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1= 2K —1- O (KA ) 22— F 4= BUT 2 —1- RO/ 1- (4= SUT EER I ) -1- 4 )
2,4,4,7- VY 3L —6- 4 —3- 01,7, 7- —FF - 73R [2.2.1] FF —2- B (K ) <2.6,
6- — I —1- PR Bl 2,6,6- = & 2- O -1,4- —Mi.4-(2,6,6- — F I —2- 3
O —1-FE)-2- Tl ( S &P 20)1-(2,4,4- =P 2- Rk -1-F)-2- T4
B 1= 1-(3,5,6- ZFFH -3- O —1- 3 ) -1- LW 2,2,56- —FHE -5 RHL -1-3f
I

[0067] Ay T RIZE AL G AEA i B St 7 X e 7R i A P 1 2 A e B o

[o068] 1 H, —2& IR A Wt n] VR I R O H s B R B B B B 1 0
[0069] AR BB IR g feid i, /R /K IAEAE R, A 20— Fl X (D Miam e
—FINE AR MRS« BRAL, TP AER RN N A A R s 2R H A A,
DIAE RS 54 AR H B AR B, BT CLIE o 2 /0 5 R AT A= R0 22 b — R in &4k &9
— S AT B IR R G R MR S AL o SR Aol (RIS R ) A 2 2 D — ek
PR AT AR 22 D PR A B AR B D = N EAL S — R R AT BRI R S

[0070] 40 B IA$RBI, AR KB ARG & A JLA I AL 5, S AT DA B 18] LART I
75 3R LT BN =4 o

[0071]  ZNASVRA YDA 3= BCA B A Ay A2 s 20 e D EAYT 2R R0 15 20 ) I e =) (
R (R AR AT AR ) o IXPR A IR (1R R SE ) a0 B (1) FIToms

[0072]  EEfE (1) «AF & —PReak I RERT— Ry 2R (G AT A I B SR B W P A7 E TP
i RO S 1 S 491

[0073]
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CeHs O CHg O
/\/\
CeHs o |
HN
0 e — ]
/“\ NH, HO
C6H5 }Nl/ ’ Hzo + ‘
C6H5 (:6 ”5
- 415 B P i

[0074] PR T VAT IR 258, BN ASVR A W IRIFE AT AR K Ao\ — P El 2 iR AT A 5F
{FRE WIS B 3T o SR, WA ZUFE HIK BP0 £5U0T 75 (1) I TR ] AR5 I BT 2B 1
R ERGR JEURISE FH B¢ 2 ST BH 2 AR A, BRA A R I I [A) AR T 28l B0 A T 1) 5 Ak P B
[0075] AR BB IRG VB AR KAEAE TR AL S0 T IR -5 25, e 1 4 1)
2P R CIRRHIeE ) R 2
[0076] PRIk, Hi T 4% BH I 8h 298 & P M o, 8 ik i 284k S 0 TR) B R T8 1 3 21
[R5, BTk TR B ET AR P2 2 17 A ROE R 8. REE S s4 (i
WP RFE pH BGRE R VS MR AP AR S ) DREFIEE %P A0 A7 R st AR e - 78
B SEE N OUT , 1 BIPATIRAS TF B0 I 18] 3= EEAORE TR S A~ 4 - T b 1K 18
HIRIIBN ) 2 I
[0077]  tn EJTIR, AR BRI R G & & Mgy« ] LRSS, — BB IR GUTARE R
b Vi N B U 7 R, AR TR A T T U AT ML B AR . TR ZE RIEL T AP
157, 2Pl ) T 66 43 fiAk DARE [R] 52 VA AT o 3 YA A0 110 5 SR A Vi 20 7 T B ) 2
AT ERARE AT P 3R P i B ) AR R S R PR 25 K o
[0078]  IWTE, CLZ0 W 22 BRI AR Gt 1 25 Pl 3 B0 ) 2R i 4 8 36 10 B TR B 1 1)
B0 &, W] LA I AL G M BB AR AL 2E M BG5S s B R
AR BTl A A R AL S BE IR EG o B4, DAL A W R AT A2 A 1) B8 O L e
1% T ME A G 7 R N TR G . 37 T 20 o L L 7 P L e il oy (e
TRy PR TR FLAGR) IR BB S ) IR AT 2 R RE
[0079] Kl 30 o e AR VR A5 0 I KD A 2 5 A R A AT TP EU 2R, sl mT K 4t 1 2 A U B 5
BREVEIRE IR TR, UL A& BRI & A B AR 2 R R 7 2
[0080]  fik#E iR £ N, Ay BN A5 ) 20 R Tk P TR 0 [ 4 o
[oo81]  ANAMEA / sl () .a /R E S (D EYRRERENHEIT L © 2~
50 ¢ LLfREL 1 ~10 : 1.
[0082]  WIHTIR , A</ BH [KIRETHUER Gt B8 428 i) vty P I Il e o) i 7 1) e B PR TR 3K
FERIPE BRAT A R ] B A TR SR & SRS 4L 5 o R, AR PR TR G i T
W N FHREAR R — B0 Rl e Je— M7, %07 R 7 o | oo
BRI 416 ) B WA Tl R ORI T, i T A RIS A R A R IR R G A
AP EH -
[0083]  Gi4b, A BT o — H S A S H AR KB IRRANAEY . EWEAR &—
10
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mEAEw, 7 -
[o084] 1) —Aihn b HIRE IR G E A N 1y
[0085]  ii) /bR B HE KA LA B A A (R g3 s A
[ooge]  iii) AEBRIVEILEFER) 2D — PR
[0087] DAL IR), 78 BT IR N 405400 B B F AR 75 8L S LR 5 AR A7 7] F Py e B30 i 6y 8 PR
IR SR TR T RR G AT A Y B IR &
[0088]  “F LAY TAILEMTe AFF B AU L Fr F Atk b kL, BIANSS B 5 o2
B BRI L. PTIR SR T LU AR . A ARt v LA AR B R e 1
B 7 FAL R G, RISFIAER v PR R 4, B H T B R kb F s o) s
PERISS B[P R 2 AR ST 28 10 o AR, W] LA | AR DA 3R R e P45 RS 500, i FH K491 4
TN TR R L ER VY BRI R R RN R 2- (- LI ) -1 L
BT IR S
[0089]  — kU, “FRIEER” BATZX BT & 20— FomE s A A9
[0090]  JIT iR N i sr AR RTR A BB G Y)0E L REEE . m H, “ &y HAE
BRI FE— RS, WSV T INE BT SRS LA T — R Pk 5 2, KRR
WA A I B IR 53 DA 200 R AR BB AR IR 2 Ak e LLRRAR ) s & i 77 s
TR A SV E) TR, T AE AR
[0091]  FEERL A A AE I D0 A B e o R M DR 28 A U AN ORAIE SE 1R 48 (1) i B, SLAE AR AT 155 4
T EBARAE T ZE I, BN S B AR R FE A AR PO ) FH 3@ BN % B A BRI 5
R IR AT EATHAT IR B . MEFEH U, IX L8 N By a2 & AL 2828, mT DI I L 15 1K
e 2 TS 1 ~ i A s s 2 U B Bt B A AL S ) AR o, LT IR n s B il 43 T BA DR R AR B
BRI XMW 5 7] LU A S SRS R T A0 A2 SO R 1 B
[0092] 2 VP2 IX KB A 48 90 T 255 SRR, LL i S. Arctander [#)45, Perfume and
Flavor Chemicals, 1969, Montclair, New Jersey, USA, B H 50 5 IR AS , B 2E AR
SRR AR S, LR R N K& 1) &R SCik . P AR A2 B o3t mT 2 A BAAZ
1577 RS PR BB A DI E .
[0093]  Xf T [AI I & Rl R A& L 2R R 4154, B2 BT e I e A 08 & R
PRI T Lk 2 K/ VR 0 R I L O B 4 1 LR A Tsopar® (K
Ji :Exxon Chemical) LMK B 4% 3 — B K R — I8 Mk /56 401 LA B b5 Dowanol® (CR¥E :Dow
Chemical Company) CL7EHIFRLE,
[0094]  — &I &, “FRMAETBAVIX IR B 25 T RUA I 2 A CAnER e oo i AR '
PE SRR E LS ) B o T8 F TN Hb A ) R e SO SR B 2 AR 55 28 1), (HA
I B KT A2 PITIA 1 73 2 AN AR T 23 RN o
[0095]  HHAS & BB TRCR Gl 22 /b — R Rl s i BT U A R IR 54, AR T Ak
B B AR S g 2, DL RS AR BB LR SR 22 /b — B & Rk 22 /b —Fpd L 5k R
AEaR b PE R 2> — MR R InE A GV
[0096] G |- BT LUt 141, AR & K B 28 TR G ) BR AL &9 Re %A R i H T 0 98 9 il iy ok 2
ab, anhngr . SEbr b, iR iR -G BA R LA LR AT e R pidE S XA H . B, &
A I IR TBUZR G2 1R B i) vt i A R BT H 1T

11
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[0097]  SEr b, 40, K& EVRG P oy — A 5 Al i i sl AH B, A8 N2 i sl 2
AR T TR o

[0098]  JiT Ay b adRiRi M, BV eScadk 55 R M L JE A IR 2 I I T el e 452 ek 1) s o ek AR et
VTR, A B A AR EEN . ks b, UrR A &Y E R A RN, 48K
BH ER)TR S AT SRV AR BN 28R AR 0 ) 7 AR ME RS 21, B an mT A7 AR LA/ i)
(R I T HL SR X T AR AR D RE A B N 4L G I 00, b IR R Pt i A E
(o AN, TEVERRAL -G BN Rl 3 38 TR 3R b B3R A AR /N, DRI 5 B g 2, e
Ve K R B BT SR TR o 3 — )R] DUIE LA AS & B 3 AR SR g, Z IR A )
HA T i A7 A MR ISR AU, e g A Bk k .

[0099] PRIk, ARYE A BH VR A4, Hh T 5 A ) ) P SEACC 1) L SE 3T 25 e, S B0 1810
ARG IR, BE8 & FF AR U0 b 30T 2 U AT 75 228 R A 3 JE KR TSR P W
H b, FFRe2e T AL TR [ £F 4 2158 4 IR Ve / s BRI B R B A . Sl AR
TR R ) A 27 23 A IR R R T S R R 7 JBk

[ot00] PRI, ¥ A BAR I Ak il it T X9 o i 2 A R I — S B, A E .
[o101] 1) — R RN R B o CRRIR S s f

[0102] Qi) VEIAVH 3R L AL

[0103]  PLIEIT, 767 WAl i b R AR B it Sl I/ B ) A5 B R B 5 T By TR
ARG RT AV EE IR &

[0104] 4 TIEREAS W, o A4 B 2, “ VARV 2 R BL” AT ML 3R & T R sl 7 i
gy BA R ARRTE T b, an B 8% 2 s RG PR i BV LT B FLE . )il
Ui R A 2 BH 1R 25 R il it B 2 D BB I U7 5 LA B A 0 i) Pk s 3 R 0 N 9 B vt (4 i =
N RN SIEF ) BB 23150, R A A A K BB TR G .

