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BAX) o

(194 (17)2 1644 ¥ 'R'% & H- R &5 & 1K & A 4%
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214 (20)z b4+ R B FTHEA &-OH & £ &-0O-
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e Bk P dm AR B 2 AP IR AR B R B IR A o

(23)40 (20)2 1644 ¥ R B FTH#HE A & &% ~-OH- -O-
KB A &R -N(R), A7 48 3 B8 2 2 PFER AKX 9 1R RE A o
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CEEFEZALBRIE —FAIBRNE NLHATENRTHR
FotEBBEE THEFREHE BLEBEEZEHER K
BA 22U EmMER o
B kB P AR Z REMAFE SIS W(10)REE W
)z R EF 24 Mm(13) > B ETH L4 H3Ba) -
Az B HmB) flooTEFERTXRZRZF %
@ 8 i o W02002/088112 ~ EP1389617 ~ W02008/032033 -
©  W02008/032036 + WO2008/032041 ~ & W02008/032060 -
KDzt ohbh Rkt ddh HEBL2 sz B -
KED - BHREAYIELSHBIHWEHNN XKL ESRE - BHH
ADNZLEHYNHEL YR EFZ2EB FITHGE L2 EH
REmMPE o -BFRGERAER - &1t &40
BRMMEAEFRETZALLHEMELT -
LHEEAENGHEDEERET IR mE S RTH
© FAEBRVMIHTLEREZLEMNTRANE -Hlio L EE
B GE A REBL —BREAL S XMW FTEBAL
ZEHIRABRIFEHREEN RO HE R XERF
HEREOEH EE)MER  RBEFTZALALETHRZRY
b6 i B %
ANz by BB TR AEDUTREBEMAER -
1. PI3KS & % fa gt /& M
% % ¥ 4 B PI3-Kinase HTRF Assay kit(Millipore 2 3] -
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R 4% 4 38 33-016)%1 A #8 PI3KS &8 & (Millipore 2 3) » & 4% 4
3% 14-604)c R XA A KB AcZHAZT - A FHRMEELET -
#§ PI3K6(10ng/well) ~ 8¢ &% A5 AL 8% -4,5- 8% &% &5 (10uM) -
ATP(3OuM) & 3R 54t & 4 % 384 7L B #4732 4 (48 4 20ul) >
W EB T34 30 548 o F 4o EDTA R 4 4 % 1b 97 & Bs IL B
345-Z Bk Es 0 EREAFIE o HE R wsR 21U GST
L8 - GST4 4 GRPIPHER R §F & 5-APC» 2 % — ¥ & -
& A HTRF # X & B &£ HTRF £ - i 8 F KA Ko bF 2 3 H) F
% H 100% BB ES T RRILESY RI o 2 304 £ %
2 0% #BHEZXEHRILEHZ ICHE -
2. PIBKo 8 £ rA 82 75 M
4 A #8 PI3Ka(12ng/well » Millipore 2 8 - & 4% 4 3%
14-062) ~ 6p &5 BS ALEE (0.2pug/well) B 3R B 1 4 4 7 4 7 ik
(50mM Hepes ~ 10mM NaCl ~ 10mM MgCl, ~ 2mM EGTA -~
2mM DTT ~ pH7.3) % & 384 FLA& i 47:R A (44 10uL) » #
37C T4,k 3 /85 o RIE » & fw Kinase-Glo Plus 3R &
(Promega /» 3] » Bl $& 4 35% V3772)10puL > 2A % K 3 A £ 3 % °
HEEFRS Tz 4 £3% A 100% > K514k F Ao
B iR %A 0% BREBEEEEILSHX [Cso A -
BHELAMHERTHER I RER2- AP Ex k7t
% #6511t & 4 4 3% - PI3KS A PI3K6 8 % M geis 2 ICs,
& (nM) » PI3Ka %& & PI3Ko B % B 42 75 M &9 1Cs 45 (nM)
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[& 1]

“Ex PI3K & PI3K o
4 33 2000
5 11 210

4.6 330
10 7.1 1500
1 14 930
14 4.4 1400
18 5.0 2900
24 5.2 >3000
O 27 20 990
39 9.5 470
40 3.6 1200
46 44 >3000
47 16 900
52 3.4 2700
53 4.6 2700
95 4.9 2500

104 2.1 810

107 8.8 3000

108 2.8 2200

112 4.6 1400

116 5.2 180

° 123 0.85 460

125 1.8 >3000

154 3.8 1800

174 5.9 2400

177 4.8 >3000

185 43 >3000

187 9.1 3000

190 4.1 >3000

193 23 550

206 4.4 3300

208 8.6 2300

099104688

33

Ex PI3K 6 PB3K o
209 20 2800
210 22 5100
216 5.6 . >3000
219 14 6000
223 6.2 >10000
229 10 6700
231 82 1500
246 5.5 1700
271 2.6 2500
274 9.7 >3000
280 4.9 2500
330 8.6 5500
344 14 1000
363 18 1400
374 6.4 1200
375 12 1600
384 16 1600
385 21 3000
393 7.7 780
396 13 2300
397 23 2900
398 32 3400
399 22 3200
401 15 3500
402 3.6 610
403 4.9 700
422 6.0 5800
423 11 4200
424 6.0 3600
430 2.3 2300
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[% 2]

Ex PI3K & PI3K o Ex PI3K & PI3K
434 4.3 1900 481 8.9 1100
435 2.8 950 482 4.6 ‘ 3400
437 7.1 2200 483 15 8700
438 3.6 2400 484 1.5 2600
441 15 , 5900 485 31 >10000
442 10 2700 486 9.8 3600
445 7.0 3400 487 79 4400
446 8.9 1700 488 30 5600
447 53 2900 490 9.4 1600
449 14 1300 491 4.5 570
450 14 3500 495 14 . 6700
456 13 1800 496 17 7600
461 16 3800 497 16 10000
471 8.1 1700 499 11 1500
473 30 9900 500 14 >10000

3R ERE A IL-2 & 4 37 4] 3R 5%

= v 1448 B M LEW/CriCrlj /s & (8 A& Charles
River)(s< A # » 82 & 130~180g) - RE LS H AR E M 0.5%
PRELFERY Lok F SmLkg- IL-2 & £ HK
15mg/kg 2 A & & B # Bkt 448 7 23K & & A(Funakoshi i
A s 0 B4 L-1000)A7 5] 4 -

HEBRERATHTREZEST AR FHITIKESG A X 2
NNEFK 16 AT H DR B o FHERILEH - RFHT R
HKEEG A3/ eFik# 74k -4 A ELISA & 42 (R&D Systems,
Inc.> R 44 % DYSO2E)#t e ¥ 2 IL-2 B E #/TE E - & &
BRACSMBZTHZIL-2 A A FHHEHNKRF T Vehicle 2 3% 4
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o

Bz IL-2 A EHE Bips % o

HERX > XD tsh#ERB EAEAE [L-2 & 4 3p 4
B Bl AR THATIRES A2 PEAETTRR
164 # (10mg/kg) e 5L » B4 4~ 11244046~ 194 -
201202~206 & 219 21t &4 » 31 B~ T 83%~80%79% ~
94% ~ 71% ~ 89% ~ 76% ~ 80% ~ 83%R 78%¢4 3p 4| 7% M
4./ B fm fg 3% 75 ¥ ) R

4% & # 1£ LEW/CrICrlj /s & (8 A& Charles River)ss 3§ # =
A% 4m Bis (1.0x10°cells/well) ~ /s & F(ab’), fragment #i-/I &
IgM(3pg/well » SouthernBiotech 2 3] » & 4% 4 3% 3082-14) &
5 R DMSO z 3R ER{L & (& % DMSO B E 0.1%) # A
4% 10%FCS z RPMI-1640 3 & % # 96 LA #4784 (44
4 200uL) o A CO 3z K M3k 48 N8 > Wt h i R 2 4
Jv B 3T &% Av ["H]Thymidine(925GBq/mmol - Moravek
Biochemicals 23 » &4k % 5% MT6038)0.037MBq/well - {&
Rapp & X B GF/CHBBRE S D dtale > £ A RE P
M H BB ETBREB EZRAHE RS IgM B2
dpm(disintegration per minute * # 5 4& F ¥ )% A M 4 &
100% » # kFHmRBRILSHEFX dpm Z A H £ 0% &
BEEZE RIS HZ ICso M -

BHaEIESMZERZTNE 3 kP Ex 7R EFTHA
e Mmé ik » ICsoE(nM)&R T~ B tmflg 38 7 ¥p ] & & -
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[% 3]
Ex ICso(nM) Ex ICso(nM) Ex ICs0(nM)
4 1.8 403 0.82 486 3.6
11 61 - 422 4.9 487 1.4
24 4.2 424 1.7 438 2.8
40 062 . 430 1.8 490 0.76
46 5.2 4 434 1.3 491 1.8
174 2.4 435 0.58 495 1.7
177 1.1 437 3.6 496 1.7
206 4.1 438 3.0 - 497 | . 21
219 3.5 441 4.2 : 500 2.7
223 1.5 442 1.2 505 0.46
246 2.1 445 0.72 506 0.75
271 5.5 446 1.7 507 0.38
274 5.5 447 0.77 508 0.37
280 3.8 449 2.2 - | 510 18
363 1.4 450 2.1 511 1.2
374 2.0 456 1.1 512 10
375 12 461 R 513 0.64 .
385 1.9 471 1.3 515 41 -
393 0.70- 473 4.0 527 2.8
398 2.3 482 | 4.6 539 0.84
399 3.4 484 2.2 546 2.2

B LR RERD A(DX LS4 E A FEHM PI3KS
EEMASEAER R/RIL-2 2 £ 354 A &/x Bt ie 3% 74 #
FAER(LIFFHILwHAER) - El&bﬁ&iﬁﬂ?%é—ﬁ%%’é‘ﬁ
HMYrZHFRE BEER BUEIRERARER FZ
A REE - I

THREBERERME ZATF TR - TR - CHBEZLHE-
LA FREOCEAM T@iez TwigBMAHFARE
AH B BBAMAHFARE LEBHERA R
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O REMMEERE LA ABEBRERGIEHE X LB
BEMAXEX - ABE LHMEREF LREEGIEEG L
B9k X2 A d Mtk £ PI3KS a4k A 8 PI3Ko a4t
ERAEFHGBFEMEER > HTRARERE PIB3Ka
MR ARk E FHRIAE O EA L IZIPH B -
X EAUER AL ER S ESE. EWE. DR V- PR 3 %
© “BEARY TEAUAE— LAWY A 5 R R
ARV E R ERARBE HBEERAI I EALTAR -
BFPTAHEBALE - BEE AR 8B - RBEmMEST
BEORT RGN FIRA PN EZ S E AR -
BEERAE CRRFT CCLEARARE -KFTHE-LEAMME &
FERER B SR I E C RABEETHIIEL IR T
1E—HEWE -
® HRME R THEBARY > HEAEHE KA B
B E - HEBARD T HBE1IER2HEALZAEHR
SHED IRBZHEHERUE Gl B -HEEE B H B
RAXBEET HRELBEFT B - RLUHAREREAR
/3% FRWEBELRREERE - ARG EREE T ALAHK
MZRB HloRERERIBERR A TFRABRNNEZ
BRARE - R EALE - AR B RARFTREENFT
BERXE AN AN E ZHEAAHKE -

099104688 37



201033194

Aok FzrREARM G AEBELAREHZI
BB ERE CRBRBHE - BRI REBFE X SH —KAIE
AZEHRER oA KRB -ZrBarDERT
BRI FT 2R THEALE ~BBHE - -RBHE KX
WELH - Hok B BkE T ER - BRE -

ANEROBRTFTZELBGLLIARRAIAKRKERIFARNE
B-REBBRILBE - MAKEZER  GEAEHELA
ABARERERBR - A KRKBZER  Hloim 8 R
LoBE Rz h  CEEZERRE WL R
BO(B M L)% - AR T TE—FT A FRILE BB
B o~ REB - FLABE - oA - BRI RIBEAEBE o Lt
X THGELSARERESIHBE REBZHEE  BH
MPAREHAL - A LEFTHREAZERARD  »
FRAAMABRRIRBRERDBARIBRBIESAER M
B o

AHSRAE aFEHRFE -BRTH - LFTH - RBA - K
B cEER - kB BRECRKFTEF - L -—HREAZIR
AR RBI AR KM RIFEREZRE-BRBR LB F -
Bldo > EBH BT REB AR TR LR =8 - /=8 -
GREH - EH BRCHBILEMD - £ HH &
FEBE ~ &7 BF - RN X AR LAEEHF

BRABREREBEZEBFEBE > AERARBRXFERRK
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Mo TR B o kAT 8 o BT B E B Aol 4o DX do Z R
B RpHAXEE -BREE - REOEWHE -~ BEFH -~ £ 278
RWHBE -RXPTHERAANBEZLRARREGE F - 4
WwiE AN ERTFRALEF N OEEREER BLtoHE
BRIFEREBETGYAECUH R AR BL LA HF I HB
BAEMEABZRIABERMETR T - LEDRBASET
HBERXRZBRZBEFAHEL  THRAELERRRXSH KRB

© H kA FTAHBEZIEM  HloRATALK A
MR —RILREBAETRBEANWNEBREEEZEZIHE -

—RAEBOIRTFHAFA | BRTERAEHEREL Y

0.001~100mg/kg ~ ¥4 0.1~30mg/kg ~ £4 0.1~10mg/kg -
BE IR AH2ZR4IREFTEF - LFRAKTAHHE R
|l BRTFERBEHBHRESH 0.0001~10mg/kg> 4%k 1 B 1
RIETHBERETERE T - A FAEBHBEB > 458

® =40001~100mg/kg 18 1 RKXHSBHEHRETHET - &
FTEGETRERER - FR - M FEIRENEAPFPABEE A

XDz tsHmTaLrEXO)ZILS W TERFE HMZE

RO EREEER XA EIGR - ZHRTARRFERTF > 1B
Bl 4 R FREL R HMEART AHRTEHTTA
EEAAEREN S E

M

(% %% 4))
AT REF AT F@RAXNDZSHREE RS
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ek X ABALRARAENTHE®RM ZHRAS
Mo X BB ETRMIEADZEE - X X(DZ LS
Mz BB FEEFRERENATAHAFTZERE G0 E B
o XDz ibAb W TE b LE RSk R EFHEZ
FikgiTH® -

FHoho Bk - FRARGREFTHERRTEMHIEDTIK -
PEx : # %643k » Ex: XM 4%k > Syn: kB HEF+H
W2 EWRB %I PSyn: REA T xR 2 HEH %K
No: it A 4%k > Str: #i& X, » DATA : 4 32 /b £ # 3% » EI+ :
& oMz m/iz @ FIx EL RBRE T &R7M)") ESI+:
% ¥ 2 m/z (8 Ttk ESI> AR R T &% (M+H)") -
ESI-: m/z 14 (8 F1t 7% ESI> kR & F &£ ~(M-H)") » FAB+:
% &5z mizE(CkRET %5%F(M+H)")» NMR1:DMSO-ds
+ 2 'H NMR z §(ppm) * NMR2 : CDCl; ¥ 2 'H NMR =
8(ppm) * NMR3 : CD;OD ¥ =z '"HNMR = §(ppm) > s: E &
(B#) d:BEHOGEHE)t: ZFROGEH) > qF WELRCE
) br: Rt (GE#)(Fl4  br-s) > RT: £ HPLC ¥ 2 4%
HexM(ps) X #He X P2 HClA~88S - HClaTx
BFERTEHTWL - Bl 2HCl A - BB H -

(B &p1)
W 4,6- = R.-2-(F Rkl X )2 (5g)Z N,N-=— F 5K F 8 A%

(50mL)i&E & ¥ Ao N5 88 47(5.3g) &8 2-(= # F £ )-1H-K 5 =k

099104688 40



201033194
$(39g) WREMUNEBTHRHFES AT - AREBREYF
Ao AN K (300mL) » A B4 B Z B5 (300mL) 3 B - 45 F 4 B L 48
Fo R EB KR F A BOKBIBESE IR - BB W R BB L
RAERYBERERNHE(T IR | BB Z8=90: 10~40 : 60)
BATHE  RElaERRZ 1-[6-R-2-(F Aok A)Exr-4-
#1-2-(= @ F &)-1H-K 3 =k = (5.49g) -
(H 45 2)

O #1-[6-F-2-(F Amas ) Eog-4-%]-2-(—RAF £)-1H-%
F ke (2.2g)Z NN-—F A FEA(11mL)E &R P o A\ 5% B
47 (1.4g) 2ok 4 (0.88mL) » R AN E B FHHE 1 J8F -
R ERA M P v A K(150mL) - 2 8 8 ¢ 85 (150mL) %
B o 4% A MR U488 v A Bk (150mL) sk 5% 0 B S K B B 4R #
B RIBWRBREBLRGE  BRAERIBERERE(TK
BB L B5=T70:30~50: 50) T HE > FRaEHRZ 2-(=

