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P Ay BN RCE RO SRR AT AR UL, IXLE A B Rl o J& T A28, SOnT DO R 2
BRI R B IR RS IR IR B A B E W A S AR i, IF BT IR
I B e o T LA AR EE G ki . ARG DL T 5 1R 23X 28 N2 ) )i 3 4 41 76 2
AR, 5 S. Arctander [, Perfume and Flavor Chemicals, 1969, Montclair, New
Jersey, USA, B ST (R RAR A, B3 FEARAAPE B HL & A , LA RAE R (1 K& LA
SCHR e 3 A B, BT IR IR0 B 1 4338 mT LA 60 DA AT 428 1l 1R 7 R TB0S RS B I hn
WEMRL A .

[0099]  — %My 5, ik “FRMLEF, TR TRATHE BRI 25 T RN P B It A, ) Gt B €2
SE IPOGHE AL 2EAR e ME SR B o T8 5 FH T 007 Rk A2 T 1) A TR e 288 P 4t I
SEAEST S I, (2 R B K2 I 18 70 6 T AR S I B AR N 72 2 RN

[0100]  HH % /b—Fp LRV A D — R R BT 4 s AR R AL B ), KR T AR B
(1) — A BAR St 77 UL 2 b — ML B 20— R B UE . 20— R LR A
AEam A PE LR 2> —ME R R IE A SV

[0101]  FEULAEAS—1RE, £ ERAEGW T, P12 T R A & B 1 3L B sl e
FHALZR Y (PP TR S mT BEME A2 1R B L1, PR R IR A 15 B B Re i) &6 B AR BH 25 ik
AR TRV RR L B, T AlE T T H AR T B

[0102]  UbAk, AR B FIIL Y, Bl EnE A &Y A BN sy, HonT a i
I T A BRI B, B ok 4 ARk sk Sh e ARk . SEFrR b, AR B R4 &40 ] B
A FH T ORG 4 B e A BIY R SRAT B R AL A0 16 B I sz 428 iR, R R S RIS, 9
W T 20K 7 7 1) R A I BB I AR R P R U 1) 2 5B i, A BH IR L R T 4 48 N
FRART 5 B2 00 158 SR AR 1 73 R DR B E KR TR AL R N F 22 A, I FLIG A m] R 7 4k

12



CN 101198629 B WO B 9/19 ¥

P I 1) 2% T A R B B0, T TR i M FF 4 BITE VR / B P B HL Ak, Sad R
T R 2R AR T R R A B R PRG5BS AR BT H Y
[0103] 1) fur ko SCH & /b —Fh A B LB ARy I Bl o3 A

[0104]  ii) VH PR MhIEEL

[0105] 28 Vi AEREC WL, WAAHRE Je, I 9 B R LY, AR SLERATTHE R LA I g AH 25 1)
T Bt o B TE UL, AR A B IR A o) B A D REIEC 77 5 ARG S E B o) P 226 3 1T BEE I ) A
WA CRHNY 78 98 i, 490 2, e R s =0E B A ), B 2D — Bl o 4 24 & 1) AR i B I 3
FEW o

[0106] %7 B it 1 ZH 73 () P SR S8 B A 0 I AN CRAIE S D0 4l (R o, i fanfer He Al 2 4
FI2EHT, FARN G RERS AR 5 UOT ELRR 48 Ik ) ot PR JBORH 2y 88 B RCR SR P B AT

[0107] 3 1) 2 it JE Ak 1R 18] 0455 (3] 4 A0V 4 R 3% 1) R 2R 40 22 301 LA B bl 1)
BT Hoe s B, BRE K, T K B0 K, i, ik sk #h R 22 sl e, DA
(it B AP R i A B R, SRR B L B RSOV, A 0E R LA AL T iR .
YRR BRG], ANE AR A 2 1t o TP e vk, T0E B8 A 4, B TR B T
T VR PRI, 491 40 SR 2400 A B R AR 2 1 AR BET B PR A S Y BE e HE
YT IR 1 it 2 2R B ), B K AR B m B B )

[0108]  —4& FIRHIVH 9 it EE R T A I AL S PR Dt A= ik e 5, PR OR3P 5 45 B
I B3 i AR A L, ) an e A3 T T

[0100] I FIN T 1 B WA T it DAy i 7K S 30T i 7 B R BGRI BE

[0110]  WJ 45 N A K B I AL & W0 0 2 0035 38 77 S B 205 0 1) 8 S 461 e 2 JF - WO
97/34986 B US LA 4, 137, 180 H1 5, 236, 615 BLEP 799 885 H1. H & I m] 4 4 FH 1) 4L 714
B A Z G H SR AR T Ullman’ s Encyclopedia of Industrial Chemistry,
vol. A8, pages315-448(1987) Fl vol.A25, pages 747-817(1994) ;Flick, Advanced
CleaningProduct Formulations, Noye Publication, Park Ridge, New Jersey(1989) ;
Showell, in Surfactant Science Series,vol. 71 :Powdered Detergents,MarcelDekker,
New York(1988) ;Proceedings of the World Conference onDetergents(4th, 1998,
Montreux, Switzerland), AOCS print 9.

[0111] 3l v i 2 it R R AR A T SEBr B A R i) (A9 B A4 B i Bl K )
FRYER (RN ) s Ry (I amseidton B ), mAs & B iy SR AL ] h Ak
BRSPS s ) .

[0112]  FRATAR IR YE A A I ) B A S 77 =X, 2470 3 i R HoAfr v T 8 1 pH AR I (4340
TEE AL ) IR A LR X S TR 5 AR T 08P pH AL R M sl 14 pH IR HAT 5 i i) 1 H
W A R LR Y, RIS 2 R L R4 5 .

[0113]  [RIAEH, BT ARIARYE A WY B AR St 77 =20, 500 et 2R B AR T 6 1) pHAE
I (G ) , I AR XA EERL 5 AR T B M pH AERs M sl b 1t pH T H AT 5 9 i) 4
LT AR B 3L 3R ), IS A Co0Y E RTHIL RS & .

