

[0243]  '°C NMR(101MHz, 4 1§ —d)ppm:13.74(q, 1C) ;13.76(q, 1C) ;22. 81 (g, 10) ;
22.83(q, 1C) ;26.08(t, 1C) ;26. 13 (q, 1C) 532.52(d, 2C) ;32. 57 (t, 1C) ;33.22(t, 1C) ;
34.99(d, 1C) ;35.02(d, 1C) ;35. 12(t, 1C) 535. 17 (t, 1C) ;38. 31 (t, 1C) ;38.35(t, 10) ;
41.85(t, 1) ;42.49 (t, 1C) 543.72(d, 1C) ;43.74(d, 1C) ;205. 58 (s, 2C) .

[0244]  MS: FH A cm/z CFHATHEEE) 168 (M, 1), 150 (5), 135(10), 125(6), 111 (68), 11
0(58),97(26),95(63),83(17), 82(22),81(27), 69 (59), 67 (22), 58 (36), 55 (100), 41 (41) .
[0245]  IRESHIAE m/z CRHATSREE ) 168 (M, <1), 150 (3), 135(12), 125 (5), 110 (60), 97 (2
2),95(75),83(15), 82(26), 81 (32), 69 (63), 67 (26), 58(40), 55 (100), 41 (45) ,

[0246]  SZjEfs] 8 =2, 2—- —HIEE -3-(3- I I ) WEEHIHI%

[0247]  i)2,2- —HE -3-(3- I ) N -1- B

[0248]

OH

[0249] % 5% Rh/C(450mg, 15% w/w) IO 2,2- —FZ -3-(3- FEARE) N -1- B
(6g, 34mmol) 7F7K (17mL) "HEIR-EHII 50mL 28288 . fEE/TAUR (10 ) RAE 60°C
TREIZIHE FZIR G ) 6he 1 U8 Z R VIR -G W) A MTBE (25mL) A5 HUEW, fEmi IR EE BT
HEIFIGA . H bulb—to-bulb Z&1f (2.5 ZE,90°C ) ZEWATR AL~ M3k 2, 2- —F
K -3-(3- T ) N -1- B2 (5. 1g, ge 4l >99% 33 82% ) .

[0250]  “SBK (A HIES / JHEWR (greasy) B

[0251] 3 i -

[0252]  'H NMR (400MHz, & 15 —d) ppm:0.51 — 0. 88 (m, 2H), 0. 79 — 0. 87 (m, 9H), 0. 95 —
1. 76 (m, 10H), 1. 87 (br. s., 1H), 3. 25 (s, 2H) ,
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[0253]  "C NMR (101MHz, &4)j —d) ppm:22. 90 (q, 1C), 24. 30 (g, 1C), 24. 31 (t, 1C), 26. 53 (d,
1C), 32.90(d, 1C), 33.58(t, 1C), 34. 83 (t, 1C), 35. 48 (t, 1C), 35. 68 (s, 1C), 44. 95 (t, 1C), 4
6.26(t, 1C), 72. 32(t, 1C) .

[0254]  MS: EERAMME cm/2z CAHXTBRE ) (B M), 1563(34), 137(3), 111 (11),97(100), 83
(29), 69 (20), 55 (74), 41 (23) «

[0255]  IREESEMIAEm/z (FHRTERAE) : (no M), 153(33), 137 (6), 111 (11), 97 (100), 83 (30)
,69(23),55(79), 41 (25) .

[0256] ii)2,2- —F& -3-(3- FEKNCE ) N

[0257]

~o

[0258]  Kr it — LT 4R (9. 0g, 21. 1mmol, 1. 3eq) S ML (165mL) "I INA
B £ A WM FE 28 A [E A0 VA B 2 1) 250mL = 30 R Fe iR . Witk / Eh i i s s H1 3)
0°Co BHEI 2, 2- I -3-(3- AN CHE) N -1- 8 (3.0g, 16. 3mmol) . 7EMERIRSE
TR 2h 25 IR E YA EIE R 15 CHIE R A R IRAEZ AN .. TEREIR AT
AR TG 2% EtOAc 1R A PRI B AR Py (il 43 55, 3R 2, 2- — 2L -3-(3-
BEMOHE) WEE (1. 0g, ge 4lifE >85% ;7% 33% ) .

[0259] "Wk g UK, UK

[0260]  Z3Afr%dE -

[0261] 'H NMR(400MHz, % 15 —d)ppm:0.45 — 0.79(m, 2H),0.81(d, 3H, ] =
6. 59Hz), 1. 02 (s, 6H), 1. 10 — 1. 79 (m, 10H), 9. 45 (t, 1H) .