© AT A)I[2-(T R A)6-oR k-4 k-4 K] 1H-%
skok (2.1g) °
(H &) 3)

7 2-(= RF &)-1-[2-(F & 5% 88 & )-6-K ok -4- K& o o -4-

RAJ-1H-RE ok 3g)Z = £ F e (60mL)E & ¥ > # K A T Ao
A RSB EFEE(T5% 4K)(1.92) R4S %N 0°C#H# 15
B NREREGMF oAl EITKER R F K
(200mL) % B - ## A # & A K (200mL) ~ 48 F0 & % 7K (200mL)
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HF o ABKBERGHIE R EHREBRE BRERY
BEAER MW E(RA - FEE=100: 0~98 : 2)it 474 & » 43 3
XREFHETZ 2-(Z R T K)-1-[2-(F X85 K)-6-2KH-4-
HoFor-4- % ]-1H- R H ko2 (2.8g) - Rt A2z a B TLC(&
% ¢ P EE=10: 1)Z Rf{& 4 0.56 -

(® &) 4)

P 2-(= R F AK)-1-[2-(F K 5% 8B 2 )-6-9K ok -4- K oF 0% -4-
A-1H-X#5ko2IQDXZ R FHEQIMLER ¥ » KA TF
pa AT B K F BE(T5% 0 4 K)(2.7g) R4 M OCHH
15 4 - PRERESD Y mAfFo NGFITKER =R F K
(200mL) ¥ B - % & # & A K (200mL) ~ #8fo & B 5k (200mL)
HF o ABAKEEBEHIE K EEREBREBRE  BRAERY

LRV E(RAA ¢ FEE=100: 0~98 : 2)it 474 & - 45 %
EROEFEREZ 2-(= R F &)-1-[2-(F & 5% 88 K )-6-7K %k -4-
A oFor-4-A]-1H-E ok o2 (2.27g)° Rt 4 4 2 5 B TLC(&
% © F8=10: 1)z Rf4& 4 0.67 -

(H %14 5)

W 1-[6-F-2-(F AmEs i) #Ew-4-K]-2-(= /A F A)-1H-X
F# kot (150mg)z NN-— F R EBBEQCmL)ER I AR =
THA(R-4-78 & T A8 F 8 85 (125mg) ~ 5% 8 46 (225mg) @ #
RAMPEBRTESE L7 60CHIE 185 # 1207C
B3I NEFE - NRERESHFEAKQROML) RT b7 BB
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285 (1 1> 100mL)3 B« 3§ 4 #4 /8 Sk ~ 4 f0 & B K sk %

AR IR - BB RBRBRE BRERYBER
B E(TH  BEEE T =90 10~60 : 40)it /74 % » 153 &
EIEREZ R = THR[IR-4-({6-[2-(=# F £)-1H-% 3 =k o

1A 2-(FPAmBA)TR-4- A A RA)EC A8 T o8
(129mg) -
(R £ 6)

o 7 4-FR-1,2-= B (1.00g) ¥ o A — R ES B (1mL) > 4532 &

B 90T 6 I bF - B RERAMIEANEKQROML)F >
feNBEEE L B5(20mL) - 3R Ak IM & A 16K IR B R
B PEiR 0 B ER CEE(SOmL)E B - A M B UK - fadfo &
Kk RBRFBGHIE - BERRBREBRYE BYBE
MR E(TK - B TEE=70:30~0: 100)& /74 % > 15 3
8 el Rz 2-(=#FA)-5-R-1H-KH sk £(1.22g) -
© (s

7 4,6-— R-2-(FAREBA)ER(14g)8 2-(— R F £)-5-
F.-1H-% 5 ok o (1.2g)2 NN-— ¥ & ¥ & 8 (28mL) & & +
AaNBR BE 4P (1.48g) B REMNEBRHER -HRERS
M % Ak (100mL) » A B4 &% T 85 (200mL) 3 B - 45 4 4% B M
K fafo RBRKEF  UBKABELE BERRRMEHR
% BwBERERMNEOK BB CE=95:5~70: 30)#&
THRE sHFRaER R 2HEIEY -
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1-[6-8-2-(F e X)) Beog-4-K]-2-(= R F R)-5-A-1H-%
Fokok : 319mg > BB TLC(T. 4k @ BEBL L 85=5' 1) Rf &
0.51 -
1-[6-8-2-(F K ex il K )Fg-4-K]-2-(= R F %£)-6-#-1H-X
Fokok 1 438mg > BB TLC(T. %% & B4 EL L 85=5: 1) Rf {4
0.46 <
(H #&1) 8)

% 60% A 164N (41Tme) R BN w A okd(24mL) ¥ - lw A F

A(R4-#ARTH )R T #RE(87g -~ 15-7

-5(1.73mL) > REMPHERTHIE 30 548 - PRERSE
¥ e 4,6-= f-2-(F A AX)E-(1.97g)E# 60C#%
HER  BRBRASMENEMMP RAL4E KA KR(00mL)
o L EEEE L E5(200mL)HE ER o HE A B LAk~ s fo R HB K
Pt ABOKEIBRSE IR B EREREBREZE RYBETH
BA k(T BEBECES=93:7~70:30)ITHE » B3 &
EMEAZE=ZTE{R-4-[4,6-=RER-2-K)AK]E T X}
Bz F B2 B5(598mg) -

(% % 6] 16)

4 60% A b4 (288me) B B = F A A 2 (15SmL) ¥ » Ao
ANF=ZTEAIRA-(BAFR)BRT KK
1,4,7,10,13- A A A B+ EHR EN TR THE 30 2048 - £ %
Aa N 4,6-= f-2-(F AmihX)E=(743mg)E # 80°C## &

B

¥ B &5 (750mg) ~
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R BRE AW II)\iﬁﬁ*"«?L'fbﬁk*/e:&(SOmL)‘#’ v LA B
B L E5(200mL) 2% B » AK ~ fafo R BB KL% 0 U KB

BB AMER  BEHREREBR  RYBERERKET
W BEEE L B5=95:5~85: 15T R Y B ab A28
B ME=ZTRARA4-{[(4,6-— R Fx-2-A)E X ]|F &)

BO R T HE(290mg) -
(% %15 23)

[ 4] o 2-(= #)-1-[6-(1,4- = o% 3% [4.5]dec-8- & F £
B)-2-(FPRERmEBA)FR-4-K]-1TH- X H ko (1.3g)m N =
£ FHRQOmML)F > 0OC Ao AR ABEFEHKO5% 4

K)712mg) it ¥4 30 548 - AR BIR A M F ho A 850 ) 3
377K (30mL) > 3 24 £45 (100mL) ¥ &R > K ~ fafo 4 B Kk
F oM AMEB LR KEIEREIRE BB RRBREBR - %
BERBRAR_FEAFEBEAOML)F » o Avksk(1.22mL)E A %
© S rFH#H2IS - BRERSHENEKGOML) KT
B5(200mL) % B » AR ~fafo R BKREF - HAMRE ALK
RERSE SR R BE R BREBR RYBEREEN X(TR
BEEE L EE=95:5~80:20)fTH H - FE G &KX B AL
&4 2-(= f F A )-1-[6-(1,4- = «% #8 [4.5]dec-8- % F &
B)-2-(cRh-4- ) Fow-4- £ - 1H- 3% 5 ok ok (1.21g) -
(H i 15 24)
A 2-(= & F & )-1-[6-(1,4- = =F #F [4.5]dec-8- & F &
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3)-2-(R ok -4- K ) F g -4- K |- 1H- K 3 ok ok (1.2g) 75 A7 w &
ok o (12mL)-7K (12mL) ¥ S e N 4-F R X558 1| K44
QR2IENFT BT I I NF - NRERESH F w4 F0 )
3T KGOml) i A BBk 2 Bs(100mL) ¥ B » WK ~ fafo R B
KikiF - BAMEANB K BEIEL B EEREHR -
FERBERERW XTI B8 T 85=80: 20~40 : 60)i 47
HH B aeh Rz BEILESS 4-[({6-[2-(=A F £)-1H-
Kok -1-K]-2-(CRH-4-K)EFR-4- XA X)F AR T &
(941mg)

(Ep 1)

A 2-(=RF E)-1-[2-(F A dh K -Gk ok -4- & 4 o -4-
A]-1H- % # k2 (2.272)2 NN-— F R Z8R(STmL)E R +
PN R -B e k-1,4-— Bk (5.45g) S w BE 47 (1.15g) » R4
H100CHF 1 )eF - BRERESMWEANEZTRZ » AKX
(300mL) i A & & Z 85 B00mL) X B - A M R Ut fo R B
K (200mL) % 3% » SRR EE AR B4R o AR BB L
BRAEAEBRAYBERENE(T I B8 T E=25:75~0:
100 » # % f45 : FE=100:0~97 3 fTHK » FEKR
& K2 R-N-{4-[2-(= f F 5 )-1H- KX H =k =& -1- 3K ]-6-=K
4- oFeg-2- K1 E O -1,4-2 K (2.21g)

(& 2] 2)
PR -N-{4-[2-(= A F & )-1H- K H ok o&-1-K]-6-"K % -4- K
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-1,3,5-=Z o -2- £ 1B O H-1,4-— R (50mg)Z NNN-— F & F &
FRER TP NTF A ABBOuL)E 1-8 K X H =-4(15mg)
NB(=FEBRE)BEAIN-Z AR B EBB®RSD
22mg) MR EWNERBRHER PRERESH T AKX
(50mL) it oA B2 8% 2 B5 (SOmL) ¥ B - 4§ A 44 B Ao fo R B K
WiF o B KEIBRE IR c BB RBRERE ERAEAZ
B BB LELT B EERRT N[R4-({4-[2-(=
© ATFHE)IH-RHokok-1-K]-6-okok-4-4K-1,3,5-= o -2- 5}
AR T A]-2-F AKX &8 (32mg) -
(% %141 3)

R -N-{4-[2-(= & F &)-1H-K H 2k ok -1- K ]-6-oR k -4- &
1,3,5-Zof-2- £ 1B A -1,4- = B (G0mEg) 2 = £ F &
(1.25mL)E &R ¥ o AN Z A B ATuL) 8 & 5 -1-f b 5% 8 £
(12pL) » BR G Y R ZRBHRHFER - PRER S WAoo A K

© (50mL)it B 2 8 (SOmL)E B - 45 4 4% B X g do & B K
(50mL)# % » A B KB BLSE IR - BB R BRBIRIEL » K%
ARERBERREN AT | BB T E=50:50~0: 100)i# 47
HH B R N-[R4-({4-[2-(=A FA)-1H- %3
skok-1-K]-6-vk Hh-4- K -135-Zo-2- KB A)R T A]A K
-1-#8, & #% (46mg)

(B 21 4)
R -N-{4-[2-(= & F &)-1H- K H =k ok -1- K ]-6-nR 4k -4- K&
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135-Zof-2- AV B L -1,4- = B Q50mg) 2 = & F &
(4.5mL);ER&R F e A 37% F 8 KB % (0.443mL)#8 = Z & &,
A R AN (476mg) > HRAMMNEBEHE 1 F - RRE
AW b A A K(BOmL)3E A 45 (100mL) 32 B - 45 F 4% B 1A
tfRB R UBKRBEEIE - BAEARRBRBRE
MR EERAYBERER I EA(Th B8 T E5=50:50~90:
1) HE > FEaEHRZR-N-{4-[2-(= A F #)-1H-
R okok-1-K]-6-RH-4-K-135-=#-2- X }-NN-—F & @
B o-1,4-— B (216mg) -
(& #&4] 5)

R -N-{4-[2-(= # F 2 )-1H-K H ok o -1- K ]-6-"R ok -4- K&
-1,3,5- = -2- R} O w-1,4-— B (30mg)x — & F % (1.2mL)
BR T AR EFEG2uUL) BRA MW FREH 0.5 /)
B - HRERSGMBRBRRER  AZBEERME(RH)E
AR Baaeniz 1-[R-4-{4-2-(=RAFH)1H-2 O
F kot -1-3K]-6-0k ok -4- 35 -1,3,5- = o -2- K} IR KR T K ]-3-
¥ AWk (28mg) -

(& 515 6)

W R -N-{4-[2-(= & F & )-1H- K H sk ok -1- K ]-6-vk ok -4- %
-1,3,5- =0 -2- R 1B T IH-1,4-— B (70mg)Z NN-— F X ¥ &
B(l4mL)E &R P im N= T A BE(44ul) s 1,1°-% A 4 (1H-=
)(26mg) > FRAMNEBREH 1 A F o WH F kAR
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REZETHR  NRERESGHF o N 2-(RHh-4-K)T K&
(25pL)E M F BB 3 N8 AR B AS M F hv AK(20mL)
FREA(AOML)EER - A H B X B AKEBLSE LR - KB H
BB E B ARERYB TR W E(RS C F E=20:80)
HITHE  FEaeh Rz I-[[R-4-({4-[2-(= A F %)-1H-
R HAokok-1-K]-6-kk-4-K-135-Zf-2- A A)R T A&
-3-(2-vk Hh-4- % T K ) PR (62mg) -

©@ (K=EHT)

PR -N-{4-[2-(= # F & )-1H- R H okt -1- K ]-6-wk k-4- K
1,3,5-Z o -2- £ 1B O -1,4- = B (1.868) 2 — £, F 5. (37mL)
BERPFPMRMAZCCEBRA4mML)E = F = T & = 5 8% B
(1.1g) » WA EHNERBHFE 1T - RREZLEHF A
K (50mL) 3 X B & B (SOmML) X B - A KB Utafu R B
KGOOmL)% % » ABKEBREHIE - HEEREBMBRE > B

© ARBEYBEREEN XTI @ B8 T E=80:20~50: 50)
BITHE  BREEAEHRRIE=ZTEIR4-(4-2-(=AF
AR )-TH-R ok ok -1- K ]-6-mk ok -4- K -1,3,5-= o -2- K } gz K )
B oA P & ES(2.04g) -
(% 215 8)

NEZTECAIRA4-({4-[2-(= A F &)-1H- X ok & -1-
B ]-6-ok ok -4-%-1,3,5- Z o -2- A B A )R TR 1M A -2 £
B AR Faes(138me)z 1,4- =245 (1.4mL)E & ¥ Ao A
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AM f 1t &/1,4- — o5 2 B R (574pL) » R AP T B IEHE 2
INEE o MR R AW P AN 2M £/T Bk (2mL) 3 Rk R B
WoORBRAERBREAYBERRNK(T I BB T E=50"

50~0 : 100> & # R4 - F&=100: 0~98: 2)&i7H & » 47
BlaeHm R N[R-4-({4-[2-(= & F X)-1H-K sk -1-
A]-6-vkHh-4-K-13,5-Zoh-2- K B EA)R T A H BB & B
(74mg) -

(& %4 9) 0O

PR -N-{4-[2-(= # F 55 )-1H- K 5 ok =& -1- K ]-6-"K % -4- &
-1,3,5-=o#-2- K1 T k-1,4-— B2 (200mg) =z = f F % (2mL)
BRFPAAAL TMAZ T ABOIUL)RE LB A 1L
(B7pL) > R4 OCHH 30 248 - "REREYHF v
A K(50mL) 3 oA B 8% & 85 (SOmL) E B - 4 A #% B U fo &
Bk (50mL)Z % > A B KEBRSE SR - B R BB %
BRAERZEE A-_EmAmAad #uasehiz 2- O
B -N-[R-4-({4-[2-(= & F & )-1H-K FF =k o -1- K ]-6-vK 4k -4-
A-135-Z4-2- K1 A)R T AT 8 AE(207mg) -

(& »&) 10)