[0114]  UBAN, D3R IRYE A S B Bk st 75 =0, B S pH(AE 3 ~ 12 yul 2 1)) JERE)
HLAeT R RS9, RIS A PO,Y ik T s Ee Ak U 1 Y 3RS W ml 4 i T AE AN [R]7H 287 it o
PRI pH B R EEATEH

13
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[0115] AU BHILERY M 445 N 45 Pl il vt 520 A0 B L T ZE AR R [ 9 A2 3. 24
AR B BB 5 A AT E 08 B 1 43 < S R0 s VR A B I e B e T8 N A
(1% ol ot B it ERY AR P R TS 7 R R DA B 2 52 L5 0 B AR

[o116]  Hidn, LB A AHGW E ST, AR LR AR AR 0. 001wt %~
10wt %, B B2 o X SeSL R LR Y AR b S B0 25 Rl 2 i 0 B, i m]
A AR T IX LE R B, 461 4 0. 01wt %6~ Bwt %o

[0117] AR5 — H B9 B0 R T N7 7 72 s s s KR T A B R R 1
REA AR HOUSCR B 751, LR EAE FEAR R I SL R IO N B R R . A18
)22 1 B AR 2R R R Sk R AR

[o118]  PRAENGIE ik LA (0 SE Rk — 20 VE AN MR AR B, o 455 BA A8 &
SRR VAZICHE (°C) KRR sNUR JEiE 4 276 CDCL, i (WA FH 4 ) H 360
gk 400MHz (11130 #% 43 A6 TH RN °C AT 13211, 425 A0 & A& LU TMS AbsttE, A ppm 7R 17,
A E AL ) 2 Hz RoRI.

[o119] G AN G341 B, A8 A i b a] H R RIS R e Tk — P alid . [ N AR AR ) 3538
BARFAEN, 80 Ar M5 N AT, =R IF R . ALK M Millipore Synergy 185 JE7K#
34 . FEIETE (C0) JEfE 60 A (SR E SDS,35-70 1k ) o IR Gi# :Perkin Elmer 1600
8¢ Spectrum One FTIR 43Git, v A em's GC-MS(ET) :AF 70° {E%EA Supelco SPB-1 E4H
¥ (30m, 0. 25mm i.d.) [ HP 5890 B 6890 GCSystem FHEAT 10min ZRJ5TH4 260° (10° /
min) , /AL Iml/min, 5 HP MSD 5972 8% 5973 DU T OB, L T-REEH2 T0eV, 5
B m/z (SR AT R % KoK )

[0120] ;M ARRRHERR (B (SEC) » ZEEIR T (49 22°C ) H ThermoFinnigan Surveyor
HABNLUE A E VU JC LC 22 A EUFENLAT S ThermoSeparationProducts (tsp) 61
Z% IR-150 #7455 1HF Viscotek 270 Dual Detector ZhfEih454 11 UV/Vis Hrill 220 1t
ARG AT SEC 70 #7 . M Macherey—Nagel Nucleogel GPC 104-54% (300X 7. Tmm i. d. , 4%
Fi 5 um) P CAFEE 1. 0ml/min N FH 2k B T SDS [ HPLC 2% THF J4AEA e . LISk 3 T Fluka
(IR R R 4 (PS) Bk (FEETUMG IR FR G ) (PMMA) 2R-G- b F &N B VR0 RT RS DU 2%
SEILIE FH BIARVE o B KZ 40mg IIFRESR S HERFR IR T 10ml (S5, 2R 54 50w 1
13X L T NAE AR o

BALHEAR
[0121]  SEjEf 1

[0122]  AR¥E 1

[0123] % @g[@ﬁ

[0124]  2- FEEAMER () -1- 3L -3- 4 -3- (A -2,6,6- =R -3-H o -1-%&)
PR (1) -

[0125] ¥ M) 2% 7 45 3] ) B 5L TR 4 R (2. 87, 33. 3mmol) \4— — A 3k S FE kg (DMAP,
3. 25g,26. 6mmol) 1 (£)- Jx & -3- F I -1-(2,6,6- =FH -3- O -1- % )-1- T
M (7.00g,33. 3mmol) T CH,C1,(35ml) A ¥ ¥4 21 21 0°C, 2 J5 FF &L 20 4r #P i 0 T
CH,CL,(15m1) N, N" = XA CFERK — W fi% (DCC, 7. 54g, 36. 6mmol) ¥ . =R T i+

14
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ARG 5 Ko N TEHURIDTTE O vk R IF B 38 E T CH,CL, 7, JFH HCL (10 %,
2x) LRI Na,CO, %9 (2x) FIYLFI NaCl W (2x, pH ~ 7) P83 A HLZ T (Na,S0,)
ks, EEIATAHEEIEE (S10,, Bkt / B9 @ 1) K15 4. 67g(63% ) KB B2 EL .
[o126] IR( 4l [ ) :3017w, 2956m, 2929m, 2872m, 2829w, 1709s, 1652w, 1636m, 145 1m,
1399m, 1375s, 1352m, 1317s, 12965, 1266w, 1250w, 1225w, 1211w, 1164s, 1136s, 1115m,
1077m, 1062m, 1030s, 1008m, 998m, 987w, 937s, 91 1m, 900w, 885w, 862m, 848m, 813m, 787m,
752m, 699s, 6825,