[0105] AV 9l it R 2E 20 1 1 BURH S AR AN B R Al 150 B, FEATAT 4 0 T et 2 4R 55
2810, A AN 53 AT DATE 5 PR FE A RS AR P 3 il 5 ) RN A R R R I R
(e

[0106] & 9 9% i AL RE VR AR RS T RN R 2 8GR, DL R B e a5 T & R o
it REEF 7K, B AK BRAUG 7K, B BRI A2, IRy B BE 22 L BBt IS, A 7= Bk R 3
L o AR R U B R B VRIS B SR BRIV A VR N R A B E R
FUFIIEA ot S R AR PR, Tew e A2 T 500 8 T A g, T 1 B 48 4, FH
TYEG BB S PR R, , WA T 952805 B 7 B0 3R 1 b PR K BEA R4 A P BE v
P HEE RG] AR VNG BB K AR R B

[0107]  ARIERIVH T A2 7K B HT ) At b R R B2 B Bk R P BE ™ o
[o108]  HR#E A A B S it 77 X, AR AT BRI A &

[ot09] i) —FdEA (1) HIBHTED ;

[o110]  ii) —FEREUNEA G, A 20— 751 EH 80 ~ 230g/mol I INFEuk
Al s A0

01111  iii) AR KAFAE T A5 H I [l AV 2 i kel

[0112]  FEXAPIGHC T, — HIH 2 il it A 7 2 8 A FH LA S B B 3 A TR S R A K BRI A7 A
Mo IXFRE ALK AT AE A8 ] AT Bf it 580 i S A5 K AR e 7 B IR ™ oy R

12
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R SIF R o

[0113] AR UILEW ] LLG I L TP R 23000 1 50 5l 22 DGR 41 -5 ) 1 i 288 S 45 4 LU o
iR :Ullman’ s Encyclopedia of Industrial Chemistry & AS #2% 315-448 71 (1987)
F5E A25 %% 58 747-817 7L (1994) ;Flick KJ AdvancedCleaning Product Formulations,
Noye Publication, Park Ridge, #PEVE (1989) ;Showell, Surfactant Science Series
% 71 4% :Powdered Detergents, MarcelDekker, %] (1988) ;Proceedings of the World
Conference on Detergents ( Z5 VY &, 1998 4F, Montreux, it ), AOCS H il o

[0114]  —2& 3R S ] B8 RN AR AL S VRIS kA 5T, DAESCA D BR3P 5 35 By 1K
iRy (I IPERVE S

[0115] AU BRE IR G ] N AT IR 25 Pl ot B A A W ) LU A 7 4 v Y PR ) AR 4k o 1X 8t
R R T8I0 25 1 o)t B o R 0 A T A5 BB MR A DL AR R B B TR A5
T B e o R BAS U FH RS INSRIVR & I 25 8 A& b B s o iR e o

[ot16]  flul, A RKHBINARAEE T ENEHFANAEGYH E &K R BIKE R
0. lwt %~ 30wt %, B2 2 . NXBIR G H N HAE AP FIR T o A, w] LUAE
FHAR TX LE IR BE, EL 1Ry 0. 01wt % —Bwt % .

[0117] AR K —A B B8 R — MR i i’ 77 2%, R EAE TR e an b og Xr)
FIIREVIAEAE FHACTE . S8R IR A2 97230  RAH SR 0 Sk R R B ik

[o118] iy H., A< J B o — 77 T A — P A AN e Bl AT I0 5 280 R K 7 0%, B i,
FEIELE TN 20— Baid = (D) BIBERT A, 205 20— s 2 i sl i 7K i)
mEAEDT. #52, DRI EVAEE RS H 20 R LR S HK R
AN E R s ).

BAEILHEAR

[0119]  BhARA A& B¥E il i UL R se ik — D e diih, b 46 5 B A0 0 5 i
NXGEERBRIRE (C) Kon. BRAEFI MR, EEEIEIR (WR) SGiE2E 7E Bruker AMX 400
43tk EAE DMSO—d, FP7E 400MHz F 'H A2 4 100. 6MHz ] °C it 3%, 42268 6 LI T™MS kR
1, FH ppm 7R, M & H 2 ] FH Hz KR &AL/ wI WL (UV/Vis) Dl FH L FEAE Perkin—Elmer
Lambda 14 8¢ Lambda 35 {X#F F&27x, M Blom(e) 25 BRAES 4N, Bk AT H Bk
TR AT LAAE AN g — 24l . ONVAE N, N AEPRAER IR &8 RN BT LUT T4
Y B IR IRTS R FFERAE (1a, SRIF Fluka) 22— BEBEHF (2—furohydrazide) (2a, KA -
Fluka) .2- ffF2& -N, N, N- = 3L -2- QUL AR & 8% (3a, Girard-T X7, K :Fluka) .
1-(2— L —2- AR HE ) SALERE (4a, Girard—P {7, SRIE :Aldrich) . 225 I 1% g
(5a, K :Acros) - N- KPR BEE (Ba, >R ¥E :TCT) « N- R i AC R i (Ta, SR :Acros)
4- EE -1- 2R (8a, SKRYE :Acros) 4- I ZEFR (9a, KT :Acros) - (1, 1- —H VI
1k, —3- BEWYFE ) JE (10a, 2K J§ :Lanxess) 4H-1, 2,4 =M —4— fi% (11a, KI5 TCI) £ WL
(octanohydrazide) (12a, 2F B2 Bk Ik, S VR :Fluka) %7 2% — Wk E (terephthalohydrazide)
(13a, X 28 1 Wt i, SR YR -TCD) « C %t —BEMF (14a, © — B8 — BEME, SR J8 :Acros B
Lanxess) FIN' , N - = (R R ) ZEE B (15b, B2 (20 FRBUE) , kK -
Aldrich) o HetbE&Wan ~HIA.

13
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[0120] VBRI T — S-SV BRI A B Bl A48, X AN RS R il FH T 3 11X £ 4,
G A . AR AR BH , T BT A AT BE A B B 4 1) e A AR BT SRR

[0121] i b PR A &

[0122] 4% (2R, 3R) -2, 3- R IEBEHIERINF (16a)

[0123] % () - =23 R, R - WAMEHEE (5.00g,24. 2mmol) H/K &M (K 51%,5. 9ml
=6.07g,96. Tmmo1, SKY§ :Acros) {F L (55ml) H RIVR &3 N vl « WL 3 (3 (Bt
VEFT A R ENBEWL G R NVIRE VISR, s LS TR R 4. 12g(96% ) A 44
[0124]  "H-NMR :8. 78 (s, 2H) ;5. 38 (s br.,2H) ;4. 25(s br. ,4H) ;2. 50 (s, 2H) .

[0125]  "C-NMR :170. 37 (s) ;72.09(d) »

[0126]  #fil4% (1) -(2R,3R)-2,3- — (+ k%) BEIAERIEIF (17a)

[0127] &) 2% (£)-(2R,3R)-2,3- = (5L ) -N, N, N N — PO AR B BR I i
[o128] /% &t (3x) ¥EB A 4L 8 (3.60g,60 %,90. 0mmol), 2 J5 AN A DMF (150ml) #
(+)-(2R,3R)-2,3- " F I -N, N, N’ , N’ — JU 7 5L 3% 51 Wk #% (9. 2g,45. Ommol, K J5 -
Aldrich) o ¥ NVIR-EGWIAE I T HidE 90min, 285 A 1- MAC+ 4% (28. 0g,94. Smmol)
7E DMF (50m1) A . RONVAEZIR N PR BERE 2h 28576 80°C N —3 . A E1BI= R,
WRMNIBEYH OB (4x) ZEGHK @x) JE5 T8 NayS0) Hk4a. FERERE 5 &k
(S10,, A F %t / AMd 3 - 1) 133]5.93g(28% ) kG [H 14,

[0129]  b) #]4¢ (H)-(2R,3R)-2,3- — (k5L ) BRI

[0130]  ¥PIR a) 2RI S PRIZH (6. 63g,12. 3mmol) JHC1 (36 %, 110m1) F1/K (55ml)
INFAEIAL 4 Ko YRR SIS B R NIRG Y AT CH,CL, (3x) ZEHL. T8 (NayS0,) JFilk4a1s 3
6.03g (=) W,

[0131]  ¢) 4% (5 - 3 (2R, 3R)-2,3- = (- hef 2k ) BRI Rs

[0132] K%y Iml WAHAER (55 ¥ ) MIAZIEER b) 15245 (4. 18g,8. 6mmol) 7E
i (275ml) WA . RNV IR AN — A . AHIBIERE, B r=Y4E 0°C 700ml
KRG IFUTTE . BT 3 3. 98¢ (90% ) AL 1A,

[0133]  d) #J4& () -(2R,3R)-2,3- — (+ ke IE ) BOHRRELE (17a)

[0134] DK c) FEIMAEY (5.00g,9. Tmmol) H/KEME (KH51%,2. 3Tml = 2. 44g,
38. 8mmol) 7E L (650ml) H[VR-A W EEAIMAIE AL YA E1 BN EE G, RNV IRA YR ik 4a it
JerFE 2. 76g (55% ) HEIE A,

[0135]  'H-NMR(CDCL,) :7.82(s,2H) ;4. 34 (s, 2H) ;3.87(s br.,4H) ;3.57-3. 48 (m, 2H) ;
3.47-3. 37 (m, 2H) ;1. 62-1. 45 (m, 4H) ;1. 37-1. 18 (m, 36H) ;0. 88(t, ] = 6.9,6H) ,

[0136]  "“C-NMR (CDC1,) :170.22(s) ;80.70(d) ;73.51(t) ;31.93(t) ;29. 66 (t,4x) ;
29. 59 (1) ;29. 37 (t,2x) ;25.93(t) ;22. 70 (t) ;14. 13(q) »

[0137]  Hil4% 2- F23E -1, 2, 3- Nkt — R IEBEAE (18a)

[0138] = FIE 2-#23E -1,2,3- W=k (1. 00g, 4. 3mmol, KiF :Fluka) S5/K&HE (7K
1 51%, Iml = 1. 03g, 16. Tmmol) 7EZ M (20m1) 7 [RIVR-E LA N a7t . MEE R A
VEF A NS R VIR S Y IR, K il B TR 3 0. 85 (85% ) (I 44
[0139] 'H-NMR :9. 09 (s br.,2H) ;8.90(s br.,1H) ;6. 15(s br.,1H) ;4. 21(s br,6H) ;
2.47(AB, J = 14. 3,5. 1,4H) ,

14



CN 101001832 B WO B 12/33 7

[0140]  "C-NMR :172.38(s) ;168.93(s) ;74.50(s) ;40. 64 (t) .

[o141] il (+)- 5 (MBI ) (192)

[0142] IR ARPHIZE (R TRE ) (SkUE :Aldrich, M, = 30700,M, = 10600) . #7/K
AE (KA 51%,68ml = 69. 90g, 1112. 4mmol) HIAF] 7. 00g (81. 3mmol) ZE AW, Ik
IREWAE 80°C Nk she W HIBEIRG, & N IRAYEIN 700ml FELH, i 38 A EADTE .
EEALE AT e (1x) OB (2x) HaiE (B HE S AR ) BrEvR B PR, & 5153
3.52g(50% ) HAEIEA,

[0143]  'H-NMR (D,0) :2.5-1. 0 (m, 3H) »

[0144]  "C-NMR :(D,0) :177.84(s) ;43.42(d) ;37.38(t br.).

[0145] il &5 ((1 — 4)—6- s —a -D- 3L - © & -1, 5- MELIHE ) (20a)

[o146] TR (Y5 HIFER, 20. 00g, KT :Fluka) 7F 250ml /K &ETF HHRIEFE 1h, 25
7E 5min P IIAZKEHE (K 51%, 17. 6ml = 18.09g) » RIS YIFEZIE T HidE 3h, /)5
7 30°C FEdi: 140h, AH™ it H R VRS o 78 AT IS, B s s TR e R 3
WAFE 21. bg [ 4.

[0147]  "C-NMR 63\71‘)? 0. 1M NaOHED 0 ) BN BIEEZEXT R IR 51, 75 AR 2%
[0148] i

[0149] %Jé N -[(1E)- z;:ﬁé]]ZEﬁﬁ%] I (1b)

[0150] ¥ 1a(3.00g,22. Ommol) FIZEFFEE (3. 50g,33. Ommol) 7E L1 (50ml) FHIVE G
INFAJRNA 3hoe YA EN B E0R S, I UEIRG, B ik iE H Ol I BRI 3 4. 18g(85% )
0 i 44

[0151]  UV/Vis( & [% ) :299(28600) , 294 (sh, 28500) , 281 (sh, 22600) , 224 (sh, 17500) ,
219 (18900) , 205 (sh, 25900) , 202 (29700) .

[0152]  'H-NMR :11.90 (s, 1H) ;8.51 (s, 1H) ;7.96(d, J = 7.7,2H) ;7. 76 (d, ] = 6. 1,2H) ;
7.66-7. 37 (m, 6H) .