R -N-{4-[2-(= £ F & )-1H- K 3 ok o -1- & ]-6-ok ok -4- &
1,3,5-=o#-2- £ VB T k-1,4-= B (300mg)Zz N,N-=—F £ 7
& B (6mL)E &R ¥ Ao N = T A B (0.261mL) #L 4 (2-7% T & ) &
(0.12mL) » &R AP TOCHHFER - XRERSH T &
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Ao = T A B2 (0.261mL) ~ 4 (2-/2 Z X )& (0.12mL) » # 70°C #
FERZ o NRERSH P mAKQGBOmML) E X B B T B
(100mL) 3 B o A HM B UK ~ thFfo R BKILF - &K
GHFE -BBHRBRBRE BREARBEAYBERR I ®
(Tf  BEEL L B5=50:50~80: 20T H & BFaasehHx
Z 4-[2-(=# F A )-1H- K 5 sk =& -1- 5K ]-6-"K 9 -4- & -N-( K
4-vk h-4- % 3B T HA)-1,3,5-= o -2-8% (231mg) -
© (F#s 1)
R -N-{4-[2-(= # F &)-1H- X 3 sk ok -1- K ]-6-"K %k -4- &
oy -2-RIBOK-1,4- =R (50mg)Z = .4 (ImL)E &R F Au
ANZ T AB0.047mL) ~ 4-£ T 86 A R4 (0.014mL) » 2
AP KATHESE LI NG - BRELSYRESL BRAER
gy NNN-=— F & 7 8 8% (SmL) » sw A 60% 5,16 4% (13.5mg) it
W OCHEHF IO EBENEREEH 1 I F - ARERESDT
© oA K(B0mL)it 24 8B 2 B5(100mL) 3 B o 4% 4 4% B 1A f4 7o
RBRKEF UBKEBREHIE BEBRBRBRE K%
AEREBASB TR E(T I B8 T E=50:50~100: 0)
HAHYE  BaaemiRz 1-[R-4-({4-[2-(= 5 F £)-1H-
okl -1-K]-6-0kHh-4- K oEog-2- A B A )BT AL gog
-2-87 (40mg) °
(% %4 12)
W 2-38 -N-[ R -4-({4-[2-(= £ F £ )-1H- £ 5 =k o -1-
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A ]-6-mk o -4-55-1,3,5-Z o -2- K AR A ) R T K] T 8 #EZ (50mg)
Z 13- F R -2-sk ok oz & (0.5mL) & & P ho A 5 B 47 (24mg)
grobeg e (15pl) > R AP ERBEH 1 - RRERE

M F o A K (S0mL) 3 oA B B 2 A5 (SOmL) 3 B - 4§ F 4 B A

fFo R BB K (SOmL) 2 3% » SA B KB BR 44 0% - M I 3 B B 48

R RABRYBERERM A (T BB T E=50:50~0"

100> 32 £ 45 - FEE=100:0~90: 10)4TH % > 524 é

BERZ N-[R-4-({4-[2-(= & F £)-1H- X ok ok -1- % ]-6-K

dh-4-K-135-Z#4-2- K} A)R T K]-2-wgg-1-X T &

Bz (49mg) -

(& » 15 13)

» 60% #1649 (2.8mg)%z N,N-= ¥ & ¥ & sz (1mL) % 3% &
¥ AN 3-f-N-[R-4-({4-[2-(= & F £ )-1H- X 5f =k =& -1-
H]-6-koh-4- K Br-2-AIBRA)VBRT AR K-1-A 8%
(35mg) » MR A OCHF 1 8F > NEBRHE 2 NEF -
AN R ME R A M ¥ hw A K (20mL) 3t 24 B & Z 85 (100mL) ¥
BRe@gABRBAK B RBKEGF  URBRKFBRMNHCIE -
BEEBRRBRE  BRAERYBEREERA X(Tix * B&
ZE5=60: 50~100: 0)#ATHH » FHAEEHRZ 4-[2-(=
7 R)-1H-K 3=kt -1- K ]-N-[R-4-(1,1- = &1t & £ =4 o4
2-%)3B T A )-6-mk ok -4- & F oz -2-B7 (31.6mg) -

(F 2l 14)
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PR -N-{4-[2-(= & F &)-1H-F ok ok -1- K ]-6-0k 9k -4- K&
C-1,3,5-=-2- £ }-N-F A 3B T 8-1,4- = B2 (53mg) Z vk %

(468uL) Rk ¥ ho N BE B BF (14pL) > RO HMN T BB 1
B o AR E R P he A K (50mL) 3 X B B 2 &5 (S50mL) %
R ABREAEIREBARKGOML)RF » AL KRB K
B o B RBERE  ERARZENY A_E R AR
o FalAeH Rz N-[R-4-({4-[2-(= R F £)-1H-% 5 =

o ok -1-F]-6-nK ok -4-K-1,3,5-Zo#-2- R A)R T A]I-N-F &
Z B B (55mg) -
(% %4 15)

R -N-{4-[2-(=# F &)-1H- K H sk ok -1- K ]-6-v8 s -4- £

-1,3,5-Z o -2- R IB O -1,4-— B (1g)2 2 EQOmL)E & ¥
e N 1H-1,2,3-RK 3 ==& -1-K 7 85 (336mg) > RS H N £ R
BH LG RNRERESHF oA 85 45(170mg) > £

© =a#s¥1 ) - ARERAY T AT T K(Q200mL)
3t LA BS BE ¢ 85 (200mL) X R o 48 A M B s 48 Fu A B K (200mL)
iF o A EKBIBRSE LI c B REERE  BRAEEK
A BERER AT BB LE=50:50~0: 100 # %
450 FEE=100:0~98: )7 HH » BHAEHRZIR
-N-{4-[2-(= & F % )-1H- K 5 sk ok -1- 55 ]-6-vK #k-4- % -1,3,5-
Zo-2-K1-N-F X3 O w-1,4-— A& (890mg)

(K 3 4] 16)
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A& N-[R-4-({6-[2-(= # F & )-1H- KX sk & -1- K ]-2-vK %k
4- K Few-4- R B A)R T AINN-— F K # Bk & 86 A%
(100mg) & A 7 — & F % (20mL)- F B2 (4mL):R & F R F > 4o
A2M AL /T EEE R (O03mL)ERN FTRIEH 10 242 K&
BB AR EF AN FEGOML) BRI EERE
R EBRARZEM UR_ERABRRIF  FREaEHRZ
N-[ R -4-({6-[2-(= # F #&)-1H-K 3 sk ok -1- K ]-2-vR ok -4- &
Fog-4- R BEA)RCAINN-_FPRA KRR EKRBHR B
(93mg) -

(&2t 17)

W R -N-{4-[2-(= # F 5 )-1H- KX 3 ok o -1- K ]-6-R o -4- K
Fox-2-A 1B LI -1,4- = B (65Smg)z — & F I (1.3mL) A %
RS T AT EABEQQUL)E -2 R EE RI1EH
(25mg) > HRAHNEREH 30 24 - NRERSH T o
AK(GSOmL) i X B & LB (SOmML) X B - A % B U tafo R
Bk (SOmL)ZE /% > A B K BRBRSE SR - MBE R B BHR1E >
BERAERZER > UBBCEXRF -

A B BN 1,3-= F K -2-skek o2 & (1.3mL) > Ao A8
B 47 (61mg) L vk ok o (18uL)E N T B F 454 2 /18 - N R &
A4 P Ao AK(S0mL) A B EE 7 &5 (S0mL) FE B - 4% A 4
B Lt fo R K (SOmL)kF 0 B KARBESE LR - AR
Regtk RAABYBERERMNE(TIHK B8 LE=50:
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50~0: 100 #F &4 ¢ FE=100:0~90: 10)iE 474 & » &
e RZT N-[R-4-({4-[2-(= . F £ )-1H- % 5 =k ok -1-
R1-6-vk o -d- R B -2- A e £) R T AT 35 oz -1- 2 B B
B2 (13mg) °
(‘% 7615 18)
A R-N-{6-[2-(= & F &)-1H- K FF ok ok -1- 5K ]-2-vk ok -4- &
Hog-4-K IR T he-1,4- — £ (100mg)~ =t 22 (0.04mL) #1 — &, F
o (ImL)Z R A% T  HAKRA TN I-RAKR-1-/mEE K &1t
#$0.04mL) R EBRHER - B RERESHRE  HEZE
BATHRAYBERRE I X (T BB T E=50:50~0: 100)
HERZTRESRYE - BHREBEEN NN-—F K F 868
(ImL)¥ » je A 60% &, 1648 (27mg)E# 0°C F#H 1 /) 8F
NEBBHE2NE - RRELEYWEINEZ AR RALSEKER
t oo ABEBTE(100mL)EER - FAME UK~ fafo R B K
© hiF UEKFAHEMEIE BERREERE HREEY
BEREREWE(T I BB CE=60: 40~0: 100)i& 474 & -
BEXBEN KT 6-[2-(=F F £ )1H- £ # =k o -1-
A ]-N-[R-4-(1,1- = f 4t & Eog 3k -2- K )3 T K ]-2-vK o -4-
& oF o2 -4-8 (27mg) ©
(‘F w4 19)
W F =T A[(AR)3-(F & X )-1-{[R-4-({6-[2-(= A F
A)-TH-K sk ek -1-K]-2-mRk ok -4- Koo -4- KB A )R T K]
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B P EE AR AR P AR (180mE)x FECGmML)AR ¥ mA
10%4e -5 (50%° 4 K) W 1 KABRZ ABETEIE 9 IheFo
R ERLBRERBRLAMBETARB BRAEARTBE T A
B (T H  BEEE L ES=40: 60~0: 100)i47H H » 153 &
e RZE=TE[(IR)-1-{[R-4-({6-[2-(= & F £)-1H-X
Fokok-1-K]-2-vkHh-4- K Fg-4-K}IEA)RTCAIR T &
By-3- R A F 8 85(143mg)

(& % 4] 20)

PR -N-{6-[2-(=—# F &A)-1H-K sk ok -1- K ]-2-sfk 9k -4- K&
Fog-4- K 1B O -1,4-=— B (40mg)z NN-— ¥ X ¥ & A%
04mL)E R ¥ A N(E=ZTREHEL)2-F A
(2lmg) ~ 1-[#(=F A B KA)%E FA]-1H-1,2,3- = =& [4,5-b]
7z 45 -3- 8.1t 49 < £ 9% 5% 85 (HATU)(SImg) ~NN-— B /£ 2
A B(0.079mL) > R EBRIERESY 3 I - RRERES Y
P AKQROmL) BEERARZH R RERAERF R LR
R BUFEHAEHNRZIEZTAQC-{[R-4-({6-[2-(= &
FR)-1H-K 5 skot-1-K]-2-vkh-4-RAFrw-4- A A)R T
A E-LI-—FRA2-RIA R T A F #E5(56mg) -
(K 21)

# (BR)-N-[ R -4-({6-[2-( = & F % )-1H- X 3 =k = -1-

A]2vkoph-4- K Fog-4- K EA)RT K]k w-3-F 88 A&

(50mg)z — &R F R (ImL)E &R ¥ imw A 37% F & KiE R
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(0.022mL)E RN EBFHH 30548 - ARELESHW T oA =
LA A AMLMNSTmg) EN TR TFHHE 2 I HF - NRER
A4 F hu A g Fa )N Bk 47 K (SmL)$2 K (SmL) > 22§45 (100mL)
ER-BGAMBMB AR - fafo R BKEF B KB INILE -
AN BREBREBRE  HREAEBTEAZBERER W E(C
BB UE=S0:50)mE R HERIHSRESRE - K
BAEBBHNFTETY A 4IM AR/ 4-—-FIRBERENF

o mIEH 10 LT URE  FE E8eHh KZBR)-N[R
-4-({6-[2-(= M F & )-1H- R 3 ok ok -1- 5 ]-2-0k ok -4- K& o o2
4- RV A)E O A]-L-F Aokow-3-F 8 Ak B 8 B (41mg) -
(& 4] 22)

WHE =T HERIR-A4-({6-[2-(= & F & )-1H- K 3 =k & -1-

A]2-(FAmEBBEA)ER-4- AR A)RTA]K T 885 (7.62)
Z A (T6mLYE R $ > % 0C T Au AP fi8 K F 8 (75% > 4

© K)BB8lgiE#EI 20 48 - MR B RS M P o At Fo ] gkiT
AK(50mL) » L& QROOmML)X B - A B UK~ thfo R B
KikiF  ABRKBEEINIE - BBRBRBEMAE  BREE
¥ NN-—F X 2 & 8 (40mL) » Av A vk ok (6.57mL) # #
100C FT##H 3N - HREZLSHENZEKQROOmL)F » 4
BEBE L B5(S00mL) 3R » A MB UK ~ fafo R B KK S
KRB HE - HERRRBRE HREETYBE
BB E(T K B TEE=70:30~0:100)m#EH 152 &
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e RZF=ZTEAIR-4-({6-[2-(= & F £&)-1H-K 3 =k o -1-
A2k Hh-4- R oBor-4- A B R)B O A Bk F B85 (7.88g)
(F 45 23)

R -4-({6-[2-(= M F A )-1H- K F =k o -1- & ]-2-2K =k -4-
Ao -4- KA K)R TR E@UOmg)Z NN-= F X T8z
(ImL):x & ¥ /w N = T # B (0.05SmL) ~ 4 (2-72 T % )&
(0.025mL) ' R A MHEME RS R BT B ERN 120CTF
HH 1S - RREBRAESYH T AAKGBOML) » AEEK T &
(100mL) ¥ B - 4§ A # B sk - fafo R BKEF » & AKR
BRANSL IR - A ARREBRE HAAEBTHRAZEERRE
¥ook(T ok BEEE L BEE=60:40~20: 80)Mm A H  E B B2 H
BREAGRE - BREEBNTFTEY WA 4M R4t 8/1,4-
ZERERENETREHF 1078 FTURE  F2 sk
AZ 2-(ZRF A)1-{2-RHh-4- K -6-[(R-4-RH%h-4- KR T
AR)AA]E R -4-2 }-1H-3K 5 = ¢ B 8 8 (36mg) °
(% &%) 24)

7R -4-({6-[2-(= M F 25 )-1H- X 5 =k & -1- K ]-2-9K %k -4-
AFowg-4-A1AKX)BE T EGOmg)Z NN-—F K F 8t

(0.5mL)&E & F Ao AN NN-— F A H s (13mg) ~ 1-88 X X 3
Z4(17mg) R N-[3-(=FEBEA)RA]-N-T A5 =8 5 AR

B (24mg) WRAMNEERTHHER NREREY
F Ao A K(S0mL) > 2A B & L B5(100mL) X B - 48 A 4 2 L f8
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Fo REBRKEF > UBAKEBMITIE - BEHBREBRE  H
RAERITHEASBERERH Z(T I & 88 LE5=50:50~0:
100)m R BRI TRESGRE - BRBEERMNEAY
(ImL)- ¥ 82 (0.5mL) ¥ » fe A 4M £ 4t £./1,4- — S8 5 &
O2mL)ENEBRFEH 105488 FREE FREaEHRZ
N-[ R -4-({6-[2-(= @ F & )-1H- K 3 sk ok -1- K& ]-2-wk ok -4- K&
FR-A-EAIRAR)BCEAINN-—FAHABRE B BR B
o (41mg) -
(‘& #6145 25)

R -4-[({6-[2-(= A F A& )-TH- K H ok o -1- 4 ]-2-oK o -4-
AFog-4- A A A)F AR TR EGSSmE)x ¥ 82(1.65mL)%
RPN HAREO.012mL) » B R ESHNEB T HHE X
BR-BRELLGMRGE HABEFYBERER W LAY
FEE=100:0~98:2)mMEH  EBFEILFTRESRE - # 5

© AEEANRH(ImL)-FE0.5mL)F » A 4M R4 £/1,4-
—o 3R AERO2mML)E N F B I 10 484 F R4 73
BémRZ 2-(=/F &)1-(6-{[R-4-(1,1-= A AL B K %k -4-
B)RTEAIFAA}-2-sRk-4- KB -4- K )-1H- K ok ok 88
% 2 (71mg) o
(& &) 26)

# 4-[2-(= R F A)-TH- X okok-1- K ]-N-{[R-4-(F % B&
E)R T AT A )-6-vRHh-4- % %% -2-5 (80mg)z N,N-= ¥
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£ &8 (0.8mL)E & F Aw A 1-38-2- £ T 4 (26mg) 42 5% & 47
(52mg) » H R A4 35 2k BB AT A AT Au Bk 3B 100°C F 4R 3
1 /NBF o AR BR A P he A K (S0mL) > 24 B2 8 2 &5 (50mL)
HECo A AR Ao R HE R (S50mL) 2k iF 0 LA & K B BR 4% 3%
o BERBRBRBREZE HABRETBEAERH E(TK
BE L L E5=50 1 SO)MBEE > #FReedkhz 4-2-(ZATF
#H)-1H-E 8ok a2 -1- K )-N-({R-4-[2- AR T HE)(F A )m A1
A F H)-6-vk ok -4- 2 oF 0z -2-f% (34mg) °
(% % 4] 225)

4§ N-[R-4-({4-[2-(= R F & )-1H- KX H ok ok -1- K ]-6-7K
4- K oBex-2- K3 R)R T K]-3-(4-m X K) P 8 AE(80mg) A
gy = F A F ERAR(800ul) ¥ o A A R AL 4R (40mg) ~ R (=B
¥ A AE)=4(0)(16mg)~ 1,1"- 4 (= KX B &)= X #(13mg)
ER120CHEH 4D F e Ry ik LBIREEHR Pde RIER F Ao
AZK(10mL) i s B & B (1SmL) X B 4% » Ueafo R B Kk
F o ABEBE AR KB BRGNIE WA RBREIR R R
BBATHRAYB AR E(T IR - B8 T 85=40 : 60) ™
W 12548 6k 3-(4- R A R A)-N-[R-4-({4-[2-(= &
FR)-1H-X kot -1-K]-6-sk ok -4- K Frm-2- R} EA)R T
%1% 8 #k (41mg)