[0127]  'H-NMR :6. 06—6. 02 (m, 1H) ;5.5 8-5.49 (m, 2H) ;5. 48-5. 35 (m, 2H) ;3. 05 Al
2.89(dd, J = 17.9,6.7,1H) ;2. 71 FI 2.54(dd, J = 17.9,6. 1,1H) ;2. 58-2. 46 (m, 1H) ;
2.29-2. 21 (m, 1H) ;2.02-1. 93 (m, 1H) ;1. 92(m,3H) ;1. 75-1.66 (m, 1H) ;1.32(d(2x), J =
6. 1,3H) ;1.02 1 0.99 (s, 3H) ;0.95 F10.93 (s, 3H) ;0.89 F10.88(d, ] = 7.2 F16.7,3H) .
[0128]  "C-NMR :211.50(s) ;211.20(s) ;166.55(s) ;136.63(s) ;136.60 (s) ;131.80(d) ;
131.73(d) ;125.15(t) 5125.10(t) ;124.19(d) ;124. 13(d) ;67.03(d) ;66.79(d) ;
63. 04 (d) ;62. 87 (d) ;53. 21 (t) ;41. 75(t) ;41.71(t) 533.12(s) ;33.09(s) ;31.63(d) ;
31.53(d) 529.75(q) 520.69(q) ;19.96(q) ;19.93(q) ;19.84(q) ;18.34(q) ;18.31(q) -
[0129]  MS(EI) :193(6),192(40),177(7),155(5),149(3),135(5),124(5),123(34),
122(24),121(5),109 (4),108(8),107(31) ,95(5),93(5),91 (7),87(3),83(5),82(3) ,
81(17),79(6),77(4),70(5),69(100),67 (6),55(5),53(3),43(7),42(3),41(21),39(6) .
[o130] R IL Y il 2%

[0131]  2- FEAMGIR (£)-1- A3k -3- 4 -3- (e —2,6,6- =FFL -3- Rl -1-3%)
PIREAT TGRS T B (401 ¢ 5) MEHELERY (2a) -

[0132] ¥ R EIREUT BE (0. 90g,6. 3mmol) F1 1 (0. 35g, 1. 3mmol) ¥EfAE T T HE 2K H
B (4ml) W, ZJGZEN, BN 2,2” - A =5 T (AIBN, 12. 4mg, 0. 08mmol) o FHPH IRIK
7R — W — FRRIEIME A TUHE B AARTF HonFAR] 90 CHE4: 6 /NN . RIEH R SR T
THE /1, 7EVA I EE (PRIR ) ThUtiEf3 3 0. 95g (76 % ) 1 Bl 44

[0133]  IR( 4 [ ) :2975w, 2933w, 2873w, 2830w, 1717m, 1474w, 1457w, 1391w, 1366m,
1248m, 1133s, 1029w, 967w, 874w, 846m, 751m, 699w, 682w, 667w .

[0134]  'H-NMR :5. 53 (m, LH) ;5. 45 (m, 1H) ;5. 10 (m, 1H) ;3. 06 (m, LH) ;2. 86 (m, 1H) ;
2. 72 (m, 1H) ;2. 50 (m, 3H) ;2. 36 (m, 1H) ;2. 30-1. 65 (m, 16H) ;1. 42 (m,45H) ;1. 31 (m, 6H) ;
1. 20-0. 74 (m, 25H) ,

[0135]  ""C-NMR :211.32(s, br.) ;177.47(s, br.) ;176.66 (s, br.) ;131.73(d, br.) ;
124. 28(d, br.) ;80.91 (s, br.) ;80.82(s, br.) ;67.84(d, br.) ;63.05(d, br.) ;52. 89 (t,
br.) ;46. 23 (s, br.) ;45. 34 (s, br.) ;41. 72(t) ;33.05(s, br.) ;31.65(d, br.) ;29. 76 (q,
br.) ;27.81(d) ;20.73(q, br.) ;19.89(q, br.) ;19.62(q, br.) ;17.82(q, br.) ;17.63(q,
br.)

[0136]  “F¥4» 75 (SEC, PMMA) :M, = 47000 Da, M, = 18000Da.

[0137]  2- AR () -1- B -3- 40 -3- (e -2,6,6- —FE -3- O -1- %)
NEEAT AL AR AU T B (411 ¢ 3) ML EY (2b) -

[0138]  HH 54 2a AHIRIK 7732 0. 33ml [ RS4RI AL T lis (2. Ommol) , 0. 19g [T+
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PERZE B EE (3. 1m1) H i 1(0. Tmmol) Fl1 4. 4mg [ ATBN (0. 03mmol) J W 3K1F 0. 32g (63% )
) 0 ] 4

[0139] IR( 4fi £ ) :2972m,2931m, 2876m, 2830w, 1718s, 1474m, 1458m, 1390m, 1365s,
1247m, 1133s, 1063m, 1030m, 998w, 968w, 941w, 875w, 8465, 784w, 750m, 699m, 682m,

[0140]  'H-NMR :5. 53 (m, IH) ;5. 46 (m, 1 H) ;5. 10 (m, 1H) ;3. 05 (m, 1H) ;2. 86 (m, 1H) ;
2.72(m, 1H) ;2.50 (m, 2H) ;2. 21 (m, 2H) ;2. 12-1. 63 (m, 8H) ;1. 43 (m, 27H) ;1. 28 (m, 4H) ;
1. 20-0. 69 (m, 20H) ,

[0141]  "C-NMR :211.62(s, br.) ;176.65(s, br.) ;131.79(d, br.) ;124.33(d, br.) ;
80. 96 (s, br.) ;80.61(s, br.) ;67.87(d, br.) ;62.73(d, br.) ;52.88(t, br.) ;46. 24 (s,
br.) ;45.35(s, br.) ;41.70(t) ;33. 10(s, br.) ;31.68(d, br.) ;29. 79(q, br.) ;27.81(d) ;
20. 71 (g, br.) ;19.88(q, br.) ;19.64(q, br.) ;17. 91 (g, br.) .

[0142]  “F¥y4y 18 (SEC, PMMA) :M, = 35800Da, M, = 16100Da.