[0153]  "’C-NMR :163. 09 (s) ;147.73(d) ;134. 28(s) ;133. 38(s) ;131.67(d) ;129.99(d) ;
128. 76 (d) ;128.39(d) ;127.55(d) ;127.02(d) »

[0154] % N' —[(1E, 2E) -3- ZK%E —2- WNMZE 1 2R HFMERE (1o)

[0155] % la(3.00g,22. Ommol) 1 Jz = A AERE (4. 35, 32. 9mmol, KR :Aldrich) £F Cipe
(100m1) VRS AL EIE T HHE 2he TR R VIRE W, ¥R ] Qv It s TS
# 4.95¢(90% ) AT,

[0156] UV/Vis( Z ¥ ) :345(sh,21500),322(44700), 317 (44400) , 239 (sh, 15600) ,
230 (19400) , 224 (sh, 18400) .

[0157]  'H-NMR (CDC1,) :9.36 (s br., 1H) ;8.10-7.99 (m, IH) ;7.91-7.79 (m, 2H) ;
7.58-7.49 (m, 1H) ;7.49-7. 40 (m,4H) ;7. 39-7. 27 (m, 3H) ;7. 17-7. 03 (m, 1H) ;6.90(d, J =
15.9,1H) »

[0158]  "C-NMR (CDC1,) :164. 11(s) ;149. 77 (d) ;140.29(d) ;135.71(s) ;133.03(s) ;
132. 14 (d) 5129.20(d) ;128.89(d) ;128.79(d) ;127.32(d) ;127.15(d) ;125.00(d) .

[0150]  fill& N/ —[(1E)-3- ZRILTL T 2 ] R IFBEME (1d)

[0160] ¥ la(1.50g, 11. Ommol) H13- %3 THE (Trifernal® ,2.45g, 16. bmmol) {F: LI

15
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(28ml1) HEFNREYINARIA 2h, AEIBISES, B R SIREDEETHIRYGE . 7Y H
Ve R JE T Chevis, o A5 T2 (0. 17mbar) 7931 2. 04g (70% ) 14,

[0161]  UV/Vis( &) :253(20200) , 238 (sh, 17000) , 230 (sh, 16200) .

[0162]  '"H-NMR :11.43(s, 1H) ;7.84(d, J = 7.2,2H) ;7.65(t, ] = 5.4, 1H) ;7.55(t, J =
7.2,1H) ;7.48(t, J = 7.4,2H) ;7. 37-7. 26 (m, 4H) ;7. 24-7. 17 (m, 1H) ;3. 09-2. 96 (m, 1H) ;
2.65-2. 48 (m, 2H) ;1.26(d, J = 7. 2,3H) ,

[0163]  "“C-NMR :162. 63 (s) 5150. 90 (d) ;145.89(s) 5133.39(s) ;131.43(d) ;128.35(d) ;
128. 25 (d) 3127.40(d) 126. 82 (d) ;126.08(d) ;40. 11 (t) 537. 25(d) ;21.88(q) »

[o164] 4 N’ —[(1E)-10- W+ Mk 1 2IFEEE (Le)

[0165]  f la(l.50g,11.0mmol) F 10— +—HEMAE (2. 80g,16. 5mmol) 7E L (28ml)
[FITRE ) IR 2he A EIRI SIS, B =Pk 4a  H CRevids, 285 a8 T4 (0. 20mbar)
1330 2. 785 (88% ) Al 1k .

[o166] UV/Vis( & [ ) :250(23500),239 (sh, 20500) , 229 (sh, 18200) , 204 (sh, 31100) ,
203 (32700) .

[0167]  'H-NMR :11.40(s, 1H) ;7.84(d, J = 7.7,2H) ;7. 74(t, ] = 5.3,1H) ;7.56(t, ] =
7.2,1H) ;7.49(t, J = 7.4,2H) ;5. 86-5. 73 (m, LH) ;5. 04-4. 89 (m, 2H) ;2.25(q, ] = 6.5,
2H) 52.01(q, J = 6.8,2H) ;1.55-1. 42 (m, 2H) ;1. 41-1. 15 (m, 10H) ,

[0168]  "“C-NMR :162. 65 (s) ;152.19(d) ;138. 72(d) ;133.53(s) ;131.39(d) ;128.27(d) ;
127.38(d) ;114.53(t) 333.09(t) ;31.90(t) ;28.69 (t,2x) ;28.56(t) ;28.40(t) ;
28.18(t) 325.95(t) »

[o169] il N' —[(1E) - AKE W 3L J-2— BRELHE (2b)

[0170] % 2a(3. 00g,23. 8mmol) FIZKFEE (3. 78g, 35. 6mmol) 7 LEE (50ml) VRS
INFAEIAL 3ho A EI BN SE , I UEIRAY), ¥ kil H B VeV I s T1R19 31 4. 748 (92% )
R i

[0171]  UV/Vis( & [ ) :359 (sh, 1300) , 304 (33800) , 256 (sh, 11800) , 225 (sh, 15900) ,
218 (sh, 18900) , 213 (18800) , 205 (sh, 21400) , 202 (22900) ,

[0172] '"H-NMR :11. 86 (s, 1H) ;8. 48 (s, 1H) 57.96 (s, 1H) ;7. 79-7. 68 (m, 2H) ;
7.52-7. 41 (m, 3H) ;7. 33 (s, 1H) ;6. 72 (s, 1H) .

[0173]  "“C-NMR :154. 15(s) ;147.78(d) ;146. 56 (s) ;145. 77(d) 5134. 17 (s) ;130.00(d) ;
128.77(d) 5126.99(d) ;114.86(d) ;112.00(d) »

[0174] & N —-[(1E, 2E) -3- 2R3 -2 WN MG 1-2- BEWEAE (20)

[0175] % 2a(2.00g, 15. 9mmol) 1 s AAERE (3. 14g,23. Tmmol) fEC%E (75ml) H IR
HWAE 60°C R I 2he AEIBIER )G, LIEIREY), Bkl H B8 T35 3. 518(92% )
B AL

[0176] UV/Vis( & B ) :347(sh, 26700),330 (46400) , 321 (45600) , 304 (sh, 31200) ,
265 (13100) , 237 (sh, 11900) , 230 (13900) , 225 (13900) ,

[0177]  'H-NMR :11. 78 (s, 1H) ;8. 33-8. 19 (m, 1H) ;7.95(s, IH) ;7.63(d, J = 7.2,2H) ;
7.40(t, ] = 7.4,2H) ;7.34(d, J = 7.2,1H) ;7. 37-7. 25 (m, 1H) ;7. 16-7. 00 (m, 2H) ;
6. 73-6. 68 (m, 1H) .

16



CN 101001832 B WO B 14/33 7

[0178]  "C-NMR :153. 98(s) ;149.74(d) ;146. 60 (s) ;145. 69 (d) ;138.96 (d) ;135.81(s) ;
128. 73(d,2x) ;127.00(d) ;125.54(d) ;114.86(d) ;112.00(d) .

[0179]  Hi#& N' —[(1E) - (4- F23k -3 A AAE ) WA 1-2- MW (2d)

[0180] % 2a(1.50g,11.9mmol) FIFEFELEE (2. T1g, 17. 8mmol) 7ELEE (30ml) VRS
IR 2he VB ER S, EIETRG ), F IR ] v JF B2 T4 (0. 24mbar) 13 3
2.49g (80% ) & — L8 LR iy (A EulE 1

[0181]1  UV/Vis( & [ ) :384(sh,2300),337 (sh, 39600),333 (sh,42100) , 330 (42400) ,
319 (sh, 36500) , 301 (30100) , 289 (29900) , 278 (sh, 28300) , 265 (29200) , 239 (sh, 22200) ,
229 (sh, 20400) , 202 (29100) .

[0182] 'H-NMR :11.67 (s, LH) ;9. 56 (s, 1H) ;8. 34 (s, 1H) ;7.93(s, 1H) ;7.29(d, J = 7.7,
2H) ;7.08(d, J=7.7,1H) ;6.85(d, J = 8.2, 1H) ;6. 70 (s, 1H) ;3. 84 (s, 3H) .

[0183]  C-NMR :153. 92(s) ;148.94(s) ;148. 36 (s) ;147.94(d) ;146. 71 (s) ;145.53(d) ;
125. 54 (s) 5122.11(d) 5115.35(d) ;114. 46 (d) ;111.91(d) ;108. 83(d) ;55. 46 (q)

[0184]  #HI4 N' —[(3R)-3,7- —HIJE —6- W@t 1-2- Bl (2¢)

[0185] ¥4 2a(l.50g, 11. 9mmol) FI (R) - FHFHE (2. 74g, 17. Tmmol) 7E LT (30ml) H[1I7R
GBI 2he BHIBIEE G, K7 Pk s, TR K75 H Kugelrohr Z818V% (120°C,
0. 39mbar) FrZ:, 133 2. 03g(55% ) MM RfE (KA 7 1 1 KRSV G A,
[o186] UV/Vis( & T ) :330(sh,420),267(27300),251 (sh, 20700) , 241 (sh, 15400) ,
232 (sh, 11000) , 211 (sh, 11500) , 202 (14300) .

[0187]  'H-NMR(CDCl,, £ 5 # 1K) :9.49(s,1H) ;7.59(t, J = 5.1, 1H) ;7. 45(s,
1H) ;7.26(s br.,1H) ;6.54-6.49 (m, IH) ;5.07(t, J = 7.2,1H) ;2.47-2. 35(m, 1H) ;
2.32-2.18(m, 1H) ;2. 13-2.90 (m, 2H) ;1.82-1. 71 (m, 1H) ;1.68(s,3H) ;1. 60 (s, 3H) ;
1. 48-1. 33 (m, 1H) ;1.33-1. 18 (m, LH) ;0.95(d, ] = 6.7,3H) ;

[0188]  C-NMR(CDCl,, ¥ 5 ) 1K) :154.48(s) ;152. 21(d) ;146.70(s) ;144.29(d) ;
131.58(s) ;124.28(d) ;115.81(d) ;112.33(d) ;39.45(t) ;36.86(t) ;31.20(d) ;
25.71(q) ;25.44(t) ;19.54(q) ;17.68(q) -

[0189]  Hil#& N, N, N- = FIZE —2- 48 —2— { (2E) —2-[ (2E) -3- 2R3 —2- WA M2E 1- i ) &tk
L (3e)

[0190] %% 3a (0. 82g,4. 9mmol) Fljz #AEERE (0. 5g, 3. 8mmol) fE L (12ml) FHIVEEH)
INFAEIA 1he AEIZIZWE G, EIEIREY), H0RE H B2 T8993 0. 32g(30% ) &AM
KT BB S E 1 2 K42 1 D) atig,

[0191]  UV/Vis( & [ ) :361 (sh,2200),332(sh,21800),311(44700) ,303 (sh,42500),
240 (sh, 8700) , 233 (12200) , 224 (sh, 11100) .

[0192] 'H-NMR( & 5 4 1&) :12.25(s br.,1H) ;7.95(d, J = 9. 2, [H) ;7. 68-7. 58 (m,
2H) ;7.44-7.31 (m, 3H) ;7. 11(d, ] = 16. 4, 1H) ;6.93(dd, J = 16.4,9. 2, 1H) ;4. 70 (s, 2H) ;
3.32(s,9H) ;

[0193] (& % # 1K) :8.35(s,1H) ;8.17(d, J = 9.2, 1H) ;7.68-7.58(m, 2H) ;
7.44-7.31 (m, 3H) ;7.12(d, J = 16.4,1H) ;7.01(dd, J = 16.4,9.2,1H) ;4. 36 (s, 2H) ;
3.28(s,9H) .
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[0194]  C-NMR( =414 ) :164. 95(s) ;147. 85(d) ;140. 29 (d) ;135.48(s) ;129. 04 (d) ;
128.79(d) ;127.09(d) ;124.19(d) ;62. 12(t) ;53.09(q) ;

[01951 (& S # k) :159.60(s) ;150. 64 (d) ;140.29(d) ;135.57(s) ;129.04(d) ;
128. 74 (d) ;127.15(d) ;124.87(d) ;63. 17 (t) ;53.34(q) »

[0196]  fill& 1-{2-[ (2B) —2- 2RV AL ] -2- S &5 | &AL bmE (4b)

[0197] ¥4 4a (3. 00g, 16. Ommo1) K (2. 54g,23. 9mmol) 7E LFE (45ml) VR G
INFARIAL 3ho AEIBI IR G, W IERAY), F 5% SRRVl s R4 I s L s+
PRI RIS 3L 4. 282 (97% ) A IFR TBUIGEE MM Mk B Z K44 1 1) MBE G
s

[0198] UV/Vis( & [ ) :299(sh, 15500) ,289 (sh, 23300) , 281 (25400) , 275 (sh, 24600) ,
268 (sh, 22800) , 223 (sh, 15800) , 217 (20000) , 213 (sh, 19000) , 206 (sh, 17400) .