[0262]  "°C NMR (101MHz, §4/j —d) ppm:21. 98 (q, 1C), 22. 09 (q, 1C), 22. 81 (q, 1C), 26. 22 (t,
10), 32.66 (d, 1C), 34. 13(t, 10), 34. 20(d, 1C), 34. 77 (t, 1C), 43. 47 (t, 1C), 45. 78 (t, 1C), 4
5.94 (s, 1C), 206. 80 (d, 1C) «

[0263]  MS: FESFHIAE m/z (FEXTRIE) 182 (M, <1), 164 (2), 153(15), 135(2), 125(4), 11
1(21),97(100), 83(28), 72(94), 69 (30), 55 (89) , 41 (32) ,

[0264]  SEfifs] 9 " WRGRAE

[0265] 4 3-(3—- BT M CI) W (FICRRAMLE 1) 78 DPG RS 10wt % 17K
o T XL, HIE AL EIEAE DPG H 1K) 10wt Yo ¥, F14i85 251

[0266] 43X = FhALG WA N2 TRI & 4% IRV 2 A B PR R R . T
ERIE TR B S 1 B L8 2R I S R AR

[0267]  SEjifA) 10 %) Sk & IR IR

[0268] UL 0. 2% 5|54 (Pantene™) F i —44 80mg B/ N E 40g I A e Ik
W5 0. 2% 8 =R R % 05 T FHARARERE i (5842 0 — 10 ;82 2= 5) o RINFE I
e H X

[0269] {1 “EAFHBRIN AN (Caucasian European) ” RIFHI R (switch) o H4RBAHRIIE I
W 10wt % TSk R BB IR o FZEBARAEZR KR L 30s. RGP 2

23



AR B 22/28 T

DRERIE (R ) o« fETFHEK PP IFBINET . RIAIHI & 2R A ()
MR ) o E R i Zk R A 3 /DI SRIG PO 2R (TR ) .
[0270]

CON 104045535 A b

BA FRE BMEBRE RiOBE
F¥ | ER F¥ | RE B | £H
$im 5 — 5 —— 5 ——
A% 1 10%DPG 8 7-10 8 7-10 9 7-10
#F® 10%DPG 4 2-1 6 4-38 5 4-6

[0271] AL AW | (R EF P EE . © B R i Tk & 4B 5 E %R
WL HAE XSk R LT 25 UE B 4% (substantive) 4%,

[0272]  Sjfifd] 11 AEER (Ariel™) =i (BEFMAR) PHIEM
[0273]  LLO. 1 %57 28R =it — 4% 20mg e 2l 20g B . 55 0. 1% 48 2 &

IR B A EARVERE o RN 7 285 it F T

[0274]

T AR R 4. 5g IR SRR AR AE 2 THEK P WBERIEERE (bLoom)

FEZH D BERE P BB B thATATRL 5 73 Bl PR ZVEIR (F5200 — 10 585 2= 5),
AT BT SR o AER A P D —BATRL, FHT I PR SR DU B 22 ph D Af e} 5 5

(gt ).
[0275]
AR BA R
B &% A H
T4 A 5 it H
3 5 — 5 —
4% 1 10%DPG 5 3-1 8 7-8
## % 10%DPG 3 2-4 4 2-6

[0276]

[0277]
[0278]

[0279]

FACEY 1R R s EEAE T R . IS 5 1 2R it
FRPERIATUL T BEHE, SR AT 1 R4 1 LR

SR 12 AERR B  RE

UL 0965 b i Ahse ik (TG AT IR &) — (E P L AT A =0
AL 24 /NI BT IR AEZS IR R ER P I 10 % MR ] T ARl R e /NP
PN RV E L/ ISR SR . FERAKE BT B G PO AL TV i i B AT il . SRR AE
AR E BRI 1 /NI, FFFRR VPO R LA BB S 9 A
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AR b K £ M BEAR K
SR 10% WMEARE, BH S FEA. BRAEHLE
AT IRF 8 e 1 2k, W 1emEAK,
o9 1 ST bsa E R BA, FFRA, BRREXT
10% ¥ ¥ 88 F &8 Mot o AL BRAEEIAMRRE.
EHEE 10% Rieft ot 1 BA. &ThHE | Toidh 1 EA,
XPs¥m AR RIFMAREEFFE.
HAHZH 10% 2T A B AW EREH.
ER S BE AR .