[0143]  2- AR (£)-1- B -3- 4 -3- (A -2,6,6- —FE -3- s -1- %)
NBEFT R ZE G ER U T I8 (01 @ 2) e HEEEY (20) -

[0144]  FH 54 2a AHEHI 73 0. 41ml () LG EE AT Bis (2. bmmol) (0. 35g [ T+
FERZE R (6ml) S 1 (1. 3mmol) 1 6. 2mg ¥) AIBN (0. 04mmol) & W3R1F 0. 36g (52% ) ¥
€ i 44

[0145] IR( 4 Y ) :2972m, 2930m, 2874m, 2828w, 17165, 1653 w, 1637w, 1456m, 1390m,
13665, 1247s, 1133s, 1063m, 1030m, 998w, 969w, 939w, 847s, 751m, 700m, 682m.

[0146] 'H-NMR :5.53 (m, 1H) ;5. 46 (m, LH) ;5. 10 (m, 1H) ;3. 05 (m, 1H) ;2. 84 (m, 1H) ;
2.72(m, 1H) ;2. 50 (m, 2H) ;2. 21 (m, 2H) ;2. 12-1. 63 (m, 6H) ;1. 43 (m, 18H) ;1. 28 (m, 6H) ;
1. 20-0. 75 (m, 18H) »

[0147]  "C-NMR :211.23(s, br.) ;177.18(s, br.) ;131.70(d, br.) ;124.31(d, br.) ;
81.02(s, br.) ;80.58(s, br.) ;67.88(d, br.) ;62.73(d, br.) ;52.89(t, br.) ;46. 23 (s,
br.) ;45.35(s, br.) ;41.70(t) ;33. 10(s, br.) ;31.71(d, br.) ;29. 77 (q, br.) ;27.81(d) ;
20. 72 (g, br.) ;19.89(q, br.) ;19.66(q, br.) ;17.62(qg, br.) .

[0148] ¥4y T-& (SEC, PMMA) :M, = 54100Da, M, = 26100Da.

[0149]  2- FEETNMGIR (£) —1- AL -3- 4 -3- (e -2,6,6- =% -3- Ol —1- %)
NEEFT R ZE G ER U T G (£ 1 & 1) JCHEEEY (2d) -

[0150]1  FH 54 2a AHFEIR 55 0. 88ml (L NGIRAL T I (5. 40mmol) TR
FE (20m1) A 1. 50g ) 1 (5. 4mmo1) A1 17. 8mg i AIBN (0. 11mmol) Jx N 3K75 1. 60g(71% )
() € [ 4

[0151]  IR( 4 f£) ) :3013w,2957m, 2932m, 2876w, 2830w, 1714s, 1654w, 1601w, 1456m,
1391m, 13665, 1248s, 1133s, 1062w, 1029w, 966w, 941w, 847m, 784w, 751m, 699m, 682m.

[0152]  'H-NMR :5. 56 (m, 1H) ;5. 45 (m, L1H) ;5. 10 (m, 1H) ;3. 06 (m, 1H) ;2. 86 (m, 1H) ;
2.72(m, 1H) ;2. 50 (m, 3H) ;2. 21 (m, 2H) ;2. 10—-1. 60 (m, 6H) ;1. 42 (m, 9H) ;1. 26 (m, 6H) ;
1. 20-0. 80 (m, 12H) .

[0153]  "’C-NMR :211.29(s, br.) ;176.98(s, br.) ;131.69(d, br.) ;124.30(d, br.) ;
81.05(s, br.) ;67.91(d, br.) ;62.72(d, br.) ;52.89(t, br.) ;46. 10(s, br.) ;45. 36 (s,
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br.) ;41.70(t) ;33.10(s, br.) ;31.63(d, br.) ;29. 77 (g, br.) ;27.83(d) ;20. 76 (g, br.) ;
19.89(q, br.) ;19.62(q, br.) .

[0154]  ~F344y 18 (SEC, PMMA) :M, = 56900Da, M, = 24600Da.

[0155] CAH B3

[0156]  2- FZEAMGIR (£)-1- AL -3- 4 -3- (e —2,6,6- =3 -3- R Cff —1-3%)
NEE AT FE AR (41 ¢ 5) MEMILEY (3a) -

[0157] ¥ = 4 £ E& (TFA, 15ml) il A\ F| 2a(0. 90g,0. 91mmol) F CH,CL, (15ml) H (¥ %
Wrh I R NAIR GRS NI 1 /AN AT LLE . DTEANA T — L BEh 153 2]
0.55g(86% ) I A ELlE 4

[0158]  IR( 4l f¥) ) :3700-2400w (br. ) , 2982m, 2969m, 2956m, 2935m, 2900m, 2838m, 1697s,
1474m, 1449m, 1387m, 1369m, 1252m, 1151s, 1065m, 1029w, 999w, 96 1m, 933m, 832w, 793w,
750w, 700w, 683w, 668w, 632w, 625w, 617w, 605w,

[0159]  'H-NMR (MeOD) :5.58 (m, 1H) ;5. 49 (m, 1H) ;5. 11 (m, 1H) ;3. 14 (m, 1H) ;2. 90 (m, 1H) ;
2. 67 (m, 1H) ;2. 50 (m, 1H) ;12. 32 (m, 1H) ;2. 20-1. 78 (m, 19H) ;1. 75 (m, 2H) ;1. 52 (m, 2H) ;
1. 45 (m, 4H) ;1. 30 (m, 7H) ;1. 11-0. 73 (m, 32H) »

[0160]  '“C-NMR (MeOD) :213.50 (s, br.) ;183.69 (s, br.) ;182.53(s, br.) ;182. 24 (s,
br.) ;181.34(s, br.) ;179.15(s, br.) ;132.81(d, br.) ;125.50(d, br.) ;69. 33(d, br.) ;
64.03(d, br.) ;55.69(t, br.) ;54. 18(t, br.) ;53.20(t, br.) ;52.90(t, br.) ;47.53 (s,
br.) ;46.32(s, br.) ;45.94(s, br.) ;42.81(t) ;34. 19(s, br.) ;32.92(d, br.) ;30.51 (g,
br.) ;28.24(q, br.) ;21.50(q, br.) ;20.33(q, br.) ;19.93(q, br.) ;19.28(q, br.) ;
30.51(q, br.) ;17.36(qg, br.) ;17.02(q, br.) .