[0199] 'H-NMR( = SHfk) :12.38(s, 1H) ;9.14(d, J = 5.1,2H) ;8. 71(t, J = 7.7,1H) ;
8. 32-8. 20 (m, 2H) ;8. 26 (s, 1H) ;7. 80-7. 73 (m, 2H) ;7. 53-7. 42 (m, 3H) ;6. 11 (s, 2H) ;

[0200] (% 5 #4 #& ) :13.18(s, 1H) ;9. 14(d, J = 5. 1,2H) ;8. 74-8. 66 (m, 1H) ;8. 46 (s,
1H) ;8. 32-8. 20 (m, 2H) ;7. 73-7. 67 (m, 2H) ;7. 53-7. 42 (m, 3H) ;5. 74 (s, 2H) ,

[0201]  “C-NMR( EFHIA) :166.40(s) 5146. 40 (d) ;146. 12(d) ;145. 05(d) ;133.63(s) ;
130. 20 (d) ;128.79(d) ;127.43(d) ;126.90(d) ;61. 33(t) ;

[0202] (& S H) 4K ) :161.28(s) ;147.88(d) ;146. 26 (d) ;146. 12(d) ;133. 78(s) ;
130. 20 (d) ;128.79(d) ;127.43(d) ;127.04(d) ;60. 85 (t) .

[0203] %% 1-(2- 58 —2-{ (2B) —2-[ (2E) -3- ZRJE —2- N2 ] HE | &2 ) - Slfbnt
g (4c)

[0204] ¥ 4a (1. 5g,8. Ommol) FlJ X ARERE (1. 6g,12. Ommol) 7EZFE (20ml) RS
INFAEIAL 3he Y HIRNZ0 G, ik SRS, K ki FH T4 (0. 6mbar) 153 0.51g(21% )
ETHEMP T B AR SR B 0 2 R4 3 0 1) ks,

[0205] UV/Vis( & [ ) :360 (sh, 1900) , 325 (sh, 30000) , 310 (43400) , 303 (sh, 41900) ,
268 (14600) , 262 (sh, 12700) , 239 (sh, 14200) , 231 (17200) , 225 (sh, 16300) .

[0206] 'H-NMR( 3= S5 #) 1) :12.22(s,1H) ;9. 12(d, J = 6. 1,2H) ;8. 75-8. 65 (m, 1H) ;
8.24(t, ] = 6.9,2H) ;8.06(d, J] = 9.2, 1H) ;7. 70-7.59 (m, 2H) ;7. 46-7. 30 (m, 3H) ;
7.18-6. 93 (m, 2H) ;5. 95 (s, 2H) ;

[0207]  (RSFHIE) :13.01 (s, 1H) 59.12(d, J = 6. 1,2H) ;8. 75-8. 65 (m, 1H) ;8.24(t, J
= 6.9,2H) ;8. 23-8. 18 (m, 1H) ;7. 70-7. 59 (m, 2H) ;7. 46-7. 30 (m, 3H) ;7. 18-6. 93 (m, 2H) ;
5.70(s,2H) .

[0208]  C-NMR( =52 444% ) :166. 03 (s) ;147.69(d) ;146. 41 (d) ;146.07(d) ;139.97(d) ;
135.54(s) 3128.99(d) ;128. 77 (d) ;127.38(d) ;127.10(d) ;124. 38(d) ;61. 25 (t) ;

[0200] (& S # k) :161.08(s) ;150.03(d) ;146.24(d) ;146. 12(d) ;139. 86 (d) ;
135.64(s) ;128.90(d) ;128.73(d) ;127.46(d) ;127.10(d) ;125.03(d) ;60. 82(t) .

[0210]  Hil4¢ &3 (2B) —2- 2R 7 LR IR AR (5b)

[0211] ¥ 5a(3. 00g,28. 8mmol) F1ZK I (4. 60g,43. 3mmol) 7F LB (85ml) HHIVE AW
InFAJRNAR 3hoe YA EN B E0RJS , I UEIRG W, B ki H S F R TR 31 4. 82 (87 % )
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[0212]  UV/Vis( & B¥ ) :332(sh,300),298 (sh,12600) ,290 (sh, 18900) , 279 (24400) ,
272 (sh, 23300) , 221 (sh, 14500) , 216 (19400) , 211 (19200) , 207 (18700) ,

[0213]  'H-NMR :11. 11 (s, 1H) ;8.03(s, 1H) ;7. 66-7.59 (m, 2H) ;7. 46-7. 35 (m, 3H) ;
4.15(q, J =17.0,2H) ;1.24(t, J = 6.9,3H) .

[0214]  "’C-NMR :153. 38(s) ;143.68(d) ;134. 33(s) ;129. 43(d) ;128.66 (d) ;126.50(d) ;
60. 40 (t) ;14. 46 (q) .

[0215] |4 &2 2-[ (1E, 2B) —3- R5E —2- WA 1 WERIREE (5e)

[0216]  }#f 5a (4. 00g, 38. 4mmol) Fljz X AIEERE (7. 60g,57. 5Bmmol) 7E ZJE (100m1) (1R
EHMABIG 3he A EN B SG, IEIREGY, B ks H B2 TR 6. 7T7g B b k. K
JE R T RS B A 0. T3g TR H R %R 91% .

[0217]  UV/Vis( & % ) :322(sh,24400),307 (34400) , 282 (sh, 20200) , 237 (sh, 8700) ,
230 (12500) , 225 (12000) .

[0218] 'H-NMR :11.02(s br.,1H) ;7.83(d, J = 8.2,1H) ;7.56(d, J7.2,2H) ;7.38(t, J
= 7.4,2H) ;7.30(t, J = 7.4, 1H) ;6.98(dd, J = 15.9,8.7,1H) ;6.91(d, ] = 15.9, 11 ;
4.14(q, J=17.0,2H) ;1.23(t, J = 6.9,3H) .

[0219]  C-NMR :153. 32(s) ;145.89(d) ;137.40(s) ;135.95(d) ;128.69 (d) ;128.48(d) ;
126. 83 (d) ;125.48(d) ;60.39 (t) ;14. 46 (q) .

[0220] il &2 I N- 4 2Rz FE Mk (6b)

[0221] ¥ 6a(3. 00g,19. 8mmol) FIZKFEE (3. 16g,29. Smmol) 7F LB (45ml) HHIVE AW
INFAJRNR 3ho AEIRIEIR G, W IERG Y, F R ) SRV O B T8 8 VR 4 b
B3 8IL 4. 13g(87% ) AT K.

[0222]  UV/Vis( & F% ) :309(sh, 18800),294 (27300) , 287 (sh, 25900) , 276 (sh, 19600) ,
239 (sh, 20100) , 232 (22700) , 222 (sh, 20200) , 202 (34200) .

[0223]  'H-NMR :10. 75 (s, 1H) ;8.90 (s, 1H) ;7. 96 (s, LH) ;7. 88-7.82(m, 2H) ;7.67(d, ] =
7.7,2H) ;7. 48-7.36 (m, 3H) ;7.30(t, ] = 7.9,2H) ;7.02(t, J = 7.4, 1H),

[0224]  ’C-NMR :152. 96 (s) ;140.68(d) ;138.97 (s) ;134.29(s) ;129.31(d) ;128.49(d) ;
128. 33(d) ;126.93(d) ;122.38(d) ;119.80(d) »

[0225]  Hi|4& (1E,2E) -3- ZRIL N Ml N- 4 R 2 K (6¢)

[0226] ¥ 6a (2. 00g, 13. 2mmo1) FTjz A AAERE (2. 60g, 19. Tmmol) 7E LB (35ml) H TR
AW 2. 5he A EIBI SIS, T IEIRG Y, G RE H B s TS5 2. 89g (84% ) ¥4
AL A

[0227]  UV/Vis( & F¥ ) :333(sh, 30800),317 (44300) , 304 (sh, 37000) , 241 (sh, 21300) ,
236 (22600) , 225 (sh, 16400) .

[0228]  'H-NMR :10. 72 (s, 1H) ;8.80 (s, 1H) ;7.81(d, J=7.7,1H) ;7.65(d, J = 7.7, 2H) ;
7.56(d, J = 7.7,2H) ;7.46-7. 35 (m, 2H) ;7. 35-7. 25 (m, 3H) ;7. 10-6. 92 (m, 3H) .

[0229]  "’C-NMR :152. 74 (s) ;142.84(d) ;139.04(s) ;136.97(d) ;136.01 (s) ;128.79(d) ;
128. 46 (d) ;128.39(d) ;126.67(d) ;125.39(d) ;122.24(d) ;119.20(d) .

[0230]  Hil£& 4- 2L -N' —[(1E) - AW ] Rhafg e (8b)
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[0231]  # 8a(3.00g,16. Immol) FIZKFEE (2. 56g,24. Immol) 7F LB (38ml) HHIVEA W
INFAJRNA 3he AEIRIEIR G, W ERG Y, BRI ) SRV T B T8 8 VR 4 b
B3R 3.59¢(81% ) a4,

[0232] UV/Vis( & % ) :331(sh,1700),297 (sh, 11300) , 288 (sh, 16900) , 278 (20600) ,
272 (sh, 20200) , 266 (sh, 18400) , 259 (sh, 14900) , 221 (sh, 22900) , 215 (sh, 27000) , 205 (sh,
33400) , 202 (35900) .

[0233]  'H-NMR :11.47 (s, 1H) ;7.93(s, 1H) ;7.79(d, J = 8.7,2H) ;7.60-7. 53 (m, LH) ;
7. 45-7. 35 (m, 5H) ;2. 35 (s, 3H) .

[0234]  "’C-NMR :146. 88 (d) ;143.35(s) ;136.08(s) ;133.59(s) ;129.97(d) ;129.57(d) ;
128. 69 (d) ;127.15(d) ;126.66 (d) ;20.90(q) .

[0235] il 4- FZE -N' —[(1E) —1- ZRFEW L3 ] KRt (8d)

[0236]  # 8a(3.00g,16. Immol) Fl 1- Z3%E —1- ZHd ( 2K £, 2. 90g,24. Immol) fF L ¥
(45m1) R MAAE 4he BWEIBIER G, EIERGY, BiE A CEERG FETE T
# (0. 10mbar) 133 2. 84g (61% ) H LA {4,

[0237]  UV/Vis( & B ) :276(sh, 10900), 270 (sh, 12200) , 264 (12500) , 258 (sh, 12000) ,
229 (sh, 15400) , 220 (sh, 19500) , 214 (sh, 21000) , 202 (29100) ,

[0238]  'H-NMR :10. 51 (s, 1H) ;7.82(d, J = 8. 2,2H) ;7. 66-7. 59 (m, 2H) ;7. 41(d, ] = 8. 2,
2H) ;7. 39-7. 33 (m, 3H) ;2. 36 (s, 3H) ;2. 18 (s, 3H) »

[0239]  "“C-NMR :153. 04 (s) ;143. 23 (s) ;137.32(s) ;136. 16(s) ;129. 35(d) ;129. 26 (d) ;
128. 25(d) ;127.47(d) ;125.85(d) ;20.91(q), 14. 17(q) »

[0240] il 4% 4-[(2B) —2— ZR V. LI 1 KPR (9b)

[0241] % 9a(3. 00g,19. Tmmo1) FIZEFEE (3. 14g,29. 6mmol) 7 LEF (50ml) VRS
IR 3he VIR G, IR G, FIRIE H ClEEsJFE 2 (0. 21mbar) 4545 3
2. 14g (45% ) At fE 1A

[0242]  UV/Vis( & [ ) :365(sh,41400),353(47800) ,308 (sh, 13100) , 297 (sh, 11200) ,
278 (8500) , 236 (18700) , 229 (sh, 16400) , 203 (sh, 29500) , 201 (31600) »

[0243] 'H-NMR :12.31(s br.,1H) ;10.82(s, 1H) ;7.96(s, 1H) ;7.83(d, ] = 8.7,2H),
7.70(d, J=7.7,2H) ;7.41(t, J=7.7,2H) ;7. 34(t, J = 7. 4,1H) ;7.12(d, ] = 8.7,2H) .
[0244]  ’C-NMR :167. 20 (s) ;148.72(s) ;138.88(d) ;135.19(s) ;131.11(d) ;128.60(d) ;
128. 45 (d) ;125.94(d) ;120.28(s) ;111. 10(d) »

[0245] 4 N’ —-[(1E)-3,5,5— =PV O3 ] B (12d)

[0246] ¥ 12a(3.00g, 19. Ommol) F13,5,5- = FECEE (4. 05g, 28. 4mmol) 7F L (48ml)
RSP IR 2he RIS S KR AR T R . miEAd (0. 33mbar) F
BRI E 03t 4. 692 (88% ) A MM THUGEE M ik (E © Z K456 0 44) KOG
o

[0247]  UV/Vis( &FF ) :231(11700),213 (sh,8900) .