(& & 18] 239)
4 N-[R-4-({6-[2-(= & F 5 )-1H- X 3 =k ok -1- 35 ]-2-2R ok
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A-KE e -4- K YRR A )R T A )T A 5 (100mg) $2 ok w8 o
(155u)z R ey 2 REE(.6mL) ¥ » £ A Mk RE
EEWNIVIOCHBME T nég - BRRERSGHMBRYE  BREER
W EEBE 285 (10mL) ¥ » Ao A f8 40 £,4b 4% (10mL) i 1L &% & 2
BS(100mL) 3R BR - A MB UK~ faFo R HBREE » UEXK
FRERAN IR R BB AR EAB EARER ML
(R4 © FE=100:0~99: DM - L BHZ 5 RIRE

© HABEANTE(mML)F > oA 4M ffb &/1,4-=F 5
KO.0SmDEHEFREH 105 &R FTRRE - R LFHEE
B RZ N-[R-4-({6-[2-(= & F & )-1H- KX H =k ok -1- K ]-2-vk
H-4- K BER-A- R I AR T A 2- B R-1- A LRER D
B E (105mg)
(& & 15 245)

# 4-[2-(= AT A )-TH- £ 3 ok ok -1- & ]-6-0k o -4- &

© N{(R-A4-(wh-2H-#kodh-4-ABEA)ET AT A} Ex-2-
B (64mg)E AN — R F R (1.3mL) ¥ 7 0C F v AR £i8
RXFH(75% 4K)83mg) HEBFHHE 1.5 heF - AR
Je iR A4 ¥ A N fB Ao ol gk 4T K (10mL) > 24 f 45 (15mL) ¥
B K~ BT FAMBRE B KB BLSE IR
AR BRBRBRE  HRAEETEAZBETERE T XA
5 P EE=1000:0~0:100)MmMFH »F 8 B & RZ 4-[2-(=
AT R)-TH-K H ko -1-3]-6-vk 9k -4- & -N-{[ R -4-(1- &. 1t
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W §-2H-F kg -4- KB A)R T AT A ) ER-2-K(27mg) -
(% %14 258)

#ON{[R-4-(BAFRA)RTA]IFAI4R(=RT
5 )-1H- 3% 3 5k o -1- 2K ]-6-oK obk -4- & it 0% -2- 3% (80mg) i AR 7
FEQAML) Y Eho A= HEAB(Tp) @A EE T RS 3
N ERERSYIRE  HRARITRAYB TR %
(e RBscE)IHEE  fEaeh Rk 4-2-(=AF
A)-1H-X 5ok o -1- K -N-({ R -4-[(1,1- = R AL Bk H#-4-K) ©
FRAPBRTHA}F K)-6-"R-4- 5 ot 92 -2- 4% (40mg) -

(K 24 275)

3 4-[2-(= A F &)-TH-R H 2k ok -1- K ]-N-({ R -4-[(2-F %
ATA)VEAIRT AT A)-6-"RH-4- 5 b0 -2-8 (T0mg) %
e F 82 (1.4mL) ¥ 0 pm A AR E & 4A(100mg) ~ [(1-Z A A K
AA)RANZ FA)Fm(63u]) ~ = A AMLM(S4mg) ~ &
(78ul)  MEARBRT  RiwABATHEHS bk on O
#fo N 47K (10mL) - A B4 8 Z B (ISmL) R B - ¢ A # &
WA KR BESE IR AR BB R HARBETKAE
W EAER A E(THR - BE# T E=90" 10~40 : 60)M # ¥ >
BrlaehRz N(RA4-[EAEQ-FRAZA)EA]RCT
AYF A)4-[2-(= R F A)-TH-KH ok o -1-K]-6-R % -4- K&
a0z -2-B% (9.7mg) °
(% 24 279)
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#A-[2-(= R F A)-TH-= X =k -1- X ]-N-{[R-4-(F %
B A)E T A]F A )-6-vkdh-4- 4 vt o -2-5% (80mg)iE A RN N-
¥ A ot og oz & (800ul) ¥ 0 Ao A Bk 47 (130mg) ~ 2,2-= AL T
A=A Faaskes(109mg)it 18 A #L0k R EE E» 200C T #
# 1 EF o Ao AK(10mL) > A EEEE 2 E5(15SmL)3E B g » 1L
b fo REBKEEF  BAMBB UL KA RE  BERER
BREHR - HBREETEATBERER N E(T IR | BB T &
© 307 70~60: 40)Mih R - kAR A BB AR A E(RRA
BEBOE)TUKRE  FRE&eH KM N-({R-4-[2,2-= &
CENFA)BEAIRTAITF A)4-2-(= R F £)-1H-X 5 =k
o -1- 3 ]-6-oK otk -4- F b o2 -2- B (24mg) -
(& » #] 289)
AR =T E{RA[({4-[2-(= & F £)-1H- X 5 =k 4 -1-
3 1-6-[VE-2,6-= F AoRHh-4- K] Fw-2- A EA)FAIRT
© A%k 7 EEs(180me)E AN 1,4-=+24£(1.8mL) ¥ » fu A 4M
AALR/NA-— TR BERIENEBBEH 4 NF - RRERESY
PhAN—ERABROCML)BRERERZELHE > A= F & A8k
RFHTURBRRBREIE  REEaEHRZT N[(R-4-BEEART
A)FA4-2-(= A F A&)-1H-3K H ok =k -1-%]-6-[JA -2,6- =
T ok oh-4-K]oFow-2-5 2 B A B (131mg) °
('F &%) 295)
A 4-[({4-[2-(= R F &)-1H- K sk o -1- K ]-6-"R o -4- &
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e 2- R A)F A ]B O EBRGS0me)ZMm»n — A ek (11mL)
P AN E = TR R-1-7% 8 E5(673mg)E 4 10 448
%o mMAZ LA KM AL (T66mE) i A T B T HHE 3
B o Au AZK(S50mL) > X £45 (200mL) % B > ol g8 Fo A B Kk
FoOBRAMBR AR KEELINGLIRR BB IR BRER - H %
B RBREAYBEREEN E(THR - BEETEE=90: 10~70:
30)mMEE o s RFEGEHKRZ 2HIELEY -
F =T R 4-DR-4[({4-[2-(= & F & )-1H- X 3 =k =& -1-
HK]-6-kok-4- K FEow-2- A A)FRIBTE ) skoh-1-% 8
B :472mg > B A w B TLC(T 4 @ BAEE T As=1: 1) Rf &
0.42 o
F =T A 4-{R-4[({4-[2-(= A F % )-1H- X H =k o4 -1-
K]-6-kk-4- K Fog-2- R R)F AR T A ka-1-% %
B :290mg - B A TLC(S. 4 @ B# . 85=1: )2 Rf @&
0.30 -
(% 4] 325)

A N-[(R-4-BEARTEA)F A]-4-[2-(= & F &)-1H-X 5
ok odt -1- #& ]-6-9k %k -4- & B2 (250mg)ix M — F &
G BZ (2.5mL) ¥ > Ao A 2-£ & K -4-F £ X 5% 8 85 (165mg) »
B 47 (168mg) it 1 A&k R B % E# 100C F#H#H 1 /s
B 0 3 ZEN 120°C F#H 1.5 8F o sw AZK(10mL) > 3L B B
LES(1SmL) % B % » Afafo g BKEF  HFAME U R KE
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FREESLIRIE WA R BREBR HABRITHAYBELE
Wik (Dh BB LEE=40:60)miEH  BIaeHhiz
4-[2-(= A F &)-1H-K ok -1- K ]-N-({ R -4-[2- = &L F #)
B AR O AT F A)-6-vkok-4-H Fox -2-8% (183mg) -
(% % 1] 326)
& 4-[2-(= R F A)-TH-FX 3ok -1- K -N-({ R-4-[(2- A T
R)BEAIBTE}F K)-6-mKok-4- K b og -2- B¢ (50mg) % A2 7
© —THACEmEGOOU)T o Au NGk 4F(140mg) ~ 3-8 A f-1-
BEQR6ul)iE 1 A M RE K BN 120C FT#HHE 2 I 8F o oA
K(10mL) > A8 8 LB (15mL) X Bk » sgafo R B KL% o
HEBB ANB KRB IER AR REBEBR -HkAi
BEBEREHE(DCK | BELE=60:40)mi# % >
Brrlaem Rz 3-[{R-4-[({4-[2-(= A F &)-1H- K 3 =k o4
-1-K -6kt -4- Kb g -2- R R A)F AR T A2-A T K)
© HmAIBHKR-1-B2(21mg) -
(& 517 328)
#F N-[((R-4-BABRTE)F X]-4-[2-(= R F H)-1H-X 5
wk oo - 1- 3K ]-6-vK ok -4- K o 0w -2- B (100mE) A A — F R T
B Az (Iml) P > do A 2-R B R -4-F K K% 8 85 (127mg) ~ 3% &
$7(10Img) it 4E Atk R B & B 160°C F#4 1 1 BF o Ju
AZK(10mL) » LA B &% Z B85 (15mL) % B » sl fg o £ B8 /K ok 3% >
WAMB AR KBRS IR G  BERRBRMER WA
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TRAYBERRE M E(T R C BB CEE=40: 60)Mm i H >
#Frlaseh Rz 3-{R-4[({4-[2-(= R F £)-1H-K =k &
A-6-Rok-4- K FR-2-KIBEA)FRIBTALS-FA
-1,3-9% ok oz -2 (39mg)
('F #e4) 333)

# N-[(R-4-BARTK)FA]4-[2-(= R F A)-1H-X 3
okook -1- 3 ]-6-vR ok -4- 5 o o -2- B (S0mE) i N — F A

B (S00ul) ¥ o e N 2-R % H-4-F K K 5% B B5 (63mg) ~ BBk
47(103mg) it 1% Ak R ¥ B 200C F#HH 1 B o o
AZK(OmL) » 2B & LB (1SmL)X R4 » U fo R B K%
FOoORABBRB KBS HIRE  RIEEIRBRER - HE
BEATARAZBERR M X (T K @ B8 T 8=40: 60)™ #
#Hoogaaem Rz N-({RA4-[2Q-aAaf) Al i}
FRA)4-[2-(= FF £)-1H- 3 H ok ok -1- K ]-6-0k ok -4- B oF =2
-2-f%2 (8mg) -

(& %] 335)

# 4-[2-(= R F A)-TH- X H sk ok -1- 3K )-N-({ R -4-[(2- &.-1-
FRA)EAIRTA) T A)-6-"KH-4- 5 & % -2- 8 (150mg)
BRAN_F R CERE(L.5ml) P ho A5 B 47 (120mg)~ K (Sul)
H4E AR REE BN 160C F#HME 2 hoF ~ » 180C T#H
B3 N o AmAK(OmML)  MAEEEE LE(1SmL)XE BRE 0 L
o R BRKEF BABREAE KBRS LEEL  FIEER
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B  HAEETEEAYBETRERME(T IR ' BB TR
=40 60)mEH REEAFBERERHE(TK BB T
B5=20: 80)#fTH H > FElaeh Rz 3-{R-4[({4-[2-(=
FFRE)-TH-F ko -1-K]-6-vkoh-4- K oFoxg 2- L B X)) F
AR T HA}-4-F HA-1,3-05 0k ag-2-87(66mg) °
(F » 18] 343)
A ON-[((R-4-BHERETE)FA]4-2-(=RF A)-1H-X #
o) wk ok -1- 3 ]-6-vk ok -4-FK oF o -2- B¢ (200mg) /& A2 7 T B2 (4mL)
TN 2-(RFAR)EATHEGAu) s =& &K T KB OIul)
# 7 80°C F#4k 6 8o huAK(10mL)> X B & ¢ & (15mL)
EEEG o Afafe R BKRF 0 AR E R KBS LR
%o BEWEBER c BRERTEAYBE RN AT
¥ BB L EE=40 1 60)mHFEE > B EaeH R I-({R
4-[({4-[2-(= & F £)-1H- X H ok ok -1- £ 1-6-(R H-4- K )&
© - 2-A mA)FPAPBETAIEA)I-AFK-2-52(128mg) -
(K % 1) 345)
#F L-({R-4-[({4-[2-(= & F &)-1H- K H =k 4 -1- K ]-6-(°
H-4- R )ER-2-RIER)F R]R T AR A)-3-5 A Kk-2-82
(100me) A AN —F R CEBECMD)F » e A A5 BB
(B4ul) ~ F A GOmg)E #» R FTHIF 2 B o wAK
(10mL) - sAB 8 CE(ISmL) X B » Reafo R BRKF -
MREMB AR AKEIBRE LIRS BB REEBR HEkAER
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ARASBERER N E(TIHR | B8 LE=40: 60)Mm & &
#FEash Rz 3-{R-4-[({4-[2-(= R F &)-1H-K 3 =k &
-1-K]-6-(R ok -4- ) B 2- R A)F AR LAL-S-(RF
#)-1,3-0% o4 oz -2-87 (50mg) °
(% #14] 353)

4 1-({R-4-[({4-[2-(= & F & )-1H- X sk =k -1- K ]-6-(k
dh-4- R )FEeR-2-KRIBEAR)FRAIRTAIIKRA)I-TH 2-8%
(40mg) & A2 7> v &, vk %k (800ul) F » Ao A # K — =k (73mg) » )
ZCABEGUDERN TR TFHHE 3N o JuAK(10mL) » 12
BEEE LB (ISmL)E B » U FoRBARKEF B ABRE NS
KERBE WIS RERABBR HAARTHRAGE T
MR (S B 2 EE=40  60) Mk 0 FE & &k
Z 3-{R-4-[({4-[2-(= & F £ )-1H-K 3 =k & -1- KX ]-6-(°K %
AR )Bor-2- A B AR)F A T AL-5-(T K)-1,3-95 sk 0w -2-
& (32mg) - O
(‘& »& 5] 386)

B 4-[2-(= L F A)-1H-F HF ok -1- KX ]-N-({ R -4-[(2- A.-1-
FRACHA)RAIBOATT X)-6-vkk-4- 4 oF 2 -2-8 (100mg)
BN R FRA.SmL) ¥ o po A 1,4- =% %% -2,5- — B£ (28mg)

ZCLEHEA K AMIENOIm)EN TR THIE 3 IEFe oA
A(10mL) > X B/AH(ISmL)E B - A KB U8 KBB4
¥t BHARRBRER  HAZRETEEAIBEER KX
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o T BB L EE=60 40)mFH c FEAEEHK KX 2-[{K

4-[({4-[2-(= A F A )-1H- X 3 =k ok -1- K ]-6-(vk H -4- 2 ) &
E-2-RIBEEB)FAIBCEAI(I-RAKR-2-A)KR AT &
(80mg) -
(K2 417)
A R -N-{4-[2-(= & F #&)-1H- X # ok = -1- X ]-6-[(3R)-3-
F AR -4- K ]F o2 -2- 5 3R T 4R -1,4- = 8 (100mg) % AR
o ZEQ2mL)F > jux 1H-1,2,3-% # = ok -1-& F 8 (17mg) it »
ERTHES g - NREZASYF iww &M 844 (170mg)
FREBTHEEL NG o o Afafo T AK(00mL) > &
B ¢ &5 (100mL) % B > U 4afo 4 8 4 (100mL)k 3% @ 48 4 &
BIABAKBBERGHE - RERREBR. R EAETHEAY
BEERWE(CIK @ BB L E=50:50~0:100) (&% :

FEE=100: 0~98 : 2)M 44 H - 13 %] H & ¥ (35mg) -
© BB IA N —F )k (2mL) © v A 4M R1E &/1,4-=F %

ERGSSpL) AN R R ABOGCmL) R L ZEHE
R_RRABRLE FRAEERRZIR-N-4-2-(—RF
A& )-1H- R 3F ok o -1- X 1-6-[(BR)-3- F K vk ok -4- 5k | & =% -2-
AJ-NN-—FAZOIe-1,4-— 8 2 @ 8% 8 (31lmg) -
(F ¥ 15] 433)

A& T{R-4-[({4-[2-(= & F & )-1H-K H ok o -1- 5 ]-6-(=R
4- R ) Fer-2- A A)F AR LA} R R £E-3-82(55mg)iE
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MR —R LGSy » mAEQ-FRACER)RAZ A5
B (21pl) > X OC F#HHE 2 NoF - REBTHHF 3 hafo
Ao A K(10mL) » LA BS B T A5 (15SmL) % B 4% » s fadfo A B K
R R ABMB AR KRS R E  FIERRRER -
RAEBTHREAZBERRAE(THR @ B8 CE5=60: 40)®

BE B EAENERZT 4R-(ZRFHA)IH-X HFokok-1-
AI-NA{[R-4-C-Amw B RE-1-K)ERTHK]F & }-6-(-K#-4-
A )i e -2-#% (8.7mg) - O
(& 1] 436)