[o161]  2- FAEEAMGIR (£)-1- A3k -3- 4 -3- (e —2,6,6- =3 -3- R CUff —1-3%)
NEERTFRFE TN GER (41 ¢ 3) B ILEEY (3b) -

[o162]  FH 54 3a AHIF M) 755 0. 25g 1 2b (0. 4mmol) « CH,C1, (5m1) F1 TFA (5ml) &MV
IR1F 0. 12g(63% ) 1A Al 1A

[0163]  IR( 4lif#]) :3696-2182m, 3205m, 3013m, 2977m, 2953m, 2932m, 2881m, 2587m, 1719s,
1694s, 1654m, 1469m, 1449m, 1385m, 1368m, 1249m, 1153s, 1030m, 998w, 932m, 832m, 789m,
755m, 700m, 682m.

[0164]  'H-NMR (MeOD) :5.58 (m, 1H) ;5. 49 (m, 1H) ;5. 11 (m, 1H) ;3. 14 (m, 1H) ;2. 90 (m, 1H) ;
2.67 (m, 1H) ;2. 50 (m, 1H) ;2. 32 (m, 1H) ;2. 20-1. 78 (m, 10H) ;1. 75 (m, 1H) ;1.52(m, 1H) ;
1. 30 (m, 5H) ;1. 11-0. 73 (m, 18H) ,

[0165]  ""C-NMR (MeOD) :213.70(s, br.) ;182.52(s, br.) ;182.24(s, br.) ;181. 34 (s,
br.) ;132.76(d, br.) ;125.51(d, br.) ;69.33(d, br.) ;64.02(d, br.) ;55. 74(t, br.) ;
54.12(t, br.) ;46.96 (q, br.) ;46.74(q, br.) ;46.33(q, br.) ;45.94(q, br.) ;42.84 (¢,
br.) ;34.16 (s, br.) ;33.05(d, br.) ;32.92(d, br.) ;30.53(q, br.) ;30.23(q, br.) ;
21.37(q, br.) ;20.36(q, br.) ;19.94(q, br.) ;19.25(q, br.) ;17.99(qg, br.) ;17.39(q,
br.) ;17.02(q, br.) »

[o166] 2- AR (£)-1- 3L -3- 4 -3- (e X —2,6,6- =FFL -3- R Cff —1-3%)
NEE AT RIE N MER (A1 ¢ 2) LY (3e) -
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[o167]  H 54 3a #HEM /7L H 0. 30g [ 2¢ (0. Smmol) « CH,C1, (5m1) F1 TFA (5ml) S )W

15 0.17g(T1% ) KA A.,

[0168]  IR( 4 f#] ) :3701-2324s (br. ), 2954s, 2932s, 2872s, 2830m, 1717s, 16965, 1452s,

1368s, 1248s, 11365, 10655, 1031s,998m, 963s, 935s, 834s, 792s, 7555, 700s, 6825

[0169]  'H-NMR (MeOD) :5. 58 (m, 1H) ;5. 49 (m, 1H) ;5. 11 (m, 1H) ;3. 16 (m, 1H) ;2. 90 (m,

1H) ;2. 66 (m, 1H) ;2. 50 (m, 1H) ;2. 33 (m, 1H) ;2. 26-1. 80 (m, 7TH) ;1. 74 (m, 1H) ;1. 46 (m, 1H) ;

1. 30 (m, 4H) ;1. 12-0. 86 (m, 15H) .

[0170]  ">C-NMR (MeOD) :182.20 (s, br.) ;181.27 (s, br.) ;169. 39 (s, br.) ;132. 76 (d,

br.) ;125.51(d, br.) ;69.28(d, br.) ;64.03(d, br.) ;63.89(d, br.) ;55.68(t, br.) ;

54. 08 (t, br.) ;46.72(s, br.) ;46. 31 (s, br.) ;45.92(s, br.) ;42.83(t, br.) ;34. 17 (s,

br.) ;33.08(d, br.) ;32.91(d, br.) ;30.53(qg, br.) ;21.49(q, br.) ;20.56(q, br.) ;

20. 40 (q, br.) ;19.97(q, br.) »

[0171] 2-FENEHR (H)-1-FE-3-HE5-3-(kRKX-2,6,6-=—FHE-3-}F0C

M —1- 05 ) R ZEGIR (401 ¢ D) REREEERY (3d) -

[0172]  H 514 3a AR 7774 0. 156g 1 2d (0. 4mmol) | CH,C1, (5ml) FT TFA (5ml) Jz i

IR1F 0. 10g(T7% ) 1A Ao 1A

[0173]  IR( 4 {7 ) :3666-2385m(br. ), 3013m, 29565, 2932s, 28765, 2830m, 1722s, 1700s,

1654m, 1459m, 1448m, 1374s, 1248s, 1135s, 1062s, 1029s, 9365, 840m, 789m, 749m, 700m,

682m.