[0280]  {L&5H) | ELPTATREMESRAS 22, Ab T s AR S A At

[0281]  SEjifs) 13 K itk

[0282]  EFXTUCFAMEBURIS A A | IR R R A SO0, AT B 0% IR MER AR
LA R R IRV

[0283]  RIG 45 R BRI ORI P (AR TR BRI, 76 10 438P 2 f5 100% 9K
M) o

[0284] L&) | BoRAEE FHIPUIEBGEE (AN T REBERIR T, T2 —/ DA 72%
IRME )

[0285]  HAFE :

[o286]  FHTaj 4k ()38 F G v G 77 56 s A58

[0287]  Synperonic91-6 5.0%

[0288]  FFAE KAy 1.0%

[0289] 7K 94.0%

[0290]  F% 20g. m” (¥ EL3KE %= W N T MU I RE ( Z0GEHEAR ) b

[0291] 424y (Lasius niger)

[0202] 0. 9ml REEATRIALEE 300mm 1F 7 LIGM IR ERE K —F-FF 5 & 2 /M

[0203]  BEFEHEG 250mm (E V7K, Tomm = iR 28 VY 3 L0, A a8 IR

[0204] A\ Ll 1. Om FHHPYAS 18W ST RS &

[0205] &K% 5 3Bt E SRS 1) 50 4> FREHEL,

[0206]  BE&EERE 10 73 PEL 180 AL,

[0207] B ACAEAT 40 55 B R R 0

[0208] {1 (Aedes aegyptii)

[0200] £y 18 L7 s~T AL ( AAERNEIEA D) HEMEE T

[0300] L& T 5 ROKIY, BrA M B da S i e+ .

[0301] Il Aer 10 1) () X Jak

[0302] DL 0. 2mg RIS AR} / ¥ 77 MUK K18 B A B 505 Ik e A4 k) o

[0303] g (R AHACL DX S5 T X6 e o
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[0304] 7RSI HIR)KG — X — X T EBAT L

[0305] ZEWBF—ERHARE PRI 30 . EE 3 K.

[0306] AR TLADICRIFAERE EIISCTIEH

[0307]  47E 5 FP P S RIITBIE K AT, DL PR sz i LIRS 1% K ATY)

[0308]  SEifa) 14 Pt

[0309]  HARIWEEUE (MIC)

[0310]  RAEAA P E 73 3 il 40 087 A A 1A 200 1 — i P RS2 A A W B0 20 (1) S A 37T
R B MIC, 1% MIC & SR JLF- 3% A W42 21 40 b A I AL S slosi o M s A& (9] 4 BA
ppm KAL) o —HHE, 4B PIES ST R 40 R ) MIC B, 1240 A A0 F0 0 410 i AR T
A R

[0311]  ALEW IR AR B R Sl I LT 77V .

[0312] FEREHL P AL 37°C T 8% 75 9l W 4> 5 4 25 BK B ATCC6538 (American Type Culture
Collection, P. 0. Box1549, Manassas, VA20108, USA) HJIRIS BRI T2 16 — 24 /N, 3R
JE VGG IR R RAE TC I 0. 1% TSB (Oxoid, Basingstoke, UK) F1LAZRIEZ) 106 HE7K 4 5
A7 (cfu) /ml HIGNHE IR

[0313]  7EJCE TSB il & F ML S LIRS 5 29K B2 A 40, 000ppm [ R AERA W » 71 540nm
THIEOEE (R CREFRRA “Ase”) FAE AR A K R EE . MIC YA 2
AR DLEAE RS 22 B TR RO G ZR K P 3538 4K <0, 24,0 BT SK IR 73 BRI B

[0314] SR E/RUWT

[0315]
FHEL WA MIC (ppm)
3-(3- BT M COH ) WNEE &Y 1 312(156)
3-(3- mNEMCHE) TH &) 2 312(156)
2- HI3E —3-(3- FIEM Ok ) &Y 3 5000
3-(3- MEMCE) Wl &Y 4 >5000

[0316]  SLJtf 15 WL

[0317] A H/NEBE R 7 i B R CHAE 15mL §E 7 ) 3mL 2% 54 + 7E 15mL 7
() 1mL AR} R TEON 500mL S+ (A=Y AR F R s0E YN, DEP MR ) —4
16mL T ) o LLO. 5% 4F FHR =B,

[0318]  J@ ik SZ I )b P /I AL A FH AR o B[ o 1 EL b B2 (0 — 100) vPAN - — 1
TR SR R B o A PR S R At CIAJNSREE 75) , I H e DA KNS FE AR T

FE L.
[0319] WA 53— M T “HERRA IR, UL T S, (LR VP AL R A
BB T

[0320] KDL 1% w/w 7E DPG Wi, RIS AL 54 3 Al 4 R v e . A1 2 Hu PR
SR H A 5 Cyprisate™ Ml Camonal™ ARALLIME BE , 5 & 2 MIT F 0 1) 2% S v
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THH .