A N-[(R-4-Be AR TEA)F K]-4-[2-(= &R F £)-1H-X 3
ok ok -1- & ]-6-vk ok -4- & o 0¥ -2- & (100mg) 7% A2 # £ (2mL)
oo N 1-8-2-8 S EE L Qlu) s s B A7 (T6me) N £
BTN ERBEYRZLEATR > N iR EIRTRHF
6 /NBF o Au AK(10mL) > SAEE 8% Z A5 (1SmL) X8R > 480 &
KR o AR A B R KB R 0 RN R
R R ERTRAYBERERHE(EAE MR LE)NK
#o 2 gk 1-{R-4-[({4-[2-(= £ F £)-1H- % # =
ot -1- K ]-6-(cRHh-4-K)Fog-2- A A)F AR T A} okokog
-2-8(35mg) -

(‘& %615 439)

#O1-({ & -4-[({4-[2-( = & F £ )-1H- X 3 ok & -1-

#1-6-[(3S)-3-F AvRHh-4- K] Hog-2- A K)F R]RT X )
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B A )-2-F A & ke-2-82(100mg) A A2 » LB (2mL) ¥ » fju A =
LABRQGIu) s TH-XH =-2-1- KX FEER2mg) ' TN TR
B 2 N RRERAY T AN B (4.8meg) BN F
BT WA 1 o ju AK(OmML) > 2B 8 ¢ 85 (15mL) 3% &R
D R B K F - ARB IR B KRS ELIES  BFEY
BB  HABETBRAZBERER E(TR " B# T
B5=70:30)mMHE BEAaLEHRZ 4-[2-(= &£ F £)-1H-
@ FIrReE-1-BI-N-{[R-4-(55-=F &-13--F ko R -3- %)%
AT A}-6-[(3S)-3-F S wk ok -4- 5 1% 72 -2- B (68mg) ©
(E 2 %] 540)
F# 1-({R-4-[({4-[2-(= & F & )-1H- X H =k 4 -1- K ]-6-(vk
H-4-FK)Fog-2- A AR)F R T A IRA)-2-F A A dw-2-
B2 (100me)ix M w — F A L8 B (2mL) ¥ > fo AL T B & 1L
(36ul) ~ B =T R 47(102me)E# T8 F 3 20 [ 6F o fo
© NtafABA(I0mL) > NEH CE(1SmL)ER - 5448
MABKE RSN BB BB HAARITHEEAYE
ERHENE(CH  BEBECE=60:40)mFEE  FHash
Rz 4-{R-4-[({4-[2-(= # F &)-1H- KX 5 sk ok -1- K ]-6-(=k
Hh-4- ) FeR-2- A B A)F AR T A}-6,6-= F Aok ok-3-
& (35mg) °
(& #14) 542)
# 1-({R-4-[({4-[2-(= & F & )-1H- X 3 ok =& -1- K ]-6-(vk
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Hh-4-AR)EoR-2- A AR)F AR T A A)-2-F K A de-2-
B2 (100mg)x iy — F A &8 QmD) ¥ » o A F AR T 8 8
(22pu) s = T A B B5pul) it 45 A 2ok R EH E N 180°C F #H 4
3B E AN 4-FRAEXEHBETSm)E 4 A M ERBEEE
7 100°C F 484 30 48 - s fo /N 3k 37 K(10ml)fE KB A& A
Byt th 0 MABE B B (15mL) % B 4% - 45 A B L & K BB 4
RGO KRB RRBRER HAEETREAGBE TR W
(The - BEEETEE=60:40)mF R  HEXFEH KX 4-{K
-A-[({4-[2-(= & F &)-1H-K H 3k ok -1- K ]-6-(R o -4- K 1)E
2-2-A AT ARIE T A}-6,6-=— F Aok -2-8](20mg) -
(£ #%14) 554)

A F & -N-{ R -4-[({4-[2-(= & F & )-1H- X 5F =k & -1-
A]-6-CRH-4-K)FR-2-R I A)FPR]R T A H Rk &5
(80mg)i&x A # m sk m (l.6mL)¥ » WKAB T » W AEEE
Z £ (I)(2mg) $2 % 16 T # 42 (1.06M mw & =k % & & >
428u)E# OC F#HH 1 A BF - AREREY F o Ao &
Bk (10mL) @ sX E 8 2 85 (15SmL) X B - 48 A 4 B 2 & K5
BTG HER RS WA AR RAYBE AR
Mk(Th ' BBLE=40:60)mBE Y FEHatH Rz
B-[({R-4-[({4-[2-(= A F £ )-1H-K 5 5k =k -1- & ]-6-(=R =k -4-
A)Bog-2- K IBEA)FAIRTEIER)F AR K-3-8

(17mg) -

099104688 72



201033194
(' #&45) 555)

#HOI-{R-4-[({4-[2-(= L F A )-1H- KX ok o -1- K ]-6-(vk
Hh-4-K)FoR-2- R IEAR)F RIR T R koH-3-K T BB
(50mg) & A& % F B2 (500ul) ¥ » Ao A 55 B& 47 (36mg) £1 7K (5ul)
IR AR ATHEE2NF - RRBERLAYM P AR B
AK(10mL) » MABE B ZB5 (1SmL) X ER - S F M B U & KA &
SR WBEWRBRREBR HAZEITHRAYBERERE W

© H(eF:EMIEm-40:c0)mHL  AHaENFZ (R
-4-[({4-[2-(= R F 5 )-1H- X H ok o -1- K 1-6-(cR ok -4- K ) &
R-2-FA I A)F AR T A JokH-3-82(26mg) o
(% #4] 570)

A R -N-{6-[2-(= & F % )-1H- K Ff 2k ok -1- 5K ]-2-vR 9k -4- &
Fox-4-% 1B T HR-1,4-= B (100mg) A & ¥ = £ F % (1mL)
FoRAKETRAZTEKBEATU)E 2,4-22 TEH K Rt

© (4u) » OCTFHH 1 18 - RRERASH ¥ IwAK
(30mL) » LABEEE L BS(BOmML) X B » sA4afo R B Kk $F 0 #
AR AR KBRS HIE AR BREEMER HAARTY
B e E(T I B8 LE=70:30~50:50)m 4% & » 4%
BHRZEAHBOME 19%) BAFZEBEAMERN TS
ke (ImL)P » W AE =T RSF(ISmg)E R ERTHH 1 /)
B o AN R IERA Y P A K((30mL) - 2L & B T & (30mL) %
B Afafo R BAREEF - B ABRBRNBAKBRBKRE LR #iE
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WHRBEBR HRABEAYBEERTZ(T K BRTE
=50 : 50~0 : 100)#HF H » FE X R EHRZ 3-F-1-[R
-4-({6-[2-(= & F 2 )-1H-K 3 2k ok -1- K ]-2-(vR ok -4- ) o o2
4- K3 A )R T A ]k g -2-87(60mg) -
(F 36 Al)

R -N-{4-[2-(=# F &)-1H- K 3 2k ok -1-K ]-6-"R ok -4- &
-1,3,5-=o-2- K} D re-1,4-— B (11.1mg) ~ & & (1.9mg) -
- X XA =2CB.4mg) R = T A B.5uL)2 NNN-—_F X F
B B (1.OmL)E &R ¥ » £ £ & F v N PS-% — 8 & K&
(PS-Carbodiimide : Biotage /2 8 )(100mg) i 83 &2 & - N R
RSP &£ ERT A PS-X & (PS-Benzaldehyde :
Biotage /7 3] )(50mg)& MP-#; # &5 (MP-Carbonate : Biotage
2~ E))(S0mg)E ¥ 4 B B ARBYHBIE - FEIRERBREIR
40 1% 8] N-[R-4-({4-[2-(= R F £)-1H-RK 3 sk ok -1-K]-6-7k
H-4-%-1,3,5-= o -2- K B A )R T A1 A B8 A% (9.4mg) -

b 0 £ LT &~ A KER RT 6§ A7 i 47 2 HPLC ## -

% 4x © Wakosil-II SC18AR(Fv & 4 #)(R /& © Sum » P 4& :
2.0mm > & & @ 30mm)

#e AR SmM =g BBk KER > Bk F&

iR D 1.2mL/min; R B &R & P 254nm; BB E 35.0C
ENE SuL

[& 4]
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By Rl (4 4%) A & (%) B #& (%) v Ed
0-4 95— 0 5- 100 ¥
4-4.5 0 100 <01

(% 26 4] B1)

HmEAEARIEHGBIME) » v AR -N-{4-[2-(= . F
R)-TH-% 3 ok ok -1- R ]-6-ok o -4- £ -1,3,5-Z o -2- % } 5 &
fr-1,4- — B (11.1mg) & = T A B (8.4puL)Z — & F #(0.5mL)

o BEREPNEFBTHEHFER HNREREGEMHFTEEZERT A
PS- X &8 (PS-Benzaldehyde : Biotage 2 3] )(50mg) - PS-4 A%
(PS-Trisamine : Biotage 7 3] )(50mg) & — & F #(1.0mL) i #
H AN RBEMBIE - EIERBERIRE 5% 7% L HPLC
AT BB H > 158 N-[R-4-({4-[2-(= & F £)-1H- X 3=k
ok -1-3K ]-6-vR ok -4-5K-1,3,5- =} -2- K IR R)R AT s 8
Bz (8.0mg) -

© Ak 0 £ AT &R A % KR RT 8 7 i 47 2 HPLC 4 # -

%4 © ACQUITY UPLC HSS T3(k 4& : 1.8um » W & :
2.lmm > & & : 50mm)

#EE AR O0INFTERAKER B &R 01%F8-F &%

pi3

ik C0.70mL/min; # B &% & - 254nm; A B E 140.0C
FNE 2uL
[& 5]
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B R (9 42) A & (%) B & (%) o 32
0-3 95— 10 5-> 90 ¥ B
3-4 10 90 % fir

(% %4 Cl)

7R -N-{4-[2-(= & F £ )-1H- X 3f =k o -1- 3K ]-6-vR 2k -4- 5%
-1,3,5-Z o -2- R 1B A k-1,4-— s (11.1mg) & T & (1.1mg)
N,N-— ¥ & ¥ 8 #% (0.3mL)/&8 8 (0.03mL)Z &R ¥ » £ E &
Ae N MP-= Z & & X s # 1t 4 (MP-Triacetoxyborohydride :
Biotage 8 )(7TSmg) E HH ¥R - NRERLASM T AT R
Au A PS-¥ 8 (PS-Benzaldehyde: Biotage /2 3] )(50mg) & N,N-
— P A FEBEOImL)EEH 4 )85 £FhERT
BondElut(£ it B 42)SCX(L R & © B A K/TF EE=1/9)¢) B 48
HXRETHYE - RERRBRGEHR  #HX AKX HPLC #4745
R R - F 8 R-N-{4-[2-(= & F % )-1H- X F =k =& -1-
H1-6-vkh-4-£-1,35-Zo#-2-K}-N-ZAB T I-1,4-= 8%
(0.6mg) -

B # KB RT 8§ A7 472 HPLC & 4 B T 564 Bl A8 ) -
(® #&4] DI1)

7R -N-{4-[2-(= # F & )-1H-EX H sk ok -1- 5 ]-6--R sk -4- K&
Fog-2-A 1B O H-1,4-—8(11.1mg) ~ HE(1.9mg) ~ 1-58 &
XH =G 4mg) R =T X B B.5uL)x NN-—F X ¥ &8 &

43

1>

55

(10mL) /% ¥ » &£ £ & F #w N PS-m% = #
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(PS-Carbodiimide : Biotage 2~ 8] )(100mg)# g #H £ & - ' K
R A MWy £ E BT A PS-% 8 (PS-Benzaldehyde :
Biotage /3] )(50mg)A& MP-z; & &5 (MP-Carbonate : Biotage

o 8)(50me) it 3 4 B FRIEMBIE - FIRBRBBE
4 13 2|l N-[R-4-({4-[2-(=# F £ )-1H-K 3 sk o -1- K ]-6-2k
Hh-4- ko eg-2- KM )R T AR B B (6.7mg) -

A7 KB RT 8§ pf i 47 2 HPLC 44 14 2 K364 Bl 48 [ -
(% #&4] E1)

HYmihX RIS B4mg) » w A R -N-{4-[2-(=— & F
A)-TH-RK ok o -1- 4K 1-6-ok stk -4- K F g -2- K } 3R T #-1,4-
—B(11.1mg) R = T A (8.4ul)z — & F % (0.5mL) & & it
HEBTHRFER NRERLASHFAETR T A PS-XEs
(PS-Benzaldehyde : Biotage -/ 3] )(50mg) -~ PS- % A
(PS-Trisamine : Biotage 2 3] )(50mg) & =— & F & (1.0mL) it %
¥4 MEH BAEMBIE - RERKBIRER  HAREX
HPLC #4Tn RAE R - 58 N-[R-4-({4-[2-(= &K F %)-1H-

Fokok-1-K]-6-vkoHh-4- K oFog-2- K R)R K] F ik
Bz (6.5mg) °

A 7 KB RT 8§ A7 i 47 2 HPLC 4% #F 14 &4 Bl 48 F
(F % # F1)

# R N-{4-[2-(= fL F R)-1H-X 5 o ok -1- £ ]-6-0% ok -4- %
Foz-2-RVE L -1,4-— 8 (11.lmg) & Z & (1.1lmg)= N,N-
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— 9 R FEAEO0.3mL)/ &% 0.03mLERY » £F 2 F oA
MP- = Z & & % & 7 1t 4% (MP-Triacetoxyborohydride :
Biotage A 8 )(7Smg)ft #E#H LK - AREAEAM T AEET R
Ao A PS-¥ & (PS-Benzaldehyde: Biotage 2 8] )(50mg) & N,N-
—F A FEBEOImML)E#HE 4 8> BhHERT
BondElut(3x i 3 4% )SCX (A & & * RAK/F EE=1/9)#) B 48

EREAHE - BRERERBIRGER  HEE U HPLC #1474
BRAE R F B R-N-{4[2-(= & F % )-1H- X 7 =k =& -1-
A J-6-vK ok -4- K oF g -2- K }-N-T K E T &-1,4- = B
(0.5mg) -

X KERRT 65772 HPLC 544 2 T 564 B1 48 [
(K %4 G1)

R -N-{6-[2-(= # F 2&)-1H-K 2k ok -1- K ]-2-m ok -4- K
Fog-4-K 1 E L K-1,4-= 8 (11.1mg) ~ A8 (1.9mg) ~ 1-#& %
RXF=4G4mg) R = T A B (6.9uL)z NN-=— F K ¥ 8 A%
(AQO0mL)xZ & ¥ > & £ & F /mw N PS-% — 88 & B%
(PS-Carbodiimide : Biotage / 8) )(100mg)# #E# £ & - N K
JER A4 ¥ £ F BT su A PS- ¥ & (PS-Benzaldehyde
Biotage /2~ 5] )(50mg)Ak MP-sx & &5 (MP-Carbonate : Biotage
2 8))(S0mg) i g 4 NH o B RBEYBIE o RIERERIR
% > HHE AN HPLC 7o H H - 532 N[K
4-({6-[2-(= AL F R )-1H-3% 3 o ok -1- 2 |- 2ok o -4- & o %
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4- Ay B A)E T A )M B BE(7.4mg) -

A KI RT 857 472 HPLC 45 4 S K 5645 Bl 48 )
(& #& 4] H1)

# 333-ZAAR-1-mEB R AALHLGIME) » v AR
-N-{6-[2-(= # F £ )-1H- K 3f ok ok -1- & ]-2-vK ok -4- & & 0%
4-A3B -1 4-—(ILImg) R = L A B.4ul)Z — R F
OSMLZARIEARZEBTHRHAER HRERESGYFPTLEE

© =ETmA PS- % & (PS-Benzaldehyde : Biotage 2 3) )(50mg) ~
PS- % Bz (PS-Trisamine : Biotage 4 3] )(50mg) & — & F »
(1.OmL)# ##H 4 oF > B R EHBE - BRERBRBRBEHEE
%A HPLC #7 oRE R » 458 N-[R-4-({6-[2-(= R
FA)-TH-RHFokop-1-K]-2-vkh-4-K-Bor-4- K B A)R T
#1-3,3,3-= £ & 5 -1-5% 8 B2 (8.9mg) -

A ¥ KERT 65 #8472 HPLC &4 B F 5 Bl 48 F) -

© (Fw# )

PR -N-{6-[2-(= # F £)-1H- K 3 ot ok -1- K ]-2-sk H-4- K
Fer-4-RIB T -1,4-— 8 (11.1mg) & Z & (1.1mg)= N,N-
—F R PAERRO0.3mL)/&&0.03mLER Y > £FE T A
MP- = ¢ & £ X & # 1t ¥ (MP-Triacetoxyborohydride :
Biotage 2 8] )(7T5Smg) L ###H E R - N RERAMWF A TR
sm A PS- % & (PS-Benzaldehyde: Biotage 2 3] )(50mg) & N,N-
— PR PEEO3IML)EHEHE 4 5 BheERT
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BondElut(3: # % 42)SCX (R 32 & B A K/ F 8=1/9)& B 48
EERETHYE - BIERBABIRER > #5%7E X HPLC #4745
B R 4% 2 R-N-{6-[2-(= & F % )-1H- X 3} =k 4 -1-
A ]2k ok -4- K Bog 4- A V-N-Z A BT H-1,4- = K&
(0.3mg) -