[0174]  'H-NMR (MeOD) :5. 60 (m, 1H) ;5. 51 (m, 1H) ;5. 11 (m, 1H) ;3. 15 (m, 1H) ;2. 90 (m, 1H) ;

2. 77 (m, 1H) ;2. 51 (m, 2H) ;2. 34 (m, 2H) ;2. 26-1. 63 (m, 8H) ;1. 31 (m, 4H) ;1. 23-0. 77 (m, 9H) »

[0175]  C-NMR (MeOD) :213.42(s, br.) ;185.10(s, br.) ;181.69 (s, br.) ;174. 45 (s,

br.) ;132.78(d, br.) ;125.55(d, br.) ;69.40(d, br.) ;64.00(d, br.) ;54. 06 (t, br.) ;

46.49 (s, br.) ;46. 34 (s, br.) ;45.91(s, br.) ;42.81(t, br.) ;34. 21 (s, br.) ;32.98(t,

br.) ;30.54(q, br.) ;21.57 (g, br.) ;20.44(q, br.) ;20. 06 (g, br.) ;17.33(q, br.) ;

17.09 (g, br.) o

[0176]  1E & A, I AE A — 2D vl % 3L 58 4 3b—d, BIAE N, R [ 1(2. 00g, 7. 2mmol)

MAH N A2 T B E N PR NG T A 243 O 4t (30-40ml) o [ % ¥ 4

Amwm4mﬂz%mD A PRV 1 — 280 — AR R bR 25 U0 T Hoin#4 s 90°C
4¢ﬁo%FﬁﬁA%m%Awm%%(%w)ﬁﬁEélwoﬁ DL b R R

ﬁ%ﬁ?o

[0177]  SZjfs] 2

[0178] AR Z ; = %

[0179] 2@%%%&CH],$ﬁ3:ﬂ3(&i§266¥$%:3ﬂaﬁ],%)

PR ZEIGTR 2- (N, N- RS ) 41 (A1 0 D FEMILERY (a) -

[0180]  7E N, T# AIBN(35. 54mg, 0. 216mmo1) s hn 2 FEE N MER 2- (N, N- Z IR &I )

L5 (1.80ml, 10. 82mmol) FFZ5M )5 128 F ik (50m1) A 1(3. 53g, 10. 82mmol) FIEH A

TRE DI PRV R — W — FRRIEEABR 25U I IR 90°C FFLL 6 /Nt o i S W4

fit T THF I3 ﬁﬂ@%ﬁﬁ#(%w) AT O A
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[0181]1  IR( 4 [ ) :2955m, 2888m, 2823w, 2770w, 1805w, 1724s, 1653w, 1601w, 1456m,
1376m, 1248m, 1143s, 1100m, 1063m, 1017w, 964m, 898w, 883w, 851w, 752m, 700m, 683m.,

[0182]  'H-NMR :5. 54 (m, LH) ;5. 46 (m, 1H) ;5. 11 (m, 1H) ;4. 07 (m, 2H) ;3. 04 (m, 1H) ;
2. 58 (m, 2H) ;2. 50 (m, 3H) ;2. 29 (m, 6H) ;2. 10-1. 60 (m, 6H) ;1. 27 (m, 6H) ;1. 25-0. 60 (m,
16H) o

[0183]  "C-NMR :211.37(s) ;176.50(s) ;131.65(d) ;124. 30 (d) ;67.89 (d) ;62.98(d) ;
57.06 (1) 352.99 (t) ;45. 74 (q) ;45. 10 (q) 541.70(t) 533.06(s) ;31.62(d) ;29.76(q) ;
21.49(q) ;20.76(q) ;19.88(q) ;16.79(q) -

[0184]  “F¥J4rT-& (SEC, PMMA) :M, = 87000Da, M, = 7300Da.

[o185]  2- HEEINMGIR (£)-1- AL -3- 4 -3- (e -2,6,6- —HZE -3-H MG -1- )
PIBEFT 2= (N, N, N= = HIBES0E ) SEEPIEPGIRIIREE (41 1 1) KLY (4b) -
[o186]  7E N, T Rhiifk — H E (0. 66ml,6.90mmol) T* THF (10m1) H* HI¥¥ds N2 R T
MRS ) THE (25m1) S 4a (2. 508, 5. 7T4mmol) 1. VRS YL THEHE 2 /Nt ZRE4k
(RIFL R DTTE ok IF HoA o 38, JRAE B th 043 2. 90g (90% ) 1 (Al £

[0187]1 IR( 4 [ ) :3013w, 2957m, 2932m, 2887w, 2831w, 1803w, 1722s, 1653w, 1625w,
1478m, 1377m, 1225s, 1143s, 1043s, 1010s, 952m, 842m, 748mv700w, 683w

[0188] ,H-NMR :5. 58 (m, LH) ;5. 49 (m, 1H) ;5. 15 (m, 1H) ;4. 48 (m, 2H) ;3. 85 (m, 2H) ;
3.71 (s, 1H) ;3. 34 (m, 12H) ;2. 92 (m, LH) ;2. 48 (m, 1H) ;2. 35 (m, 1H) ;2. 24-1. 55 (m, 5H) ;
1. 71 (m, 2H) ;1. 50-0. 70 (m, 32H) .

[0189]  C-NMR :213.32(s) ;177.78(s) ;132.73(d) ;125.52(d) ;69. 29 (d) ;65. 62 (1) ;
63. 71 (d) ;59.95(t) ;54. 77 (q) ;54. 09 (q) ;46. 66 (t) ;44.61(s) ;42.83(t) ;34.22(s) ;
32.97(d) ;30.57(q) ;23.76(q) ;21.68(q) ;20.39(q) »

[0190]  2- MR () -1- 2L -3- 41 -3- kX -2,6,6- —HHE -3- M -1- %)
PIBEFN IR AR 2- (N, N- RS ) A (A1 0 3) WOBRILERY (o) -

[o191]  FH 5l & 4a AHIF Y 77 v H 3. 60ml [ R TG TR 2- (N, N- I Z ) 4BF
(21.65mmo1) 2. 35g ¥ 1 (7. 22mmo1) F47. 4mg [ AIBN (0. 288mmo1) -5 14K gk (40m1)
HRRIY TR Th 3R158 5. 50 (96% ) Tf1 1 G Tl 1k

[0192] IR( 4 [ ) :3013w, 2948m, 2892w, 2870w, 2820m, 2769m, 1805w, 1723s, 1659w,
1625w, 1455m, 1385m, 1376m, 1367m, 1332w, 1263m, 1250m, 1237m,1143s, 1099m, 106 1m,
1041m, 1015m, 963m, 881w, 850m, 778wv749m, 700m, 683m.