[0248] 'H-NMR( & 55 # 1K) :10.72(s, 1H) ;7. 27(t, J = 5.8, 1H) ;2. 49-2. 38 (m, 2H) ;
2.22-2. 18 (m, 2H) ;1.80-1. 69 (m, 1H) ;1. 57-1. 46 (m, 2H) ;1. 32-1. 18 (m, 9H) ;1. 10-0. 99 (m,
1H) ;0. 94 (s, 3H) ;0. 90-0. 82 (m, 6H) ;0. 87 (s, 9H) ;
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[0249] (X = ® 1K) :10.86(s,1H) ;7.43(t, J = 5.9,1H) ;2. 22-2. 18 (m, 4H) ;
1. 80-1. 69 (m, 1H) ;1.57-1.46 (m, 2H) ;1. 32-1. 18 (m, 9H) ;1. 10-0. 99 (m, 1H) ;0. 92 (s, 3H) ;
0. 90-0. 82 (m, 6H) ;0. 88 (s, 9H) .

[0250]  C-NMR( = 5 #4 1K ) :173.64(s) ;145.84(d) ;49. 69 (t) ;40.93(t) ;31.79(t) ;
31. 07 (t) 530. 75(s) ;29. 71 (q) ;28.60(t) ;28. 34 (t) ;27. 23(d) ;24.23(t) ;22.51(q) ;
21.98(t) ;13.84(q) ;

[0251]  (RFHIME) :167.99(s) 5149. 15(d) ;49. 86 (1) 541. 09 (t) ;33.95(t) ;31.09 () ;
30. 77 (s) 529. 71 (q) 328.52(t) ;28. 34 (1) ;27. 31 (d) ;24.92(t) ;22.48(q) ;21.98(t) ;
13.84(q) »

[0252] &N, N - Z [(IE)- 2R FE ] S B (14b)

[0253] ¥ 14a (4. 00g, 22. 9mmol) FIZEFEE (7. 30g,68. 9mmol) 7ELEE (95ml) A IETFH
INFAENA 4he A EIBZER S, EIEREY), HRE H B2 T3] 7. 868 (98% ) =Mk T
Whiz s s ek (B/Z2 ¢ E/E L Z/2 K414 1 11 L) REREW A EE .
[0254] UV/Vis( & B ) :300(sh, 30000),290 (sh,44100) , 283 (46000) , 274 (sh,40500) ,
224 (sh, 26700) , 218 (34400) , 213 (sh, 31300) , 207 (sh, 27400) ,

[0255] 'H-NMR( & 5 #) &) :11.37(s,1H) ;11. 24 (s, 1H) ;8. 18(s, IH) ;7.99 (s, 1H) ;
7.80-7.57 (m, 4H) ;7.52-7. 32 (m, 6H) ;2. 77-2. 60 (m, 2H) ;2. 32-2. 18 (m, 2H) ;1. 76-1. 66 (m,
4H) ,

[0256]  C-NMR( M) :174.10(s) 5168. 41 (s) ;145.66 (d) ;142. 36 (d) ;134. 30(s) ;
134. 26 (s) ;129.73(d) ;129.49 (d) ;128.67(d,2x) ;126. 84 (d) ;126.49(d) ;33.99 (t) ;
31.60 (t) ;24. 73 () ;23.82(t) .

[0257]  #il& N LN - = [(1E) - (4- F2% -3- FAERE ) WHE ] O =B (14d)
[0258] ¥ 14a (4. 00g,22. 9mmol) FIFF EEE (10. 48g,68. 9mmol) {E L (80ml) H B iF
WAL 5ho VA EN B )G , i UEIR A, Fa ki H B2 T8 21 10. 03g(99% ) —Ffk
TR B SR B/2 0 B/B © Z/2 K42 1 0 1) KBS A ERE A,

[0250] UV/Vis( & ¥ ) :327(sh,37700),316(45900),292(37700) ,282 (sh, 31900) ,
234 (sh, 30400) , 227 (34400) , 220 (sh, 33700) , 201 (29000) ,

[0260] 'H-NMR( ¥ 5 # 1£ ) :11.16(s, 1H) ;11. 06(s, IH) ;9. 46 (s br.,2H) ;8. 04 (s,
1H) ;7. 87 (s, 1H) ;7. 28-7. 19 (m, 2H) ;7. 08-7. 00 (m, 2H) ;6. 85-6. 76 (m, 2H) ;3. 81 (s,6H) ;
2. 72-2. 58 (m, 2H) ;2. 28-2. 13 (m, 2H) ;1. 72-1. 54 (m, 4H) ,

[0261]  “C-NMR( 54944 ) :173.81(s) ;168. 09 (s) ;148. 66 (s) ;148. 39 (s) ;147. 88(s) ;
147. 80 (s) ;146.24(d) ;142.80(d) ;125.71(s) ;126.66(s) ;121.78(d) ;120.75(d) ;
115.43(d) ;115.28(d) ;109. 18(d) ;108.81(d) ;55.42(q) ;33.98(t) ;31.68(t) ;
24.77(t) ;24.15(t) .

[0262] % N , N — = [(1E)-1- & -3- REWNZE ] OB (14e)

[0263] ¥4 14a(l.50g,8. 6mmol) FI4E FFIEEPIMEA (3. 83g, 25. Smmol) 7F ZEE (22ml) IR
EPINIETAL 4he WHIBIEWR G, SIERAW, Kb QR It 5 (0. 25mbar) T4
1330 2. 94g(79% ) A b B H B A AR B — B 3= A A4 1) 1 00 ] 44

[0264] UV/Vis( & W% ) :268(9400),235(11700),218(sh, 11800) ,208 (14800) , 204 (sh,
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14000) .

[0265] 'H-NMR(CDCl,, ¥ 5% #J 14 ) :8.95(s,2H) ;7. 35-7. 24 (m, 4H) ;7. 24-7. 15 (m, 6H) ;
2.92-2. 82 (m, 4H) ;2. 71-2. 61 (m, 4H) ;2. 60-2. 49 (m, 4H) ;1. 82(s,6H) ;1. 75-1. 66 (m, 4H) »
[0266] C-NMR(CDCl,, ¥ S # 44 ) :175.91(s) ;150. 84 (s) ;141. 25(d) ;128. 37(d) ;
128.31(d) ;125.98(d) ;40. 40 (t) ;32.45(t) ;32.07(t) ;23.72(t) ;15.56(q) »

[0267]  ifil# 2- & N LN L N' - = [(IE, 2B) -3- ZK3k —2- WNKZE 11,2, 3- TAKE
=B (18¢)

[0268]  # 18a(0.80g,3. 4mmol) FJz X AR (2. 00g, 15. 3mmol) F Z ¥ (50ml) H IR
EINFARIG 3he AHIBIZWR G, RS, ¥R H LTS TG E] 1. 77g(91% ) —Ff
KT WSS ik (B/2/2 © B/Z/E 0 Z/7/7 K232 0 1 1 1) REREWIRE Tl
(NS

[0269] UV/Vis( & [ ) :331(sh,21300),315(31600),301 (sh, 27400) , 240 (sh, 4700) ,
232(7300) , 224 (sh, 6000) .

[0270] 'H-NMR :11.44,11.41,11.35,11.34,11.16(5s,3H) ;8.30-8. 24 (m, 1H) ;
8.00-7. 94 (m, 1H) ;7. 86-7. 80 (m, 1H) ;7. 66-7. 50 (m, 6H) ;7. 43-7. 25 (m, 9H) ;7. 10-6. 84 (m,
6H) ;6.10,5.99,5.95(3s, 1H) ;3. 29-3. 14 (m, 2H) ;2. 87-2. 67 (m, 2H) ,

[0271]  "C-NMR :171.52,171. 49, 170. 35, 170. 19, 169. 94, 165. 84, 165. 76 (7s) ;149. 70,
149. 45, 149. 24, 148. 58, 148. 48, 145. 84, 145. 67 (7d) ;139. 06, 138. 98, 138. 57, 138. 46,
138. 40, 138. 22 (6d) ;135.82,135. 78 (2s) ;128. 73, 128. 68(2d) ;126. 96, 126. 91 (2d) ;
125. 69, 125. 34, 125. 31, 125. 12 (4d) ;74.99,74.76,74. 59 (3s) ;42.59,42. 29, 39. 79,
39. 49 (4t) »

[0272] )
[0273] uT*m%%%T%éﬁ%&%%ﬁMéiﬁ%m“mmk%m%m . SR
M, ‘EATRARER T AR B A TR AW 1) A2 8, A v P e s ) FH AR B 5] g e ) Bl
AR BB PUR SEREGIRG IR —Lefb B4, W2k RS 5.2, 4- 3L -3- 3R
M —1- PR3, 7T- 36— S AmEE (B ) 22— Mol I OB ) (4- 22k -3- 4
TR (B ) CHEATE - (4- PRI ) -1- LW (4- IR L ) 3- 2E . 2- 1%
5= 1=l (Delphone) \3— 2858 —2- NG (RS ) B 10— BRIG 1, 2 A )5
s EX ) (2 0 AL M. E1-Sayed, The Pherobase 2005, http://www. pherobase.
net) Fl / SREAHURTEME (S WA WO 01/24769 BLEP 1 043 968) .

[0274]  SEjiEf] 1

[0275] ] Girard-=T $AF5I1E A BEAT L4000 PR AE 0 I A G W s 9B S DT 1%
[0276] B IR-EW I S NMR JGIE7E S /K (D,0/CD,002 & 1(v/v)) i, Mg
PSSP AP AR LUT 7 W B 4

[0277]  IEB§FR (kYR :Fluka) 0.0412g
[0278]  KH,PO, ( —Hf/r i), SRIE :Acros) 0. 0290g

[0279]1 A ALIT, 1.5572¢g
[0280]  CD,0D 0. 6280¢g

[0281]  Ji 3c /KM K
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[0282] AUk BABAVRA WL WNE 3¢ /KA %, it B 0. Tml FEEA LM
WMAF] 9. 6mg 3c I, "H-NMR J&i4F Bruker AV 500 236t B 3— = 5L R e
VU N PREN (sodium3—trimethylsilyltetradeuteriopropionate (DSP)) 1E A 4ifE 5 3 LA
ARV IS TR) TR) B A0 5 o DGIEAE 9. 58ppm AL HHXUE 2R B T R 1 IAIEE T , L5 A0 3 i 150 2%
FUIHESE R PC-NMR D61 T A A A o

[0283]  MATAY 3a FIIAEERE [ 1 2 B

[0284]  2RALiHh, AR B Bh AR AWML 0. Tml EAZMIER S 4. bmg AEEREF 5. Img
T A 3a BFIVR A W)E AT TE A, 1% R @ NVR IR0 15 356 HE7E 8. 07 A1 7. 84ppm 4k
HEI R £ U R, KR 3c IS SRR N = CH o L&) 3¢ il VIR &
PP 1) PC-NUR SR Af & o

[0285]  FEIX AN DL M 4h 2 A T IRBRIE 2P (29 10 ~ 15min) o

[0286]  SLjjfs 2

[0287]  BNZAIBEEYIE BN ) ) 27 00 20 A 1 il &

[0288] B IR-GWINITE R UV/Vis JGiE I, 2)) ) 27 3 e g oK Sl (K / &
B2 0 1(v/v)) HAE IR LR 1. TX107°M IHE .