¥ KB RT 0% p i 47 2 HPLC 45 414 L F 56 5] Bl 48 7]

Wk 17~88 A w & Ewplibbh i Nk 89~129 %
THEERMEALLHIE - X & 130~165 A FHRETH O
Bl Al~Tl Z X kR4S 2 S Thplibbheathis Nk
166~172 % T~ 4 AL £ K -

LEHEALLHEEZ Syn 2 W T oA 2@ EHFT hiE
RéGF|ITRIAFETHE -
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[% 6]

PEx [PSyn

DATA

ESI+: 327

ESI+: 378

ESI+: 394

ESI+: 410

ESI+: 528 [M+Na]
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[& 7]
PEx |PSyn Str DATA
F N F
6| 6 < ]ij ESI+: 187
PN
F
WY
71| 7 Q/LN ESH+: 345
SN
|
Ci N‘dL\S'CHa
" S
72| 7 Z/AN ESI+: 345
SN
P
Cl N'J\S’CH3
|
\n O _CH
8 | 8 |\/)N\ OQ’ T Lern ESI+: 384 [M+Na)
Cl N 3
Pl
9 | 1 Z/(N N ESI+: 516 [M+Na]
OOy
(o] Néi\o o CH ?
P ASD
N
10| 2 F N o. cu ESI+: 527 [M+Na)
N e 3
elege-:
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Ex | Syn DATA
ESI+: 444

1 | 1 |NMRI: 0.95-2.02 (11H, m), 3.55-3.77 (9H, m), 6.23-6.39 (1H, m),

6.84-7.04 (1H, m), 7.35-7.90 (SH, m)
ESI+: 517
NMRI: 1.32-1.51 (4H, m), 1.70-2.03 (4H, m), 2.29-2.30 (3H, m), 3.55-3.86

2 | 2 [(10H, m), 3.78 (2H, s), 7.40-7.69 (3H, m), 7.78-8.05 (3H, m), 8.42-8.59

(1H, m)
ESI+: 551
NMRI: 0.96-1.00 (3H, m), 1.29-1.43 (4H, m), 1.61-1.72 (2H, m), 1.87-2.01

3 | 3 [@H, m), 2.96-3.01 (2H, m), 3.05-3.15 (1H, m), 3.65-3.83 (9H, m),
7.02-7.06 (1H, m), 7.40-7.49 (2H, m), 7.64-8.05 (3H, m), 8.41-8.58 (1H, m)
ESI+: 473

4 | 4 |NMRI: 122-140 (4H, m), 1.79-2.21 (10H, m), 3.64-3.85 (9H, m),
7.38-7.52 (2H, m), 7.63-8.07 (3H, m), 8.40-8.69 (1H, m)

ESI+: 524 [M+Na]

s | s NMRI: 1.18-123 (2H, m), 1.31-1.44 (2H, m), 1.85-1.99 (4H, m), 2.53-2.54
(3H, m), 3.70-3.78 (9H, m), 5.54-5.82 (2H, m), 7.42-7.49 (2H, m),
7.64-7.92 (3H, m), 8.41-8.58 (1H, m)

| BSI+: 601
NMRI: 1.15-1.25 (2H, m), 1.33-1.42 (2H, m), 1.84-1.99 (4H, m), 2.29-2.37

6 | 6 |(6H, m), 3.08-3.12 (2H, m), 3.56-3.58 (4H, m), 3.67-3.83 (8H, m),
5.58-5.66 (1H, m), 5.87-5.99 (1H, m), 7.40-7.51 (2H, 'm), 7.65-8.05 (3H,
m), 8.41-8.58 (1H, m)

ESH+: 545
NMRI: 122-142 (13H, m), 1.77-2.01 (4H, m), 3.14-3.32 (1H, m),

7 | 7 |3.60-3.83 (9H, m), 6.75-6.79 (1H, m), 7.40-7.51 (2H, m), 7.63-8.05 (3H,
m), 8.41-8.58 (1H, m)

ESI+: 502

8 | 8 |NMRI:1.23-1.45 (4H, m), 1.72-2.01 (6H, m), 3.04 (2H, s), 3.48-3.85 (10H,
m), 7.38-8.05 (6H, m), 8.42-8.60 (1H, m)
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DATA

ESI+: 565, 567
NMRI: 121-147 (4H, m), 1.82-2.04 (4H, m), 3.45-3.85 (12H, m),
7.39-7.51 (2H, m), 7.65-8.05 (4H, m), 8.42-8.59 (1H, m)

ESI+: 515

NMRI: 1.23-1.40 (4H, m), 1.81-2.06 (4H, m), 2.13-2.26 (1H, m), 2.45-2.51
(4H, m), 3.53-3.60 (4H, m), 3.65-3.87 (9H, m), 7.39-7.54 (2H, m),
7.63-8.07 (3H, m), 8.39-8.60 (1H, m)

ESI+: 534 [M+Na]

ESI+: 556
NMRI: 1.36-1.47 (4H, m), 1.67-1.84 (6H, m), 1.92-2.01 (2H, m), 2.45-2.62
(4H, m), 3.01-3.02 (2H, m), 3.54-3.82 (10H, m), 7.40-7.64 (3H, m),
7.78-8.05 (3H, m), 8.41-8.56 (1H, m)

ESH+: 570 [M+Na]
NMRI: 1.27-1.43 (2H, m), 1.47-1.69 (2H, m), 1.72-2.10 (4H, m), 2.13-2.26
(24, m), 3.09-3.28 (4H, m), 3.58-3.75 (9H, m), 6.26-6.40 (1H, m),
6.90-7.06 (1H, m), 7.36-7.96 (SH, m)

ESI+: 501
NMRI: 1.33-1.75 (6H, m), 1.95-2.06 (SH, m), 2.70-2.83 (3H, m), 3.55-4.33
(10H, m), 7.40-7.53 (2H, m), 7.66-8.05 (3H, m), 8.42-8.58 (1H, m)

ESI+: 459

NMRI1: 1.03-1.57 (5H, m), 1.89-2.00 (4H, m), 2.17-2.45 (1H, m), 2.27 (3H,
t, J = 0.8 Hz), 3.62-3.85 (9H, m), 7.40-7.51 (2H, m), 7.64-8.06 (3H, m),
8.41-8.58 (1H, m)

[& 90]
Ex | Syn
9 9
10 | 10
11 | 11
12 ] 12
13 1 13
14 | 14
15| 15
16 | 16

ESI+: 529
NMRI1: 1.24-1.43 (4H, m), 1.80-2.09 (4H, m), 2.79 (3H, s), 2.81 (3H, s),
3.44-3.67 (9H, m), 3.78-3.95 (3H, m), 6.12 (1H, s), 7.39-7.65 (4H, m), 7.72
(1H, d, J = 8.1 Hz), 7.86 (1H, d, J = 7.7 Hz), 8.59 (1H, d, J = 7.1 Hz), 9.81
(1H, br-s)
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[%& 91]
Ex | Syn DATA
'ESI+: 569
17 | 17 [ NMRI: L11-1.41 (4H, m), 1.59-2.03 (8H, m), 2.16-2.62 (8H, m), 3.40-3.73
(10H, m), 6.28-6.39 (1H, m), 6.90-7.06 (1H, m), 7.39-7.87 (SH, m), 8.62
(14, 5)
18 [ 18 | ESI+: 570 [M+Na)
19 | 19 | ESI+: 667 [M+Na]
20 | 20 [ ESI+: 651 [M+Na]
21 | 21 | ESI+: 569
22 | 22 | ESI+: 544
23 | 23 | ESI+: 515
' |ESI+: 530
NMRI: 1.36-1.50 (2H, m), 1.51-1.66 (2H, m), 1.88-1.98 (2H, m), 2.11-2.21
24 | 24 | (2H, m), 2.79 (6H, s), 3.66-3.77 (SH, m), 3.86 (2H, s), 5.02-5.12 (1H, m),
6.41 (1H, s), 7.40-7.50 (2H, m), 7.54 (1H, t), 7.72-7.76 (1H, m), 7.85-7.89
(1H, m), 8.51-8.57 (1H, m), 9.75 (1H, br-s)
ESI+: 599 [M+Na] '
NMRI: 1.10-1.28 (2H, m), 1.46-1.64 (2H, m), 1.71-1.83 (1H, m), 1.90-2.02
25 | 25 | (2H, m), 2.09-2.25 (2H, m), 3.43-3.98 (17H, m), 4.24 (2H, d), 6.43 (1H, s),
7.40-7.50 (2H, m), 7.54 (1H, t), 7.74-7.79 (1H, m), 7.85-7.89 (1H, m),
11.63 (1H, br-s)
ESI+: 518
NMRI: 0.83-1.01 (2H, m), 1.09-1.27 (2H, m), 1.38-1.54 (1H, m), 1.67-1.86
26 | 26 | (4H, m), 2.17-222 (3H, m), 2.27-2.36 (1H, m), 2.60-2.72 (2H, m),
3.04-3.18 (2H, m), 3.58-3.75 (8H, m), 4.34-4.51 (2H, m), 6.25-6.37 (1H,
m), 7.09-7.20 (14, m), 7.36-7.49 (2H, m), 7.49-7.89 (3H, m)
27 | 1 [ESH: 445 ' ' '
| ESI+: 444
s | | [NMRI: 112-139 (4H, m), 1.79-2.00 (4H, m), 2.55-2.64 (1H, m), 3.53.77
(9H, m), 5.63 (1H, s), 6.88 (1H, d, J = 7.9 Hz), 7.35-7.47 (2H, m), 7.63-7.94
(2H, m), 8.35-8.39 (1H, m)
29 | 1 | ESI+: 581 [M+Na]
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Ex | Syn DATA
ESI+: 468

0| 1 NMRI: 1.66-2.20 (2H, m), 2.49-3.04 (4H, m), 3.62-3.87 (8H, m), 4.21-4.35
(1H, m), 7.38-7.51 (3H, m), 7.63-8.11 (3H, m), 8.39-8.62 (1H, m),
11.60-11.69 (1H, m)

31 | 1 | ESH+: 444
ESI+: 500

] NMRI: 1.71-2.13 (2H, m), 2.50-2.95 (4H, m), 3.64-3.86 (8H, m), 4.28
(1H, br-s), 6.69 (2H, s), 7.38-7.51 (2H, m), 7.63-8.10 (3H, m),
8.39-8.61 (1H, m)
ESI+: 444

33 | 1 [NMRI: 1.34-1.86 (8H, m), 2.81 (1H, br-s), 3.60-3.72 (8H, m), 3.80 (1H,

° br-s), 6.32 (1H, br-s), 6.73-6.99 (1H, m), 7.35-7.98 (SH, m)

34 | 1 |ESI+: 580 [M+Na]

35 | 1 |ESI+: 580 [M+Na]

36 | 1 |ESI+: 567 [M+Na]
ESH: 531
NMRI: 1.21-1.44 (4H, m), 1.80-2.00 (4H, m), 2.28 (2H, t, J = 5.2 Hz),

37 | 2 |3.20-3.21 3H, m), 3.51 2H, m, J = 6.4 Hz), 3.46-3.57 (1H, m), 3.65-3.84
(94, m), 7.40-7.51 (2H, m), 7.65-8.05 (4H, m), 8.42-8.58 (1H, m)
ESI+: 561
NMRI: 1.33-1.49 (4H, m), 1.75-2.02 (4H, m), 3.29-3.30 (3H, m), 3.47-3.51

38 | 2 | (2H, m), 3.56-3.83 (12H, m), 3.86 (2H, s), 7.40-7.59 (3H, m), 7.65-8.05
(3H, m), 8.42-8.59 (1H, m)
| ESI+: 533

9 39 | 2 |NMRI: 1.26-1.52 (4H, m), 1.74-2.03 (4H, m), 3.41-3.88 (12H, m),

4.63-4.65 (1H, m), 5.42-5.46 (1H, m), 7.40-8.05 (6H, m), 8.42-8.59 (1H, m)
ESI+: 530

w0l 2 NMRI: 1.31-1.53 (4H, m), 1.73-2.05 (4H, m), 2.19-2.20 (6H, m), 2.83 (2H,
s), 3.54-3.87 (10H, m), 7.40-7.65 (3H, m), 7.78-8.06 (3H, m), 8.42-8.59
(1H, m)
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ESI+: 544
NMRI1: 1.30-1.47 (4H, m), 1.82-2.05 (4H, m), 2.84-2.85 (3H, m), 2.95-2.96
(3H, m), 3.55-3.85 (10H, m), 7.40-7.51 (2H, m), 7.65-8.05 (3H, m),
8.41-8.60 (2H, m)

ESI+: 557

NMRI1: 1.20-1.44 (4H, m), 1.51-1.62 (44, m), 1.79-1.87 (2H, m), 1.90-2.02
(2H, m), 2.25-2.35 (1H, m), 3.24-3.37 (2H, m), 3.47-3.57 (1H, m),
3.64-3.89 (11H, m), 7.40-7.51 (2H, m), 7.62-8.05 (4H, m), 8.41-8.58 (1H,
m)

ESI+: 571
NMRI1: 1.03-1.45 (8H, m), 1.57-2.10 (9H, m), 3.43:3.56 (1H, m), 3.63-3.86
(9H, m), 4.27-4.52 (1H, m), 7.42-8.05 (6H, m), 8.41-8.58 (1H, m)

ESI+: 585
NMR1: 0.99-1.43 (8H, m), 1.59-2.13 (9H, m), 3.19-3.22 (3H, m), 3.43-3.57
(1H, m), 3.63-3.88 (9H, m), 3.40-3.51 (2H, m), 7.58-8.05 (4H, m),
8.41-8.58 (1H, m)

ESI+: 585
NMR1: 1.17-1.84 (15H, m), 1.91-2.00 (2H, m), 2.12-2.22 (1H, m),
3.27-3.31 (2H, m), 3.42-3.58 (1H, m), 3.63-3.87 (9H, m), 4.36 (1H, t, ] =
5.3 Hz), 7.40-7.62 (3H, m), 7.64-8.05 (3H, m), 8.41-8.58 (1H, m)

ESI+: 529
NMR1: 1.22-1.48 (4H, m), 1.75-1.85 (2H, m), 1.97-2.07 (2H, m), 2.19 (6H,
s), 2.82 (2H, s), 3.55-3.87 (10H, m), 6.10 (1H, s), 7.37-7.54 (5H, m),
7.69-7.74 (1H, m), 7.83-7.87 (1H, m)

[% 93]
Ex | Syn
41 | 2
421 2
431 2
44 | 2
45 | 2
46 | 2
47 | 2

ESI+: 544

NMR1: 1.36-1.85 (6H, m), 1.91-2.08 (2H, m), 2.15-2.21 (6H, m), 2.65-3.10
(4H, m), 3.56-3.91 (10H, m), 7.39-7.58 (2H, m), 7.66-8.05 (3H, m),
8.42-8.58 (1H, m)
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Ex | Syn DATA
ESI+: 543
a8 | o |NMRI:127-1.70 (6H, m), 1.86-2.09 (2H, m), 2.17-2.18 (6H, m), 2.62-3.08
(4H, m), 3.58-4.25 (10H, m), 6.26-6.37 (1H, m), 6.92-7.06 (1H, m),
7.35-7.87 (54, m)
ES[+: 529
4 | 5 |NMRI: 124-147 (4H, m), 1.67-2.05 (4H, m), 2.18 (6H, s), 2.81 (2H, ),
3.49-3.77 (10H, m), 6.25-6.40 (1H, m), 6.88-7.09 (1H, m), 7.35-7.91 (6H,
m)
ESI+: 577 [M+Na]
s | o |NMRI: 1.15-1.47 (4H, m), 1.83-2.04 (4H, m), 3.15-3.28 (2H, m), 3.49-3.87
(10H, m), 624-6.37 (1H, m), 7.39-7.51 (2H, m), 7.65-8.01 (4H, m),
o 8.12-8.25 (1H, m) 8.39-8.60 (1H, m)
51| 2 |ESI+ 583
52| 2 |ESI+ 626
53 | 2 | ESI+: 655
54 | 2 | ESH+: 543
ESI+: 616
ss | 5 |NMRI: 1.26-1.46 (6H, m), 135 (9H, s), 1.80-2.02 (4H, m), 2.80 (3H, ),
3.49-3.84 (10H, m), 7.39-7.51 (2H, m), 7.65-8.05 (4H, m), 8.41-8.59 (1H,
m)
ESI+: 602
56 | 2 | NMRI: 1.22-1.45 (SH, m), 1.39 (9H, s), 1.80-2.01 (4H, m), 3.42-3.84 (11H,
m), 6.80-6.88 (1H, m), 7.40-8.05 (6H, m), 8.42-8.59 (1H, m)
57 | 2 | ESI+: 663 [M+Na]
s8 | 2 [ESI+: 663 [M+Na]
59 | 2 | ESI+: 573 [M+Na]
60 | 2 | ESI+: 655
61 | 2 |ESI+: 655
62 | 2 | ESI+: 599 [M+Na]
63 | 2 |ESH: 605 [M+Na]
64 | 2 | ESI+: 677 [M+Na]
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[%& 95]