[0193]  'H-NMR :5. 54 (m, LH) ;5. 46 (m, 1H) ;5. 11 (m, 1H) ;4. 06 (m, 6H) ;2. 57 (m, 61) ;
2. 28 (m, 18H) ;2. 10-1. 60 (m, 11H) ;1. 27 (m, 6H) ;1. 20-0. 75 (m, 24H) .

[0194]  C-NMR :211.43(s) ;177.36(s) ;176.68(s) ;131.66(d) ;124.29(d) ;67.92(d) ;
63. 03 (t) ;57. 10 (t) ;54. 26 (t) ;52. 91 (t) ;45. 81 (q) ;44.81(q) ;41. 71 (t) ;33.07 (s) ;
31.66 (d) ;29. 77 (q) 520.75(q) ;19.88(q) ;19.67(q) ;18.91(q) ;16.92(q) -

[0195]  2- IELTAMIR () —1- 3L -3- 4 —3- (X, —2,6,6- =FIEE -3- IO -1-3E)
PIBEAN 2— (N, N, N= =SR2, ) SEEIEPIGIRIIRER (A1 ¢ 3) KIEMILEY (4d) -
[0196]  H 54 4b A0[RI 77 v FAE T8 THE (40m1) H ¥ 2. 00g ¥ 4c (2. 67mmol) F1F
FHEf THE (10m1) 7 0. 91ml (IBREE — A S (9. 61mmol) [ N 3K4E 2. 508 (83% ) I [ (1 i
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[0197]1  IR( 4 [1 ) :3476w, 3036w, 2950m, 2834w, 1802w, 1724s, 1651w, 1480m, 1384m,
1217s, 1142s, 1058s, 1004s,951s, 894m, 869m, 7365, 683w, 609m,

[0198]  'H-NMR :5. 58 (m, LH) ;5. 50 (m, 1H) ;5. 14 (m, 1H) ;4. 47 (m, 6H) ;3. 85 (m, 6H) ;
3.71(s,9H) ;3.33(m, 27H) ;2. 92 (m, 1H) ;2. 70 (m, LH) ;2. 46 (m, 1H) ;2. 36 (m, 1H) ;
2. 24-1. 55 (m, 14H) ;1. 50-0. 70 (m, 32H) .

[0199]  ’C-NMR :205. 14 (s) ;178.30(s) ;132.79(d) ;125. 55 (d) ;68.90 (d) ;65.52 (1) ;
63. 84 (d) ;60. 44 (t) ;54.72(q) ;46.62(d) ;42.62(t) ;34.23(s) ;32.92(d) ;30.49(q) ;
20.91(q) ;20.37(q) .

[0200] 2- EAHEE (£)-1- FEE -3- 4 -3- (X -2,6,6- =FE -3- IO -1-3E)
PR A RS AR 2- (N, N- ZHZRZIE ) Sl (41 1 5) ROEHEILEY (e) -

[0201]  F 5 il 2% 4a AH A 77 v A 6. 00ml 1) 2R N 45 12 2-(N, N- — R E =) &
fis (36.05mmol) « T+ % ) 4% H Wk (80m1) ' [y 2. 35g ¥ 1 (7. 22mmo1) A 71. 04mg K]
ATBN(0. 43mmo1) AV 7Th 3513 5. 24g (68% ) ) (uld 14

[0202] IR( 4 [ ) :2946m, 2870w, 2821m, 2769m, 1806w, 1722s, 1655w, 1626w, 1455m,
1386m, 1367m, 1332w, 1264m, 1237m, 1143s, 1099m, 1060m, 104 1m, 1015m, 959m, 849m, 778m,
749m, 701m, 683m, 608w,

[0203]  'H-NMR :5. 53 (m, 1H) ;5. 47 (m, 1H) ;5. 12 (m, 1H) ;4. 06 (m, L1H) ;2. 57 (m, 12H) ;
2. 28 (m, 36H) ;2. 10-1. 60 (m, 16H) ;1. 27 (m, 6H) ;1. 17-0. 60 (m, 32H) .

[0204]  "*C-NMR :195. 53(s) ;177.68(s) ;177.28(s) ;176.41(s) ;131.70(d) ;124. 27(d) ;
63.04 (t) ;57. 11(t) ;54. 30 (t) ;52. 25 (t) ;45.81(q) ;45.08(q) ;44.76(q) ;41.72(t) ;
33.07(s) ;31.66(d) ;29. 78 (q) ;20. 74 (q) ;19.87(q) ;18.56 (q) ;16.84(q) .

[0205]  ~F-34rF& (SEC, PMMA) :M, = 73000Da, M, = 15600Da.

[0206] 2- AIEETAMGIR (+)-1- & -3- 4 -3- (X -2,6,6- =FI -3- Ok -1- &)
PR 2- (N, N, N- =S, ) CEEPIENGIRIIREE (241 ¢ 5) BICHILEY (4f) -
[0207]  FH 5 4% 4b AH R H 5 v L AE T8 1 THE (60m1) A 3. 32g 11 4e (3. 12mmol) Al
1. 78ml [PIBEER — s (18. 73mmol) KMV 3RAT 4. 92g(93% ) [ H EulE 4.