[0289]  a) Hil#AE K e NV JBUAS FH (KAT R BR 42 10 I A7 ¥ TR

[0200]  #%Z LA T BiEME mBIE &R

[0291]  NaOH ( Jo7K itk , >k :Carlo Erba) 0. 65g

[0292] NaCl (3EJE :Carlo Erba) 0.62g
[0203]  #7HFIR ( JC/KIT, K :Fluka) 2. 58¢
[0294] ALK (MilliQ) 160. 02g
[02905] £ ( JE/KH, K¥E :Carlo Erba) 31. 45g

[0206] K 10ml ZZi I AF ¥R A 2ml SEEMRE, 192K / SFE2 1 (v/v) IREY (XRNT
FAAES) ) 200 f ) e 28 NS TR ) o HSVES pHABLZE 25. 0°C (0. 30) B2k 4. 48 (40.021) .
[0207] b)) il #&AE N SN A JTASE FH (B R 2% P U A7 5

[0208] % LA EFRR & MBI BT -

[0299]  IE@EMR (R :Fluka) 1.97¢g
[0300]  KH,PO, ( —Hif/r i), SRR :Acros) 1. 37g
[0301] NaCl (EJE :Carlo Erba) 0.60g
[0302]  HAk/K (MilliQ) 160. 01g
[0303]  &LFEE ( JC/KIF, KJi :Carlo Erba) 31. 45g

[0304] K/ &TE2 @ 1(v/v) &byl CEIEH 10ml 2y A7 95 A 2ml L BEMRE 3K
2 B pHAEAE 25.0°C (£0.36) 4 2. 47 (4-0. 045) ,

[0305]  c¢) & BNAVRE VI

[0306]  JiT A RV ABAE A e i (lem) AT, 4544 0. 2ml AT AL HN 0. 2m1 P EERE
(CA) BZK R (BA) (HALE LB IRAE 2. 0X 10°M) I 2ml 40 bl 4 (9 2 MO A7 30
8 F 0. Aml AHR R (FE SRR 10X 10°M) A E] 2ml b AP35 . UV/
Vis JGIEAE 240 ~ 450mm [8) LA & B TR AR iRk o 2 — JGis e AL & i AN e
Ji 2 ~ 3min #ic 3%, B S B 2 0 E R B 5 8K 10min (pH2. 47) 87 30 8% 60min (pH4. 48)
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SEE

[0307] QAL e A 58 A KAt AR e B AR UV WRBORE EERARY (A,) AR 2% BT JFT
YIRS / BHERSIN (Ay) o FTHIARE RR AR SR FRAR DY (R / B A DEAT A28 o
A1 SR e R R P R AR K A Ao R PR 2 T 14 0, B 3P RS, it n] s SCH 1
(0" X HRTSAEL EWAS (M) KEPIATT ] B RN R AERVEATRERE .

Aeqf' Aa+h A*h - Aeq}7
[0308] x. /(A)= ——x, /" M)=1- A
h ~ “*ath h ~ Path

[0309]  Xf T45 € Bh AR AW x| A K A i JEAT A R 1 s i i B B3 A VR A )
(T HT4E, x., SERERT AR B A ) AR AW T8, 10 Ay J2 12 B4 B O WAL
[0310]  7E B 4F T, BB EW /7 sl iE (e, 2¢, 2b 8% 14b) 7K AETE B, B0 ok it
144 (1a, 2a 5k 14a) 52K PSR RERE SN 8, /£ A = 290nm (BA) BX A = 320nm (CA)
i3 2 DL P x,,

[0311]
B AL T A A A B0 BT 64 T T 38 3T R KBRS A b4 - T
T T h h
X X N X, Xeo
+HE €q eq = eq eq
i pH=2.47 | pH=4.48 & pH=2.47 | pH=4.48
la+BA 0.09 1b 0.13 7
la+CA 0.28 0.50 Ic 0.33 052
2a+BA 0.19 2b 0.21 B
2a+CA 0.42 0.64 2¢ 0.44 0.63
14a+BA 0.18 14b 0.20

[0312] G SRAE x,, A2 1 B0 Y, W4 R T Bl K 5 1. (AT B2, IRGY)
ST P AR A 43 W S N 1 45 3 BT lAS 1) P {E” x. KT 0 FF/N T 1.
[0313]  {ERIGIIEARZJLHE N, K4 0. 1, MR RARR S A B SR A A (R4
V)RR BRE AR ) Tk
[0314]  WIRERAM 2, X THBVEERE / B ST L4, S0k 2P A2, HAE I 1
I [ 7 [l Y AS B8 58 48 18 BIRX AT IR ~F 46 , (IR AN B AR SE HE I8 ok AT 2R R 4k & 0 AE
K P fih 3G T AT A R B i S R B A VR A V)2 AN A o
[0315]  UV/Vis G id g INEATAED Lo BITE BORK g (D) Fios.
[0316]  d) I WERTAEDAGE ERE / W6 7K T B flor e A 3h ARG V) B 2 5 4
[0317] A% H [A] bk AH [A] 16 e B 4% A, 2 D0 STt 461) 2¢) , R Guggenheim 34 (1] 77 %
(Phil.Mag. [7]1926,2,538-543) , M 290nm ( K FIE ) B 320nm ( PAEERE A7 BLE ) Ab i
(RIS, SR e TR 2. B At = 1 8 2h (pH2. 47) B At = 7.5 B 15h (pH4. 48) , KILF
—Wr ® > 0.99) B i, FEAF RN BEI R T BT 3 e A
[0318]
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pH = 2. 47 FIBERREZ M T [pH = 4. 48 FIFTARIRSZ M T
IHETAEY) | R el
IR ARk, [s7] IR R K, [s7']
la 2R L9X10™ 4.2X107
ARERLS .3X10™ 3.3%X10°
HER . 4X107)
2a 2 L1Xx10™* 3.0X10°
TN .6X10" 2.6X10°
R L 4X107"
3a A LTX 10" 1.7X10°
4a 25 .5X 10" 1.6X10°
A 1.3X10™)
5a oK LTX10*
AR 1.9X107
6a 2R .3X%10™
AR L9X10°
Ta AR ER S .8X107° 1.2X107°
8a J iR .6X107)
RER S .8X107) 1.2X107)
9a R ER S .3X107"
10a 2K .2X107)
lla RER S .8X10*
12a TR .0X107%)
13a oK .2X107° 5.1X10°

25



CN 101001832 B

i M B

23/33 1L

[0319]

pH = 2. 47 FIBEER MR [pH = 4. 48 HIFT IR &M
WA | R
fihy I Y K [T IR AR K, [s7]
l4a 7 F 1.0X10"° 6.8X 107
A EERE 3.5X10™
7 1.0X107
16a A 3.1X10°
17a 2 L.0OX10™) 3.0X107%)
9r® > 0.98;")r" > 0.97;9r° > 0.89 ;)1 > 0.97, At = 5h;)r’ K4 0.97,

At = 14h ;5 r* > 0. 98, 7E 370nm ZbI1E ;) v > 0. 96,

[0320]
[0321]
[0322]

e) WME IFRT UK ELADTE s SV -S P I 228 4
7 IR UV/Vis D6l I F e A B4 45 DR KRR -
pH = 2. 47 fIBEIREMT |pH = 4. 48 HIFTBERZE pP i
iz I 1 P fihy s e K (7]
I R ko [s7]
1b 7 FE 1.1x10° 3.0X10°
lc AR 3.3X10* 1.5X107°
2b P 6.4X10" 1.8X107
2¢ RS 2.1x10™" 8.5X10°
2d F 6.6X10"
3c P RE RS 2.3X10" 6.9X10°
4b 7 g 5.0X 10" 9.0X10°
4c P A 6.3X10°
5b 75 2.2X10"
5¢ A 5. 7X10°
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pH = 2. 47 [BEIRSZ i b [pH = 4. 48 [T RR G2 il b
Ji T T T B PRI R A ko [s 7]
FA I L Ky [s7]

6b oK F % 7.5X107°

6c SEE S 1.7X107)

8b 2 F i 3.6X10)

8d 2 2T 1.5X107%) 10X 107

14b 2R A i 1.1X107° 4.3%X107°

14d FEE 9.8X10™"

15b 2R 6.4X10™

18¢c R 1.8X10°
[0323]  “)r® KZJ0.97, At =5h;")r>>0.98, At = 3. 8h, {F 270nm 475 ;9 7F 270nm
A4S
[0324]  SZjifp] 3
[0325] : Z
[0326] EE,/\*T*%?W‘UEPUHI LﬁTZI-‘ﬁEﬁ/FéA%ﬁEjJﬁD’&QH“E’Jf o
[0327] R HGNIERHZ DL 4 Rl 2%
[0328] HE
[0329]  Stepantex®VS90 B V H R 9 0 ( kK ¥ : S tepan)
16.7
[0330] Stepanquat®F ( *k I : S t e p a n )
0.4
[0331]  #kl (1% Sandolan Milling Blue N-LN 180 ;3&JE Clariant) 0.3
[0332] 7K 82.6
[0333] 100. 0
[0334]  JF SIS / WAIA K BV G (RO BNl / Wi DL AE R as Inss i — P T
AW ) Bl TR) A PR Re ok DA A6 e
[0335] a) S AT AEY) 3a B SIREY E‘J%“?%%ﬁﬁl
[0336] ¥ 1. 80g EIRZRMIAHFIFERIER E 43 A VYA M o SR JEAERAS /M I

Iml & A 25 BE R (0. Almmol) B 3- KT (Trifernal®, 60. Tmg) 10— By AR

(69. Omg) .

(2) -4= + ZHxslE (74, Tmg) « (R) -3, 7— %L —6- S/ (o714, 63. 3mg) |
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4= R -2- THI (FFILTAEA, 60. 6mg) F 1- ZK3k —1- L8] (2K LW, 48. 9mg) 7E 10ml L[
B . BEEEMIFES I Inl &4 415. Omg (2. 48mmol) T4 3a £F 10ml /K
FRIESHL A5 SRR TP INN Iml KPR 228 B B DU AN ot ) P R TP R T 18 21
70 5 RIF, BFFE S 2T AN FEA 1 H 600m] BALYA HSRK Bl FEREA e AN — 2k
R (EMPA #2303 AF Nr. 221, kg - EidgeniisSiSChC’ Materialpriifanstalt (EMPA) , Fii 4G

FHE TR B SR FI TS Ve IR U R4y 12X 12em [ F ) 3 TFsh itk Smin, JUCE 2min, 4R
Ja I FH T H R ER R &R RK. HERTEFIGEEWE BN (—HH BT m—
PR JE RIS, SR EE T — A T R . Rl 4 S B 3
YR 3 25°C TR FE St (160m1) o I 5% g A 1H € 1) 200m] /min 2R H . 25T
Mok I 98, 2 ik NaCl MaAEah ( DAMRUE K2 75 % [ 1E 2 102 S8 E ) « 7 15min
IR T R G AR R P47, ARG HE R WA Smin N (V@B 1) 5K 16min Y (FEM ) %
BT enax® W& B4 BRI, & 50min (BB ) 8/ (FBh ) BURE, EE 7
Wo W ELE PerkinElmer TurboMatrix ATD WL ES bl Bl HE W e, 1% 18 545
J&W Scientific DB1 FZHE+E (30m, 4% 0. 45mm, EE 0. 42 um) Al FID #5 I #5¢) Carlo
Erba MFC 500 “AHE G ER: . AL T UL 3°C /min A 70°CE| 130°CJRJ5LL 25°C /
min JF 3] 260 °C [ 2 BRI EERE AT 40T vESHREEAE 240°C, B IVE FELE 260°C . THHS
WP (Lhng/1) Tk AT oA [RIUR B (1 £ BRSO 1R T A 0 1R 7150 b v b 52 T
HAZ. ¥ 0. 20 1 BRI AR E BBE S AT enax WIS, 75 S5 B TR FER R 40 F
WL RIS . NS ERT A4 3a IR AR il 21 )i AR 1Y) B 5 30T 3a I 2 HEAE
(LEFRINN ) BB R

;% 120min 7% 320min | -F 150min | -F 390min
[ng/1] [ng/1] [ng/1] fng/1}

Trifernal® 662.4(663.4) | 427.1(54.8) |24.8(3.5) | 29.6(4.0)
| ) .