Ex |Syn DATA

65 | 2 |ESI+: 612 [M+Na]

66 | 2 |ESI+: 598 [M+Na]

67 | 2 | ESI+: 599 [M+Na]

68 | 2 |ESI+: 569

69 | 2 | ESI+: 652

70 | 2 | ESI+: 641 [M+Na]

71 | 2 | ESI+:583

72 | 2 |ESH: 662 [M+Na]

73 | 2 |ESI+: 677 [M+Na]

74 | 2 | ESI+: 677 [M+Na]

75 | 2 | ESI+: 655

76 | 2 | ESI+: 677 [M+Na]

77 | 2 | ESI+: 677 [M+Na]

78 | 2 | ESI+: 610 [M+Na]

79 | 2 |ESI+: 757 [M+Na]

80 | 2 | ESI+: 663 [M+Na]

81 | 2 |ESI+: 530
ESI+: 545 [M+Na]

e | 3 NMR1: 1.28-1.47 (4H, m), 1.90-2.03 (4H, m), 2.91-2.96 (3H, m), 3.07-3.19
(1H, m), 3.64-3.83 (9H, m), 7.00-7.08 (1H, m), 7.39-7.53 (2H, m),
7.63-8.07 (3H, m), 8.40-8.60 (1H, m)

ESI+: 591
NMRI1: 1.31-1.47 (3H, m), 1.88-2.04 (3H, m), 3.15-3.36 (2H, m), 3.58-3.85

8 | 3 [(9H, m), 4.37-4.47 (2H, m), 7.40-7.51 (2H, m), 7.62-8.05 (4H, m),
8.41-8.58 (1H, m)

ESI+: 549

e | 3 NMRI: 0.85-0.98 (4H, m), 1.31-1.47 (4H, m), 1.90-2.06 (4H, m), 2.53-2.63
(1H, m), 3.04-321 (1H, m), 3.59-3.87 (9H, m), 7.03-7.12 (1H, m),
7.40-7.51 (2H, m), 7.65-8.05 (3H, m), 8.41-8.58 (1H, m)
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DATA

ESI+: 627
NMRI: 1.10-1.48 (SH, m), 1.81-2.08 (5H, m), 2.20-3.12 (4H, m), 3.62-3.86
(11H, m), 7.40-7.93 (6H, m), 8.40-8.60 (1H, m)

ESI+: 591
NMRI: 1.21-1.66 (10H, m), 1.79-1.99 (6H, m), 2.13-2.23 (1H, m),
2.96-3.15 (3H, m), 3.61-3.85 (9H, m), 6.99-7.03 (1H, m), 7..40-7.51 (2H,
m), 7.64-8.05 (3H, m), 8.41-8.58 (1H, m)

ESI+: 585
NMRI: 1.15-1.35 (4H, m), 1.61-1.72 (2H, m), 1.80-1.91 (2H, m), 2.86-3.01
(1H, m), 3.56-3.83 (9H, m), 7.38-7.50 (2H, m), 7.57-8.03 (9H, m),
8.36-8.56 (1H, m)

ESI+: 599
NMRI: 1.23-1.41 (4H, m), 1.86-1.99 (4H, m), 2.95-3.09 (1H, m), 3.61-3.85
(9H, m), 4.33-4.34 (2H, m), 7.08-7.11 (1H, m), 7.34-7.50 (7H, m),
7.64-8.05 (3H, m), 8.41-8.58 (1H, m)

ESI+: 550
NMRI: 0.97 3H, t, ] = 7.4 Hz), 1.22-1.39 (4H, m), 1.59-1.72 (2H, m),
1.79-2.00 (4H, m), 2.91-3.11 (3H, m), 3.54-3.74 (9H, m), 6.26-6.39 (1H,
m), 6.91-7.06 (2H, m), 7.36-7.88 (5H, m)

ESI+: 584
NMRI1: 1.10-1.31 (4H, m), 1.53-1.93 (4H, m), 2.81-2.97 (1H, m), 3.51-3.73
(9H, m), 6.25-6.37 (1H, m), 6.83-6.96 (1H, m), 7.33-7.87 (11H, m)

ESI+: 598

NMRI: 1.13-1.36 (4H, m), 1.77-1.99 (4H, m), 2.87-3.06 (1H, m), 3.51-3.76
(9H, m), 4.31 (2H, s), 6.21-6.38 (1H, m), 6.89-7.08 (2H, m), 7.30-7.52 (8H,
m), 7.73-7.88 (2H, m)

[% 96]
Ex {Syn
8| 3
8 | 3
871 3
88 | 3
89| 3
91| 3
91 | 3
92| 3

'ESI+: 606 [M+Na]
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[#% 97]

Ex | Syn DATA
ESI+: 573 [M+Na]

o | 3 NMR1: 1.23-1.37 (4H, m), 1.84-2.01 (4H, m), 2.59-2.68 (6H, m), 2.88-3.04
(1H, m), 3.57-3.74 (9H, m), 6.25-6.38 (1H, m), 6.85-7.16 (4H, m),
7.36-7.58 (2H, m), 7.74-7.88 (2H, m)

94 | 3 |ESI+: 598

95 | 3 |ESI+: 606 M+Na]

96 | 3 | ESI+: 609

97 | 3 | ESH+: 606

98 | 3 | ESI+: 584 [M+Na]
ESI+: 472

99 | 4 [NMRI: 1.13-1.37 (4H, m), 1.75-2.11 (4H, m), 2.18 (6H, s), 3.60-3.84 (9H,
m), 6.09 (1H, s), 7.36-7.66 (4H, m), 7.69-7.74 (1H, m), 7.83-7.34 (1H, m)
ESI+: 473

100| 4 |NMRI: 1.00 GH, t,J = 7.0 Hz), 0.92-1.39 (4H, m), 1.78-2.01 (4H, m),
2.32-2.53 (2H, m), 2.56 (2H, q, J = 7.0 Hz), 3.55-3.85 (9H, m), 7.40-7.51
(2H, m), 7.64-8.05 (3H, m), 8.42-8.58 (1H, m)
ESI+: 535 ‘

101 | 4 | NMR1: 1.09-1.36 (4H, m), 1.88-2.03 (SH, m), 2.29-2.42 (1H, m), 3.62-3.83
(11H, m), 7.19-7.51 (7H, m), 7.64-8.05 (3H, m), 8.42-8.57 (1H, m)
ESI+: 551 ‘ _

02 4 NMRI1: 1.28-1.60 (4H, m), 1.99-2.26 (4H, m), 2.94-3.07 (1H, m), 3.62-3.85
(9H, m), 4.01-4.08 (2H, m), 6.82 (2H, d), 7.34-7.53 (4H, m), 7.65-8.05 (3H,
m), 8.42-8.57 (1H, m), 8.90 (1H, br-s), 9.70 (1H, s)
ESI+: 551

103 | 4 [NMRI:129-1.63 (48, m), 1992.27 (4H, m), 2.97-3.11 (1H, m), 3.66-3.85
(9H, m), 4.04-4.13 (2H, m), 6.81-6.98 (3H, m), 7.22-7.54 (3H, m),
7.65-8.05 (3H, m), 8.42-8.58 (1H, m), 8.93-9.11.(1H, m), 9.69 (1H, s)
ESI+: 551

104 4 |NMRI:LI5-132 (4H, m), 1.89-2.04 (4H, m), 2.31-2.55 (3H, m), 3.62-3.83
(9H, m), 3.89 (2H, s), 6.66-6.72 (2H, m), 7.04-7.08 (2H, m), 7.40-7.50 (2H,
m), 7.64-8.05 (3H, m), 8.41-8.57 (1H, m)
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[% 98]

Ex | Syn DATA
ESI+: 595

105 4 NMRI1: 1.10-1.36 (4H, m), 1.89-2.01 (4H, m), 2.29-2.42 (1H, m), 3.65-3.83
(14H, m), 3.97 (2H, t, J = 4.9 Hz), 4.82-4.88 (1H, m), 6.77-6.93 (3H, m),
7.18-7.51 (3H, m), 7.64-8.04 (3H, m), 8.41-8.57 (1H, m)
ESI+: 636

1061 4 NMRI1: 1.02-1.56 (7H, m), 1.76-2.01 (4H, m), 2.24-2.37 (1H, m), 3.01-3.10
(2H, m), 3.63-3.85 (9H, m), 5.01 (2H, s), 7.22-7.51 (8H, m), 7.64-8.05 (4H,
m), 8.41-8.58 (1H, m)
ESI+: 555

1071 4 NMRI1: 0.73-1.39 (11H, m), 0.91 (3H, t, ] = 6.4 Hz), 1.56-1.99 (9H, m),
2.33-2.57 (2H, m), 3.64-3.85 (8H, m), 7.40-7.51 (2H, m), 7.64-8.05 (3H,

e m), 8.41-8.58 (1H, m), 8.62 (1H, br-s)

ESI+: 565

108l 4 NMRI1: 1.13-1.37 (8H, m), 1.78-2.38 (6H, m), 3.62-4.17 (10H, m),
6.64-6.74 (2H, m), 7.03-7.07 (2H, m), 7.39-7.50 (2H, m), 7.64-8.03 (3H,
m), 8.41-8.56 (1H, m)
ESI+: 618

109] 4 NMRI1: 1.30-1.58 (4H, m), 1.98-2.28 (7H, m), 2.87-2.47 (7H, m), 3.63-3.83
(9H, m), 4.20-429 (2H, m), 7.38-7.66 (7H, m), 7.77-8.05 (2H, m),
8.41-8.57 (1H, m), 9.09-9.28 (1H, m), 10.94 (1H, br-s)
ESI+: 625

1ol 4 NMRI: 1.10-1.26 (2H, m), 1.48-1.61 (2H, m), 1.83-2.05 (4H, m), 2.37-2.58 :
(1H, m), 3.54-3.84 (13H, m), 7.19-7.49 (12H, m), 7.64-8.02 (3H, m),
8.40-8.54 (1H, m)
ESI+: 501

G 11l 4 NMRI1: 0.96 (6H, t, J = 7.1 Hz), 1.22-1.40 (4H, m), 1.68-2.05 (4H, m),

2.43-2.49 (44, m), 3.65-3.82 (9H, m), 7.40-7.51 (2H, m), 7.78-8.05 (3H,
m), 8.42-8.58 (1H, m)

112| 4 | ESI+: 569

113 4 | ESI+: 569

114 | 4 | ESI+: 569
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Ex

Syn

DATA

115

ESI+ 538 [M+Na]
NMR1: 1.37-1.62 (6H, m), 1.96-2.04 (2H, m), 2.56-2.65 (6H, m), 3.70-3.98
(9H, m), 6.15 (1H, m), 7.42-7.51 (2H, m), 7.65-8.05 (3H, m), 8.42-8.58
(1H, m)

116

ESI+: 618 [M+Na]

NMRI1: 1.18-1.29 (2H, m), 1.33-1.44 (2H, m), 1.87-2.00 (4H, m), 3.70-3.78
(9H, m), 4.17-4.12 (2H, m), 5.80-5.94 (1H, m), 6.17-6.28 (1H, m),
7.11-7.16 (2H, m), 7.25-7.30 (2H, m), 7.40-7.51 (2H, m), 7.65-8.05 (3H,
m), 8.41-8.58 (1H, m)

117

ESI+: 604 [M+Na]

NMRI1: 1.22-1.48 (4H, m), 1.91-2.03 (4H, m), 3.41-3.52 (1H, m), 3.67-3.85
(9H, m), 6.07 (1H, dd, J = 8.4, 4.2 Hz), 7.02-7.13 (2H, m), 7.36-7.52 (4H,
m), 7.66-7.06 (3H, m), 8.23-8.78 (2H, m)

118

ESI+: 617 [M+Na]

NMRI: 1.17-1.38 (4H, m), 1.78-2.01 (4H, m), 3.59-3.72 (9H, m), 4.17 (2H,
br-s), 5.82 (1H, br-s), 6.13-6.37 (2H, m), 6.89-7.05 (1H, m), 7.09-7.12 (2H,
m), 7.23-7.30 (2H, m), 7.37-7.52 (2H, m), 7.75-7.88 (2H, m)

119

ESI+: 632[M+Na)

NMR1: 1.36-1.52 (2H, m), 1.52-1.66 (4H, m), 1.96-2.05 (2H, m), 2.71 (3H,
S), 3.66-3.84 (8H, m), 3.92-4.07 (2H, m), 4.22 (2H, d, J = 6 Hz), 6.84-6.90
(1H, m), 7.09-7.15 (2H, m), 7.26-7.31 (2H, m), 7.40-7.54 (2H, m),
7.66-8.05 (3H, m), 8.42-8.58 (1H, m)

120

ESI+: 581

NMR1: 1.02-1.42 (4H, m), 169-2.03 (4H, m), 3.60-3.74 (8H, m), 6.01-6.07
(1H, m), 6.26-638 (1H, m), 6.92-7.08 (2H, m), 7.33-7.88 (6H, m),
8.28-8.43 (1H, m)

121

ESI+: 607

NMR1: 1.08-1.39 (4H, m), 1.79-2.01 (4H, m), 3.59-3.74 (12H, m),
4.08-4.11 (2H, m), 5.71-5.79 (1H, m), 6.01-6.16 (1H, m), 6.25-6.37 (1H,
m), 6.84-7.04 (3H, m), 7.05-7.19 (2H, m), 7.37-7.55 (2H, m), 7.75-7.96
(2H, m) '
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[%& 100]
Ex [Syn DATA
ESI+: 669 [M+Na]
12| s | NMRI:1.16-1.42 (4H, m), 1.84-2.06 (4H, m), 3.36-3.48 (1H, m), 3.59-3.75
(OH, m), 6.10-6.14 (1H, m), 6.28-6.38 (1H, m), 6.93-7.06 (1H, m),
7.18-7.31 (2H, m), 7.38-7.87 (8H, m), 8.46-8.62 (1H, m)
ESI+: 610 [M+Na]
193] s |NMR1: 1.19-144 (4H, m), 1.86-2.05 (4H, m), 3.36-3.51 (1H, m), 3.58-3.75
(9H, m), 6.26-6.38 (1H, m), 6.91-7.97 (1H, m), 7.38-7.87 (8H, m),
8.86-8.96 (1H, m)
ESI+: 599 [M+Na]
14| 5 |NMRI: 112-1.38 (4H, m), 1.79-2.02 (4H, m), 3.60-3.74 (9H, m), 4.19 (2H,
d, J = 6 Hz), 5.77-5.87 (1H, m), 6.10-6.38 (2H, m), 6.90-7.05 (1H, m),
(4] | 7.18-7.36 (5H, m), 7.36-7.59 (2H, m), 7.63-7.88 (2H, m)
125 | 5 | ESI+: 610 [M+Na)
126 | 5 | ESI+: 610 [M+Na]
127| 5 | ESI+: 624 [M+Na)
128 | 5 | ESI+: 585 [M+Na]
129| 5 | ESI+: 619 [M+Na]
130| 5 |ESI+: 628 [M+Na]
131 5 | ESI+: 624 [M+Na]
132| 5 | ESH+: 585 [M+Na]
133| 5 | ESI+: 619 [M+Na]
{134 5 [ESI+: 619 [M+Na]
135| 5 | ESI+: 619 [M+Na]
ESI+: 580 [M+Na]
NMR1: 1.63-2.50 (2H, m), 3.35-3.79 (2H, m), 1.82-2.00 (4H, m), 3.51-3.82
© 136) 6 (16H, m), 5.52-5.74 (1H, m), 7.41-7.50 (2H, m), 7.65-8.05 (3H, m),
8.41-8.59 (1H, m)
ESI+: 573
(37| ¢ |NMRI:130-1.42 (45, m), 1.81-1.87 (2H, m), 1.91-1.99 (2H, m), 2.16 (6H,
s), 2.28-2.23 (2H, m), 2.77 (3H, s), 3.22-3.46 (3H, m), 3.67-3.81 (SH, m),
6.14-6.33 (1H, m), 7.40-7.51 (2H, m), 7.64-8.05 (3H, m), 8.42-8.58 (1H, m)
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Ex | Syn DATA
ESI+: 568 [M+Na]

sl 6 NMRI: 1.17-1.47 (4H, m), 1.84-1.91 (4H, m), 3.11-3.17 (1H, m), 3.67-3.83
(11H, m), 5.50-5.94 (2H, m), 7.41-7.50 (2H, m), 7.66-8.04 (3H, m),
8.41-8.59 (1H, m)
ESI+: 600

iz9| 6 NMRI1: 1.06-1.38 (4H, m), 1.77-2.02 (4H, m), 2.26-3.14 (4H, m), 3.55-3.74
(10H, m), 5.50-5.65 (1H, m), 6.27-6.37 (1H, m), 6.90-7.09 (1H, m),
7.37-7.96 (6H, m)
ESI+: 599