[0208] IR( 4 [ ) :3460w, 3035m, 2953w, 2834w, 1803w, 1724s, 1655w, 1479m, 1385m,
12165, 11465, 1057m, 1045m, 1004s, 95 1m, 894w, 838m, 740s, 683w, 609m.,

[0209] 'H-NMR :5. 58 (m, LH) ;5. 49 (m, 1H) ;5. 14 (m, 1H) ;4. 48 (m, 9H) ;3. 89 (m, 10H) ;
3. 71 (s, 14H) ;3. 34 (m, 69H) ;2. 46 (m, 1H) ;2. 36 (m, 1H) ;2. 22-1. 55 (m, 10H) ;1. 73 (m, 1H) ;
1. 50-0. 70 (m, 51H) »

[0210]  C-NMR :178.31(s) ;132.67(d) ;121.28(d) ;65. 44 (t) ;60.52(t) ;55.28(q) ;
54.72(q) ;46. 61 (s) ;42.67 (1) ;34. 24 (s) ;33.06(d) ;30.51(q) ;23.75(q) ;19.27(q) -
[0211]  SLjiaf] 3

[0212] IR WNBAZRIE 9% CGREGH]) F B4R B L B b KR TR

[0213]  HATFT WO 03/049666 [FIZREGY) (TR OB SR ME LMILERY ) 576
A4 T RIS A K BRI ZE G4 (SR IR 38 RS NG IR IR ) 1T LList . # EL R S i) Sk
D) FEAR (H) B AR, T2 B ECT ERAGHIZER R A R E RN s P o I8
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FHIEH T AR T 23 BRI 23 22 R S5 kLA T

[0214] ]85 BB W F S A R R G = 8

[0215]  J%4r FEA

[0216]  Stepantex ® vk 90 (£ B8 :Stepan) 16. 7%

[0217]  SEALESEWE (10% ) 0.2%
[0218]  Zuk} 0.3%
[0219] £ E 1K 82.8%

[0220]  FE 1P ZRAIKIVES: H 85 A N A P FIZERLIEAT , BT >k 35g MIbrvER INE
(RGBT BB o 2 A0 7] FR R BGREBEiA n 0. 5mmo (128 6 — 58 kil 53 )
SMHRN IR B A RAEYR 6 - SEKE .

[0221]  |a] ¥ 4 HL Miele novotronic W300-33 CH) h 3 N 17 H /N E 1 R Wy
(18cm*18cm, FEHZy 30g) 1 2. 3kg HIKHIHGETT (10 Lk 50%100cm) o {E 40 CAE I RAEAFE
R AT VR I HLLL 900rpm AT -

[0222]  FEVEGREIAR R, VR HR A 2 0T, 5 17 S i 1 2R HE 88 24 /i, 9F HL
PR AL (AR ) 2“77 (4B 58 ) BIFRMER 20 A2 Pl N R 7E 1.3 1 7 KRG
AT

[0223]  SRIGIARINE GG REGE TR LD .

[0224] 3R 1 B0 B INE ST AR -G BURYE WO 03/049666 11 58440 I 22 37|
kSR

[0225]
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Al FHEE) A
éj\/\ 2.66 3.27
v
§-R BB (B%)
2.72 3.68

A RS
WO 03/049666:
LA 6 LAY b d)

0 435 W 3.55

[0226] ) ¥Rk —RJG T2k E 1P 341E .

[0227]  MAFR 1 Hhid 31, A A I AR SR 5 B 00 B8 N iy B B AR AL SR Wy i
ES

[0228]  SLjiaf] 4

[0220]  JOFEE T WBABIE T CRE ) T RGAS R BB A4 B Ak

[0230] BB AWEMET KD, RIGUAN T 0.3% (w/w) & — SRR 193 5 73 0B ARvE )
P NIEES SR T L

[0231]  fill& BA W A B F R

[0232] %4 A
[0233]  Texapon ® NSO TS, A (A LM ) BETEREY (KUK :Henkel) 40. 00%
[0234]  Dehyton ® AB-30, By FEFH LM, (ki :Henkel) 4.00%
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[0235]  Amphotensid GB 2009, Byl e My I — 21 —4H

[0236] (kY5 :Zschimmer&Schwarz) 3.00%
[0237]  Dow Corning 2-1691 FLi (k¥ :Dow Corning) 1.00%
[0238] Rewomid IPP 240, #FJMEEiEZ MIPA ( SRYE :Witco Surfactants) 1.00%
[0239]  fipiiits 1.00%
[0240]  FFERERGIR (20% ) 0.70%
(02411 Arlypon ® F, FHHdt (BAZH) Bk —2 (Ui sHenkel) 0.50%
[0242]  Cithrol EGDS 3432, Z — i —hHSERHS (SkUE :Croda) 0.50%
[0243] Opacifier 631 (kJE Morton) 0.50%
(02441  Lanette ® B, SR ASHERIIAHY (KU :Henkel) 0. 40%
[0245]  Jaguar Excel, JRIRFTNERE = FRESLH

[0246] (guar hydroxypropyltrimmonium chloride) JE :Rhodia) 0.20%
[0247]  Tylose H10, B ZIEA42 (kY :Clariant) 0.20%
[0248]  Glydant ® DMDM 2 PYERER (SR :Lonza) 0. 15%
[0249] Phenonip ® (kg :Nipa) 0.05%
[0250] LB TFK 46.80%
[0251] KR iZ A i SRR R 218 R BN 2 A i KT 208 LI Sk R FEAS . 5

HHEAK (4 37°C) FFER 30 b,

SRJE IR 30 B0 AHRIBUFEAS T bg MR RIILE S — K.
RIG 9 VAL SLPPAN IR . FEACHIVR ZKERVE 30 M. 1 24 /NI VP IZAEA
A1 CTE k) 21477 CHAER 3R ) RIARHETEREAEA D 8 — SEPRE 138 58/ “3”
Bl b2 ST D A N TR M T G
FEZIRE T, — DA BRI L B8 A R . B IIREA (R RS R

[0252]

[0253]

AR 6

[0254]
[0255]

[0256]

[0257]

- SRR ) BT B AT VA«
R AWEFI LB TH 2
2 AT A SRR R A T R

Rz FEAH] bg BIFBIER R 30 PRt AR,

wmeg s | FRE) wmlay T 8% )
o ] n ™ Jran
=
é)k/\ 3.19 H 3.97
/ril\

8- R KB (5%)

D) Ve R TSR A B ORI AT
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