10+ —sME | 2238.02792.6) | 925.8(109.6) | 37.8(8.2) | 52.0(11.6)

0337] | (2)-4-+ —aptime | 1612.1(2817.0) | 742.6(762.8) | 27.0(18.1) | 42.2(30.3)

A G 1708.4(68.5) | 310.9(0) 14322) | 14.101.5)
% B 1212.2(736.0) | 299.7(130.7) | 5.2(0.9) 6812
X LA 314.0318.9) | 72.5(5.8) 35.001.8) 43122

[0338] G AiE AE MR B T HEAT 2L 3a BUAF A0 0T T 7 R B RN ] 1 A i K ) AR A
Wi, 5 ) A2 7 TR 50 2% R = ) T R I T R FE R IR 3a IN 2 %R 3a I 1.4 %
((2)—4- Tl ) 3 20 5 (KW ) » T2 BE R sRish e un il (1D Br
7INo

[0339]  b) & HMATAEY 14a KIBhASTES W B WRR

[0340] RIS U1 EUEAT, K Iml B S8R /R (0. 8lmmol) [ 2— WA AR (RS, 78. 2mg)
3—2EWi (105. 3mg) +2,4,6- —FZE -3- Il —1- FEE (125. 5mg)  1-(4- FEERE)-1- &
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i (4- B3 28 2 W, 110. 5mg) <2— [} 3 —1- BB (Delphone, 126. 2mg) Al (+)- 4 - =
H[5.2.1.0(2,6)] %% -8 4F - FEE (Vertral®, 135. 2mg) 7E 20ml 2 J5 v (41 % 0 N\ 3
TS 1.80g IR ZHFZERIKPUA MR T BEEFH MR I Il 54
214. 4mg (1. 23mmo1) MERTAEM) 14a 7€ 10m1 7K I 76 7PN FES N Iml ZKAE 2
HERN

[0341]  MEABHATAEY 14a FBRE RN 2 BRI ER 10 8 5 %H 14a IS S (7648
SR ) LeE R R

% 120min | 3% 320min | F 1SOmin | -F 390min
[ng/1] [ng/1] [ng/1] [ng/1]
TS 2.9(88.3) 2.3(10.5) 1.5(1.0) 13(1.0)
3-8 35.6(0) 7.4(0) 3.6(0.1) 2.6(0.1)
[0342] ;‘*&;Z é 3 4.7(0) 3.3(0) 0.8(0) 0.9(0)
4-F A X HR 48.6(117.0) F 9.0(12.5) 0.8(0.1) 1.3(0)
Delphone 110.2(32.8) 533(0) | 10.6(0) 14.500)
Vertral® 123.5(149.0) | 61.2(12.9) 29.6(1.0) 32.1(0.7)

[0343] i At SR B T AT AR 14a (RIAFAERT T 75 WR T IR PR I AT AR AR 52
TEXRZAY) ) K TR BN T 28 Rl 73 5 14a I EL A 14a (&7, X0 T340 150 23 WA
SR, 2RI 28 U B W TR AR A 14a I — AR EL A 14a o

[0344] ) EHBHTAEY) 16a MBAIRE W T WK

[0345] X 36 a1 b HEAT, B Iml & F S EE R & (0. 41mmol) ) (-)— ¥ faf B (63. Smg) .
(£)-4h - =3 [5.2.1.0(2,6) ] 2% -8 4p — FI% (Vertra1®,67. 8mg) 3,5, 5- = PR
(58. 0mg) « (+)—(S)-1(6),8- X & M —2— il ( & /FH,61. 4mg) \4-(2,6,6— =FFk -2- IR
O —1- 55 ) —2- Tl (a - Z508 % 240, 80. 1mg) FHZEEE (63. 3mg) 7E 10ml L IS
IAZIEFAERE A 1. 80g FIRRWIRPGZERI VUM . ARSI 1ml
&4 218. 9mg (1. 23mmo1) FEATAEM 16a 78 10m1 7K IR 76 5 PANEE SN 1l ZKAE
B

[0346] M & MHATAEY 16a FARE AR 2 B FIEA 11 B 5 %A 16a IS S (FEHE
SR ) AT R -
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% 120min | % 320min | F 150min | -F 390min
[ng/1} [ng/l] (ng/l} [ng/1}
(-)-#% 47l 11.9(5.5) 7.3(0) 4.5(0.2) 450)
Vertral® 46.4(247.2) | 38.0(209) |  6.7(0.3) 9.5(0.4)
O a5 maem | 2315(49) | 16820) | 62017) 6.7(1.3)
(D% H 8 63.7(137.3) | 12.2(13.5) 1.7(0) 3.00) |
o-—5CF T 2R 33.6(122.0) 26.9(11.5) 5.5(1.1) 6.92.3) |
R 12.8(536.9) | 16.4(204) |  3.6(1.4) 5.0(1.4)

[0348]

KRS R ] T AT A 162 FRIAFAE X T R T MR P94 A AR AR 2 i o.
FERRERY) L D0 ) TOUAR IR FER T2 S8 By BT 16a I LLACA 16a iy, X T2 LE Ry AR A
RN, TZAPAE TR B 2 S AR AR 16a IS LLRC 16a .

[0349]  d) &H HTEY) 18a I ATR S W &R ik
[0350]  RXAG W kAT, B Iml S A EEE/RE (0. 41mmol) 1) 2— WRI BT CBRRE, 39. 1mg) <

10— -+ —filk /& B (69. Omg) + 4% 1 % (44. Omg) « (R)-3,7- — Ik —6- E /G & (& 5 8,
63. 4mg) \2— I —1- PR} Ei (Delphone, 62. Tmg) Fl 1-(4— AR IL ) -1- L8] (4- FIHEIE
LM, 54. 6mg) {F 10ml ZEEH R BIMA RIS 1. 80g b R B FIZERHK IY 4>
BT . BEELEWAFES I Iml & 192. 1mg (0. 82mmo ) HERTAEY 18a 7E 10ml 7K
(RIS A2 T3 PR I Iml KRR 2

[0351]  MEA BEATAAD 18a FOAFE ARSI 21 1 BE AT 1K) 5 5 A 18a IS IBFEN: (FEFS
A BB R TR
[0352]
¥ 120min W2 320min F 150min T 390min
[ng/1] [ng/1] [ng/1] [ng/1]
B 95.2(527.5) [62.1(18.1) [21.7(5.6) 15.5(3. 3)
10- +—maEE [116.9(1762. 7)[79. 1(268. 1) [13.4(3.2) 16. 0 (3. 5)
7 g 172.0(14.3)  197. 7(0) 66. 4 (9. 4) 54. 2(9.9)
FE A 63.8(67.3)  [46.2(0) 4. 0(0) 3.9(0)
Delphone 286.7(69.7) [138.3(0) 75. 3(0) 66. 9 (0)
4- FERFELET  [427.2(822.4) [113.4(0) 55. 0 (0) 64. 9 (0)
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[0353]  ZUHRiE AL MR B T AT 18a HIAFAERT T B WRIEE R 1K i 2 AR AR 5 1
L 20 T T D SE B 48], AR AR R i) EVR R I LA R 2 7 BRI R0 B SR LA D
RIT o TEREE SN E T2 TR EE A 18a 2 %A 18a N 4 5 (FHE)
2|60 1% (4- FEALH ) o

[0354]  [RIFEMIRIGAE 2SR KN 33% (R 2 < 28 i MgCL, WA kAT
RIVAET 34 100 2 i TR R B 5762 IR N 75 % SR it A M R M B E 2.

[0355] ) O BETAEY) 19a B AIRE WM BRI

[0356] I 40 LEAT, ¥ Iml A S AERE (0. 41mmol) [ 5 FI3E —3- FEfid (52. 9mg)
2,4- ZFI3E -3- RO —1- S (Triplal®, 56. 3mg) \4- ZIEEFEE (55. Img) 6 FI4,
B -2,6- " REPIEE ( FAEEETNEE, 70. 4mg) « (1) = (S)~1(6) ,8- X 4 —2- Bl (&7
fil, 61. 5mg) 1 2— FAILZEEE (69. 8mg) 7F 10ml L I I A RIS E & 1. 80g Bk
L BFZERIPIAS M . FEEWDFES DI Iml 54 211, 5mg (2. 46mmol) HHEAT
A28 19a 4E 10mL K TR £ 5 ARSI Iml ZKAE D S

[0357]  M\EE WHTAA 19a IR AR HRAS I 21 ()RR 1) 2 5 %0H 19a S AR (7EFS
IR ) LLEL T TR

[0358]
| ;% 120min i% 320min F 150min +F 390min
[ng/1] [ng/1] [ng/l] [ng/1]

5-F £ -3 R AR 67.0(0) 35.3(0) 6.0(3.4) 4.000.6)
Triplal® 39.0(6.3) 26.2(0) 22.7(16.8) 14.8(10.4)
4-THOK T 8 0(17.5) 1.2(0) 0.9(0) 0.90)
TRAHANE | 214(121.4) 18.6(61.6) 5.6(1.1) 6.4(1.5)
(- 7 B 43.9(96.2) 5.9(3.1) 0.5(0) 0.5(0)
2-F KRB 21.6(370.4) 15.4(11.0) 8.8(1.6) 8.2(1.1)

[0359]  GPRIE EHIZR B T HERTAY) 19a WIAZAEXS T 7 WR I O 1R i A 2 RO AR AR 52 10 o
FELRZY) 0 5 B TV R T 28 Bl 73 7B 19a B LU 19a 57, X 548 5 73 R
SR, TR RIS 2 I E TR AR 19a I — AL A 19a &
[0360] ) B HIEATAY 1d. le.2e.8d.9b Fll 14e [N IRE W F BN
[0361] R4 40 L HEAT, £ Iml &7 BEATAY 1d (112, 8mg) 1e (118. Omg) +2e (107. 6mg)
8d (117. 8mg) +9b (98. 3mg) Fl 14e (89. 2mg) 7F 10ml ZEE I 23 S AR AS /M, &F
NS 1.80g IR BGIERL . BB Iml FHEE/KE (0. 41mmol) [¥] (R)-3,
T- R —6- AR (B, 63. 3mg) 3— HFETHE (Trifernal®, 60.9mg) (10— %
il (69. 5mg) A< S (43. 6mg) 4— A5k —2— T Wi ( RIEAAE, 60. 9mg) Fl 1- 2RI -1- &
Wil (25 LM, 48. Tmg) £F 10m1 ZFE P RSB0 AN 53 A M, B4~ 5 4 1. 80g LIk
LR HIEEL, el EAS R
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[0362] M EH BARTAEY BIIR -S4 B AE HoRS I 1) 1 1 R A 1) 5 -5 A0 A AH N A R 2 1 1
Z IS (ZEFREINA ) BeEan s -
[0363]
% 120min % 320min | -F 150min F 390min
[ng/1] [ng/1] [ng/1] [ngd]
A F 212.6(9.5) 68.7(0) 14.3(0.3) 17.2(0.1)
Trifernal® 80.5(173.4) 44.3(20.2) 3.7(1.6) 5.5(1.2)
10-+ — 2R M 88.4(531.5) 42.0(56.9) 5.6(5.9) 8.34.5)
R E R 9.5(5.7) 15.5(0) 4.7(0.1) 54(0.6)
X AR 167.8(161.5) | 66.0(38.1) 14.8(0.7) 15.9(0.57)%7_”
LR 42.9(78.7) 9.1(2.4) 5.6(0.4) 5.3(0.32;__»
[0364]  HPIE IR T HIEAT D SRAZ NS R AW 5 AR U 1 B &R 1L

X T AR I AT A B R AR 2 )

[0365]  {E IR T2 L TR TR BE W T — A0, X8 T BT B e R & A A7
YIS LE AR B BN e ME—FBIS0 2 10— T —BREGEE, AR T2 I R 3 &
TRE V) EIRR AR R ) o