[0321]  SEifs) 16 N in

[0322]  J@IHIR A AR R il T KBRS I S E i & 464 -

[0323]
% %
BT 38 52 % (ADOXAL) 0.2
IKAGR IR 3
PN 3 0.5
ANTHER' 2
LPRR I 10
KRR I 4
RHER 4
TE AR 13.2
EFETAAL? 2
ELINTAAL® 2
FLOROCYCLENE 5
FLOROSA” 5
HERBANATE® 1
KR Ll 4
e 0.1

[0324]
JASMACYCLENE' 5
JASMATONE? 5
FREARE 5
LIGUSTRAL’ 1
LIRS A 1
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METHYL DIHYDRO JASMONATE' 2
ORTHOLATE" 5
PELARGENE"™ 0.5
P e 3
KL 50% PEA 0.5
LIRR LT 3.5
KL 5
KRR SR BT (SAGE DALMATTAN) 0.5
SILVANONE"™ 1
Lyl 5
TOP ROSE AB" 1
S 100

[0325] '1-(2-((3- AL TR ) A ) 4F) ZK kI Quest International, UK,

[0326] “1-(2-((1-( &) &) 8i) i) & ki -Quest International, UK.
[0327] 3-((1- Z 4 ) & ) F FE)-3,7- = P H -1,6- 3F — % ; K JF :Quest
International, UK,

[0328] “ A & 3a,4,5,6,7,7a- 7N & —4,7- W F 3 —11- ¢l -6- % B ; K 5 :Quest
International, UK.

[0329]  °4— FAZE —2—(2- AN 3L ) PUS —2H-4- MRS :Quest International, UK,
[0330]  °3- AL IR [2.2. 1] PF -5 4% —2- IR 4B ;K4 :Quest International, UK,
[0331] " 2 =3F [5.2.1.02,6] %% —4- 4% —8— FLME ;5K UF :Quest International, UK,
[0332]  °2- CIEFRR —1- H SRJE :Quest International, UK,

[0333] AR 2, 4- — 3 -3- FR O —1- S SkUE :Quest International, UK,
[0334] 92— (3- AL —2- RIEMKIL ) LB FEE ;SkUE :Quest International, UK,

[0335] ' ZFR 2-(1,1- —FHFEZH) OB okIE :Quest International, UK,

[0336] '°3,6- —&( -4, 6— —F¥E —2— I —20- ML SRUR :Quest International, UK,
[0337] NI +-LkE —2- BRI FLGEHA VR &4 s >RYE :Quest International, UK.
[0338] M ECVRMUE I ;2RI :Quest International, UK,

[0330] £ 0. 25%ALG) 1 AV M & S HBESEERIN 2] LR a4 a9 i mam ik
E@U\?H%%?ﬁ}##ﬁiéQEAﬁﬁlji%%ﬁﬁ¥ H1e# (white) / BIfEME (floralcey) o

[0340] IR A LA R s il E A S RIS H A -
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[0341]
B %
10 % * 4 P4 2k LR H I PR IR 0.2
LIRR A 1
N 3 sl 1
LR 3 I 1
GE R 2
e RN 5
DUPICAL' 0.3
EFETAAL® 2
ELINTAAL® 3
FLOROSA® 10
LIRE M 5
WAHIPS 0.2
[0342]
JASMATONE® 3
pag 1 26. 3
MEFROSOL® 20
METHYL DIHYDRO JASMONATE’ 2
KL 10
RN 3
=Ry 5
A 100

[0343]  * fE—45 N g
[0344] '4— =3¥F (5.2.1.02,6) %% -8— Y K T (dec—8-ylidenebutanal) ;3K :Quest

International, UK,
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[0345]  *1-(2-((1-( 25K ) &5 ) S ) &%) 2K KK :Quest International, UKo
[0346] °3-((1- Z % %) & #) &\ FE)-3,7- = F 3 -1,6- 2F — /& ; ok J5 :Quest
International, UK,

[0347]  *4— FIJEL —2-(2- FRIETAE ) DU —2H-4- ML FE :Quest International, UK,
[0348]  °2- CEEFAIN —1- Wi ;2K ¥5 :Quest International, UK.

[0349]  °3— AL —5- ZKFL LAY ok IF :Quest International, UK,

[0350]  "2-(3— 4EAX —2- RIEIA LI ) LR R sokIE Quest International, UK,

[0351] % 0.50% 454 | A & 5 R RS N3 B N 459 h 52 S & R A m <
WK IS SR T e/ e
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