[0366]  SLjiafhl 4

[0367]  Adi & A AU B ) A TR U I SR GRIH R s Jo 3
[0368] A<k Bl AR & YIAE SR FRIZRL A AF D 07 p 2 160 S G e L S 30 e 2340

FRIREE PP SEA TR o

[0369] il %& & LU F AL L Z 3 -

[0370] B AL

[0371]  Stepantex VK90 ( k5 :Stepan) 16.5
[0372]  SALES 0.2

[0373] 7K 83.3

[0374] 100. 0

[0375]  { T DA 20 A )25 A s P R ) B e n e B8 ke 2 P 5 ksl 51
[0376] 51 1 : EEiR el
[0377]  ZX IR s 15

[0378] FHU = 60

[0379]  TraliaToal® 30
[0380]  3,7- —FIE —1,6- 3 05 —3— i ( HLMEE ) 180
[0381]  1- A4 —4- 2K ( REEXT A Y ) 5

[0382]  [edione® 290
[0383]  Nirvanol® ( 3kU5 :Firmenich SA) 20
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[0384]
[0385]
[0386]
[0387]
[0388]
[0389]
[0390]
[0391]
[0392]
[0393]

[0394]
[0395]
[0396]

[0397]
[0398]

[0399]
[0400]

[0401]

2— KIE LT

il 2 -

10— Rkl

2% TP PP

4= 253k =2— Tl (RAEETAIER )
HER

Tralia Total®

iy

GBS )

Hedione®

Nirvanol®'
2- R LBE

200
800
R
100

15

100
60

30

180

290

20
200
1000

AR E WL 73 R 100mg10- +—BGRE S 1g ERBIFIRAE— D IAZ
100g ERZAVIZRYGHFRL PR % o 3R AR TIRA Y s PR s B & 1 0. 5 51
1.0 BEZR MBI EY) 4a B 14a. BERFNREYIRY dmin, S EER N RFFE
b5 R, BRI Tt

H T WRBEVPANT, il LR B ES IR EY) -
TOANZERRFIZERL ) I ZEER AR A1 AR T30 1 5 75 1 2l & 1)
i H
B R UM L B 5 A AT A= 1L BE IR M
1 10— +—FRMa % l4a 1.0
2 10— +—BRMa i l4a 0.5
3 10— +—FiEiE 4a 1.0
4 10~ +— Rl 4a 0.5
5 1 l4a 1.0
6 HIF] 2 l4a 1.0
KT E, = KRB MY (45X90cm) = /NHeAfE R4 (28X 28cm)

fEMiele Novotronic W300-33CHPEANLH H 85g T B RYEIE M A (Via, KyE :Unilever,
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W ERF /R EE, B L ) R, A 40°C R e e Y10 900RPM (48 il 1. — HR S5 e, it
I BCELAEVEACHL A 2.5 THK, IF 8 80— ASHT RIFK ) “ ammidonage ” (I ] PEAKHL—
HETC wUIE Ly BL LS 35¢ SVRBGIIZEERL (5 LIAS SR EWH LRl ) FREAE
2.5 JHAK AR o — B ISR, FARE T 2T 24h, 355 I & 50T
[0402]  FTA PP HRAE S AN EAEFITAEY (SURRTADD ) o FRRE BU T e i i)
SRR IAS S T A SR L. AR LU R 45 -

[0403]  TUH 1 :MIHBEAHLNT 10—+ BRAGEE K TORLEAFAENFATAEY) 142 I EEUHTEE I
FrRFE S o RIS 4E 3.7 A 14 K5, & A AR IR G PR 2 LA T B
X R R K

[0404]  TH 2.3 A4 B SIUH 1 AHFKEAR. BEEIRNEEAFENSRE
PINIEAR T, S ANE T A RO B REAE 3 R85 A A bl el 31

[0405]  THH 5 :4E 3.7 M 14 KJa, KA NFREGWRBAE LA S PRTAEY 142 112
NP B S RAT SRR 10 SR 1 ST £ (=R

[0406]  TH 6 K, S AR EDIRFERAZ TR AT IATEY 14a (192 X
FEIE T S SO e T B 5K

[0407] S AMRYEA LI B ARGV EAEEVER R 10 3.7 1 14 K5 S0 8 ik
HLSOBTEE . FRT A0 A7 AR 45 2 10K B S gk 2, TR T A 5 W 20 25 TR S DI A7 A AT B T
TR EOREE B SR

[0408]

[0409]

[0410]

[0411] il BA LN A IPE R B IR -

[0412] HEN

[0413] Texapon® NSO IS, H ¥ B B i B 4 (sodium laureth sulfate)
48.0

[0414]  (KYE :Henkel)

[0415] Dehyton® AB-30, A i # ¥ W ( Kk Y :Henkel)
7.0

[0416] Dow Corning 2-1691 FL¥# (K& :Dow Corning) 3.0
[0417]  Rewomid IPP 240, #§ FEtZ L8 FAEEIE (cocamide MIPA) 1.2
[0418] (k¥ :Witco Surfactants)

[0419]  IE+INKEEE 1.2
[0420]  Cithrol EGDS 3432, Z XU ARIRNE (SRYK :Croda) 0.7

[0421]  Jaguar Excel, JN/RFRTAZE = RIS 0.4

[0422]  (guar hydroxypropyltrimmonium chloride) ( K& :Rhodia)

[0423] Glydant® Plus Liquid, B B # (K ¥ :Lonza)
0.3

[0424]  FKETIK 38. 2
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[0425] 100. 0

[0426]  ¥F B INE T / FAIA R BIR G4 CRDU BN ARE / W7 DL R AR g s s i s 2E
W) 4t — B IR (0 0 A o el ok DL R IR 2

[04271 &) & BERTEY) 20a IBIAS TR AW BRI

[0428] ¥ 2. 00g LA b3k R A FERRR B 4 BN PUAS /N o SR J5 2EBEAS /M I
200 v 1 (K& 258 /R & (0. 6mmol) [¥)3,5,5—- =R ¥ (85. 3mg) - (R)-3,7- —FHL-6-F
B (FHE,92. 6mg) B (93. 9mg) \A- ZRFEE —2- T (“FILAW, 89. Omg) - 10— +—H 4
% (100.9mg) Al () -4k - =FF [5.2.1.0(2,6)] 2 -8 4k - Tl (Vertral® , 98. 8mg) 7E
10m1 ZBE A RV o JE T ZE AN EE S A N 13, Tmg (0. 072mmo 1) FHATAEH) 204, 44 PUANBE
H I AR SIR T IEBEH 5 R B UG-k S (K2 5g, KU :A. &C. Sécher Fesnoux,
Industrie du cheveu,Chaville, = ) 25 BHK (£ KL 35°C) F40E, H 1. 0g BR
B WRIIPE R B ISR G A AKEY . BB 2 4k RFEM AT 0. 5g & F I
FUE 5 T A4 20a (VR B i 2R R RS Imin, 53 WA A& D& IR (¥ 0. 5g PER A
BERIEG . A SR AE YR 30s. TR 541 0. 58 & AIPE R F IR E R Tk —
o PREF 2min J5, FEAR K (FF 25°C ) 0L Imin FES7 B K 4RI . AP o Fe i
(— A BT A4 20a 1T 55— 0 ) A6 BER BB 35 SRR A3 BT PR R T —
G T8 RO o BB S R FE & 3 BCAE E ST B 25 °C [ TIAE St (160m1) H
F 2 FEAEE E ) 200m] /min 2 A E I R BE, I 2 NaCl i R Ve
( DUMFIE K2 75 % I 2 2 SRR ) o 78 55min 18] 530 22 40 (R 46, 4R )5 ¥ R A
10min P CEEFER: ) 8 16min P9 (TRER:) AE TR M Tenax @Ml B4 . 4 30min
URE, T 8 Wk W& TE Perkin Elmer ATD-400 fEWREE b9l B W U4 , R % 5
B Agilent HP 5HS BAHAEH: (30m, P42 0. 25mm, FE 0. 25 um) AT Agilent MSD 5973N
TR USRI A 16 Agilent 6890N SAHMIEER: . #RWAHEL TLL3C /min 1 70°C
F) 130°CARJF LA 25°C /min T 260°C [ 9 5 BRI FEBE L IEAT 208 o SESHEEAE 240°C, 16
TR FETE 260°C, N3k 62kPa. TRERUEE (L ng/1) 1@ A8 A B ADAS RV B 1 S RESS
VR PRI 75 R TS R PR S B BTS2 T 345 o 4 1w | RS 2 S A Tenax®
WS, 7 5 159 31 A T S REAR 7] 451t R Va0 BB R e

[0429] M H BHEATAEY) 20a (AR FE FH RN 2 BN ) &2 5 R 20a S IRFES (7E4E
IR ) BRI BTN

[0430]
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3% 225min % 385min | F 255min | F 435min
[ng/1] [ng/1]) [ng/l] [og/1]
3,5,5- =W CE | 378.7(82.9) 182.7(49.9) 11.6(4.2) 23.6(6.5)
F B 176.4(113.8) | 121.0(92.0) 9.4(3.3) 8.73.1)
373 187.1(174.8) | 149.0(139.3) | 25.3(23.5) | 38.5(2L.1)
A A B 151.3(114.0) | 135.5(105.4) 9.9(9.5) 11.6(10.9)
10-+ — B 4 B 76.4(78.1) 63.0(63.5) 11.3(11.1) 9.3(10.5) |
Vertral® 186.6(82.8) 135.2(65.6) 18.0(5.6) 14.4(5.4)
[0431]  ZHETE A MR B T AT A4 20a (RIAFAE RS T 2 WR T IR PRI TR A1 IR AR AR e o

FERR BTk A 0 ) TOUAR I BEAE WEAT AL A AE IS B BT I — e (AR ) o R
ERET 10— T, PURR SO0 T I 5 BIAH A5 1 THEAR BE , (BT £ 20a MIFAE S ICH
20a (12 HORAFEARLL 3,5, 5- = AL ORI TR P2 2 3 (k) 214 G ) 5. AL

ARENEHI R A N 4L G VI FAE IR R LG AN I AL — B 00 o3 78 PR

[0432]
[0433]

b) SHEETAED 12d K3 ARG BRI
R E#EAT, ¥ 2000 1 5 3,5,5—- —FIECEE (85. 4mg) {F 10ml ZFE b %

BNFITEA MR, % 3. 4mg (0. 012mm01) FERFAA 12d JINF 5 FiA/ M

[0434] M EH BEATAY 12d IO AR AR I 20 i 18 1) 2 585 AH N A IR - 1 2 R
(FEFEINN ) EbE W T Fow -
[0435]
¥ 225min ¥ 385min + 255min + 435min
[ng/1] [ng/1] [ng/1] [ng/1]
3,5,5— —HE O 443.0(55. 1) 220.0(33. 2) 24.9(3.6) 24.2(3.0)

[0436]

PGS T R (A PR RAT BB Wi

36
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0.8
7
N ,N\/\\Q ,rJ:h
0.7 1 L/ A 7 "
0.6 ﬂ
t 0.5 A
A

B (D) AT Ay (D ARG ( B BE ULAGEE AN R EERTAEY 1e CF
) {E pH2. 47 KB B SR G VRAFH UV/Vis D1l
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Teernal ® 10- +— B B
35 80
30 A 50 - -
] “ 1
- -~
2 5 @ 30 4
10 - 20
51 PP P PP PP DS 10 - P A A
o 2o . . 0+ — :
1} 100 200 300 400 500 ] 100 200 3on 400 500
. @-+ +-mAER } BB
15 4
B 10
5 4
00 Do 0 oo
D T T T T U T T ™ T
100 2;;%300 400 400 ] 100 200 300 400 a00
Ak e =
. FEAE " & 7 W
7 4 a0 "
5 -
5 20 4
3 20 A
2 10 4
[1}- i i ] 0 .,.ol.,o,.;o»,.o,l,.o.'ol,.,o
i 100 200 !gpm 400 500 D 100 220} %IPSDU 00§00

B (1) AET B EAEE A AEIEAT LA Sa N3 ) 25 TH0 B0 20 W7 3645 1 26 75 1
FUEA TR (R BEXT L (1748 3a— 5248 s ANEAE 3a—— HEER)

38