10| ¢ [NMRI: 100220 (1SH, m), 2.89-3.14 (IH, m), 229-237 (6H, m),
3.08-3.12 (2H, m), 3.57-3.84 (9H, m), 5.48-5.65 (1H, m), 6.25-6.37 (1H,
m), 6.88-7.05 (1H, m), 7.35-8.01 (SH, m)

'141| 6 |ESH:614
ESI+: 645

2| 6 NMRI1: 1.09-1.34 (4H, m), 1.79-2.02 (4H, m), 3.56-3.81 (10H, m), 4.27
(2H, d, J = 6 Hz), 5.87-5.95 (1H, m), 6.24-6.41 (2H, m), 6.87-7.04 (1H, m),
7.37-7.60 (4H, m), 7.63-7.72 (2H, m), 7.75-7.91 (2H, m)
ESI+: 600 [M+Na]

sl 6 NMRI1: 1.12-1.40 (4H, m), 1.81-2.01 (4H, m), 3.59-3.76 (9H, m), 4.21 (2H,
d, J = 6 Hz), 5.91-5.99 (1H, m), 6.23-6.41 (2H, m), 6.87-7.04 (1H, m),
7.19-7.24 (2H, m), 7.37-7.61 (2H, m), 7.64-7.90 (2H, m), 8.31-8.50 (1H, m)

144 | 6 | ESI+: 624 [M+Na]

145| 6 | ESI+: 577 [M+Na]

146 | 6 | ESI+: 562 [M+Na]

147] 6 |ESI+: 611

148 | 7 | ESI+: 544

149 | 8 |ESI+: 459
ESI+: 458

50| 8 NMRI1: 0.82-1.03 (4H, m), 1.35-2.60 (2H, m), 1.65-1.82 (4H, m), 2.99-3.03
(2H, m), 3.56-3.75 (8H, m), 6.23-6.37 (1H, m), 7.09-7.17 (1H, m),
7.37-7.48 (2H, m), 7.75-7.79 (1H, m), 7.82-7.88 (1H, m)
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Ex |Syn DATA
ESk+: 516

151 8 |NMRI: 1.28-1.45 (4H, m), 1.77-2.03 (4H, m), 2.23 (3H, s), 2.99 (2H, s),
3.52-3.84 (10H, m), 7.40-8.05 (6H, m), 8.41-8.60 (1H, m)

152| 8 |ESI+: 529

153 | 8 | ESI+: 541

154| 8 |ESI+: 541

155| 8 |ESI+: 458

156 8 |ESI+: 555

157| 8 |ESI+: 555

158 | 8 | ESI+: 555

O 159 | 8 |ESH-: 555

160 | 8 |ESI+: 555

161] 8 |ESH: 555

162]| 8 |ESK: 555

163 | 8 |ESH: 541

164| 8 |ESI+: 570
ESI+: 445
NMRI: 1.13-1.28 (2H, m), 1.41-1.73 (3H, m), 1.78-1.87 (2H, m), 2.05-2.15

165| 8 |(2H, m), 2.57-2.69 (1H, m), 3.66-3.76 (8H, m), 4.97-5.07 (1H, m), 6.38
(1H, s), 7.39-7.49 (2H, m), 7.52 (1H, t), 7.72-7.77 (1H, m), 7.84-7.88 (1H,
m)
ESI+: 459

66| g |NMRI:0.98-115 (4H, m), 1.62-1.86 (SH, m), 3.64-3.78 (8H, m), 4.20 (2H,
d), 6.43 (1H, s), 7.39-7.50 (2H, m), 7.54 (1H, 1), 7.74-7.79 (1H, m),

o 7.84-7.89 (1H, m)

167 | 8 |ESH:476

168 | 8 |ESH:476

169 | 8 |ESH+: 445

170 | 9 |ESH: 564, 566

171 | 9 | ESI+: 586 [M+Na]
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172

10

ESI+: 514
NMRI: 1.19-1.36 (4H, m), 1.79-2.22 (4H, m), 3.41-3.50 (2H, m), 3.43-3.80
(16H, m), 6.24-637 (1H, m), 6.89-7.03 (1H, m), 7.37-7.55 (2H, m),
7.64-6.96 (3H, m)

173

10

ESI+: 514
NMRI; 1.39-1.89 (8H, m), 2.09-2.18 (1H, m), 2.38-2.47 (4H, m), 3.51-3.77
(12H, m), 3.91 (1H, br-s), 6.32 (1H, br-s), 6.98 (1H, br-s), 7.34-8.04 (SH,

m)

174

10

'ESI+: 528

NMRI: 0.75-1.58 (8H, m), 1.75-1.88 (4H, m), 2.06-1.20 (1H, m), 2.99-3.20
(1H, m), 3.46-3.74 (9H, m), 6.18-6.40 (1H, m), 7.09-7.18 (1H, m),
7.38-7.50 (2H, m), 7.50-7.89 (3H, m)

175

10

ESI+: 512

176

10

ESI+: 498

177

10

ESI+: 526

178

10

ESI+: 512

179

10

ESI+: 554

180

10

ESI+: 526

181

11

ESI4+: 549 [M+Na]
NMRI: 1.34-1.50 (2H, m), 1.51-1.75 (8H, m), 1.96-2.07 (2H, m), 2.18-2.26
(2H, m), 3.15-322 (2H, m), 3.64-3.86 (9H, .m), 4.24-4.36 (I1H, m),
7.38-7.55 (2H, m), 7.64-8.06 (3H, m), 8.40-8.60 (1H, m)

182

11

ESI+: 535 [M+Na]

183

11

ESI+: 512

NMRI: 1.32-1.43 (2H, m), 1.52-1.69 (2H, m), 1.75-2.03 (6H, m), 2.15-2.25
(2H, m), 3.59-3.88 (9H, m), 4.03-4.13 (1H, m), 6.35 (1H, br-s), 7.07-7.15
(1H, m), 7.35-7.98 (SH, m)

184

11

ESI+: 548 [M+Na]}

185

11

ESI+: 534 [M+Na) -
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Ex | Syn DATA
ESI+: 570
NMRI: 1.32-1.57 (10H, m), 1.74-2.01 (4H, m), 2.29-2.40 (4H, m),

186 | 12 | 282283 (2H, m), 3.53-3.84 (10H, m), 7.39-7.52 (3H, m), 7.64-8.05 (3H,
m), 8.41-8.58 (1H, m)

187 | 12 | ESI+: 555

188 | 12 | ESI+: 619

189 | 12 | ESI+: 555

190 | 12 | ESI+: 583

191 | 12 | ESI+: 670

Q 192 | 12 | ESI+: 541

ESI+: 509 [M+Na]

193 | 14 | NMRI1: 1.20-1.45 (4H, m), 1.76-2.02 (7H, m), 3.46-3.56 (1H, m), 3.65-3.85
(9H, m), 7.49-7.54 (2H, m), 7.63-8.07 (44, m), 8.40-8.61 (1H, m)

194 | 14 | ESI+: 508 [M+Na]
ESI+: 508 [M+Na]

105 | 14 |NMRI: 1.19-1.38 (4H, m), 1.78 (3H, 5), 1.79-2.08 (4H, m), 3.53 (1H, br-s),
3.66 (8H, br-s), 3.80 (1H, br-s), 6.10 (1H, s), 7.37-7.66 (4H, m), 7.68-7.75
(2H, m), 7.84 (1H, d, J = 7.6 Hz)
ESI+: 500

106 | 14 NMR1: 1.33-1.70 (5H, m), 1.89-2.06 (SH, m), 2.47-2.50 (3H, m), 2.64-2.84
(2H, m), 3.58-3.74 (9H, m), 6.25 (1H, s), 6.63 (1H, d, J = 7.5 Hz), 7.36-7.66
(3H, m), 7.72 (1H, d, ] = 7.8 Hz), 7.82 (1H, d, ] = 7.6 Hz)
ESI+: 458

197 | 15 | NMRI: 0.94-1.33 (3H, m), 1.04 (3H, d, J = 6 Hz), 1.71-2.34 (7H, m),

3.59-3.71 (9H, m), 6.24-6.38 (1H, m), 6.85-7.01 (1H, m), 7.76-7.86 (2H, m)
ESI+: 472

198 | 15 |NMRI1: 1.14-1.32 (4H, m), 1.71-2.26 (11H, m), 3.56-3.73 (9H, m),
6.22-6.37 (1H, m), 6.84-7.04 (1H, m), 7.33-7.97 (4H, m)
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Ex | Syn DATA
' ESI+: 486

NMR1: 0.81-1.01 (2H, m), 1.04-1.27 (2H, m), 1.39-1.53 (1H, m), 1.73-1.88

199 | 15 | (4H, m), 2.01-2.10 (1H, m), 2.10-2.38 (4H, m), 3.03-3.18 (2H, m),
3.58-3.73 (8H, m), 6.24-6.38 (1H, m), 7.10-7.18 (1H, m), 7.37-7.47 (2H,
m), 7.50-7.88 (2H, m)
ESI+: 472

2001 15 NMRI1: 0.82-1.01 (4H, m), 1.38-1.61 (2H, m), 1.68-1.92 (4H, m), 2.12-2.26
(3H, m), 3.03-3.18 (2H, m), 3.58-3.73 (8H, m), 6.25-6.37 (1H, m),
7.10-7.17 (1H, m), 7.37-7.48 (2H, m), 7.49-7.89 (3H, m)
ESI+: 528
NMR1: 0.89-1.13 (2H, m), 1.37-1.60 (3H, m), 1.80-2.00 (6H, m), 2.10-2.24

201 | 16 | (2H, m), 2.96-3.14 (2H, m), 3.30-3.41 (2H, m), 3.45-3.78 (SH, m),
3.84-3.98 (4H, m), 6.36-6.47 (1H, m), 7.30-7.71 (4H, m), 7.71-8.00 (3H,
m), 11.04-11.32 (1H, m)

202 | 16 | ESI+: 526

203 | 16 | ESI+: 526

204 | 16 | ESI+: 569

205 | 21 | ESI+: 569
ESI+: 518
NMR1: 0.93-1.11 (2H, m), 1.35-1.62 (3H, m), 1.83-2.13 (5H, m), 2.66-2.78

206 | 16 | 3H, m), 3.06-3.27 (2H, m), 3.30-3.74 (10H, m), 4.71-5.02 (2H, m),
6.28-6.43 (1H, m), 7.18-7.33 (1H, m), 7.38-7.50 (2H, m), 7.50-7.88 (3H,
m), 10.21-10.46 (1H, m)

207 | 16 | ESI+: 530

208 | 17 | ESI+: 543
ESI+: 585 [M+Na]

200 | 1g | NMRI: 1.11-128 (2H, m), 1.42-1.60 (2H, m), 1.67-1.94 (SH, m), 2.14-2.26
(2H, m), 3.14 (2H, 1), 3.22 (2H, 1), 3.61-3.81 (8H, m), 4.21 (2H, d), 6.44
(1H, s), 7.38-7.50 (2H, m), 7.54 (14, 1), 7.77 (1H, d), 7.87 (1H, d)

210 20 | ESI+: 651 [M+Na]

211 | 21 | ESI+: 569

212 | 22 | ESI+: 567 [M+Na]
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Ex | Syn DATA

213 | 22 | ESI+: 581 [M+Na]

214 | 22 | ESI+: 598 [M+Na]

215 | 22 | ESI+: 598 [M+Na]
ESI+: 529
NMRI1: 1.10-1.26 (2H, m), 1.42-1.56 (2H, m), 1.71-1.84 (1H, m), 1.93-2.03

216 | 23 | (2H, m), 2.13-2.22 (2H, m), 3.03-3.83 (15H, m), 3.94-4.01 (2H, m), 4.24
(2H, d), 6.43 (1H, s), 7.39-7.50 (2H, m), 7.54 (1H, t), 7.74-7.78 (1H, m),
7.85-7.89 (1H, m), 10.32 (1H, br-s)

217 | 23 | ESI+: 546

6 218 | 23 | ESI+: 546

ESI+: 530
NMRI1: 0.82-1.01 (2H, m), 1.08-1.23 (2H, m), 1.37-1.52 (1H, m), 1.66-1.86

219 | 26 | (4H, m), 1.96 (3H, s), 2.16 (3H, s), 2.23-2.34 (1H, m), 3.01-3.16 (2H, m),
3.19-3.24 (4H, m), 3.58-3.73 (8H, m), 6.25-6.37 (1H, m), 7.08-7.18 (1H,
m), 7.37-7.48 (2H, m), 7.50-7.88 (3H, m)
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Ex | Syn DATA

220 2 ESI+: 543

221 4 | ESI+: 486

222 8 ESI+: 458

223 23 |ESI+: 528

24| 2 |ESH: 724 [M+Na]

225 225 |[ESI+: 601

226 | 10 | ESI+:516

227( 10 |[ESI+:574

228 | 25 |ESI+: 562

ESI+: 598 [M+Na]

NMRI: 0.99-1.14 (2H, m), 1.44-1.61 (3H, m), 1.87-1.98 (2H, m), 2.12-2.22
(2H, m), 2.99-4.56 (19H, m), 6.15 (1H, s), 7.37-7.68 (4H, m), 7.70-7.75
(1H, m), 7.83-7.88 (1H, m)

229 | 25

230 | 258 |ESI+: 584 [M+Na]

ESI+: 598 [M+Na]
NMR1: 0.81-1.04 (2H, m), 1.12-1.31 (2H, m), 0.81-1.31 (1H, m), 1.39-1.52
231| 258 [(1H, m), 1.66-1.88 (4H, m), 2.85-3.04 (8H, m), 3.04-3.18 (2H, m),
3.57-3.73 (8H, m), 6.25-6.37 (1H, m), 7.11-7.19 (I1H, t, J] = 5.6 Hz),
7.35-7.88 (SH, m)

232 | 258 | ESI+: 598 [M+Na]

233| 2 |ESI+: 691 [M+Na]

234 2 ESI+: 662 [M+Na]

235 2 ESI+: 691 [M+Na]

236| 2 |ESI+: 662 [M+Na]

237 10 | ESI+: 626

2381 10 |[ESI#+: 3573

1239 239 | ESI+: 605

240 18 |ESI+: 584 [M+Na)

241 18 |[ESI+: 584 [M+Na]

242 3 ESI+: 634 [M+Na]

243 4 |ESI+:s542
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Ex | Syn DATA

244 4 ESI+: 558

245 245 | ESI+: 574

ESI+: 556
NMR1: 0.79-1.29 (8H, m), 1.42-1.65 (3H, m), 1.80-1.94 (2H, m), 2.01-2.19
(2H, m), 2.7 5-2.87 (1H, m), 3.06-3.22 (2H, m), 3.39-3.85 (14H, m),
6.27-6.41 (1H, m), 7.17-7.28 (1H, m), 7.37-7.89 (SH, m), 8.94-9.14 (1H, m)

246 | 275,16

247| 10 |ESI+:592

248 | 10 | ESI+: 726

249 | 10 | ESI+: 542

250 | 26,16 | ESI+: 578

251} 26 | ESI+: 698

o 2521 26,16 | ESI+: 578

253 | 26 | ESI+: 698

254| 26 |ESI+: 578

255| 26 |ESI+: 698

256 4 ESI+: 564

257| 18 |ESI+: 584 [M+Na]

258 | 258 | ESI+: 612 [M+Na]

259 | 26,16 | ESI+: 548

2601 26 |ESI+: 638

261 | 26,16 | ESI+: 592

262 | 26,16 | ESI+: 587

263 | 4,16 |ESI+: 556

264 | 26,16 | ESI+: 563

265 | 26,16 | ESI+: 576
266 | 26,16 | ESI+: 570

267 | 26,16 | ESI+: 596

268 | 26,16 | ESI+: 594

269 | 26,16 | ESI+: 533 [M+Na]

270 | 26,16 | ESI+: 555
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Ex | Syn DATA
ESI+: 570
NMRI: 0.28-0.42 (2H, m), 0.58-0.68 (2H, m), 0.92-1.26 (4H, m), 1.36-1.64

271 | 26,16 | 3H, m), 1.80-2.06 (5H, m), 2.97-322 (4H, m), 3.04-3.18 (2H, m),
3.53-3.77 (10H, m), 2.27-6.41 (1H, m), 7.15-7.26 (1H, m), 7.35-7.88 (5H,
m), 8.93-8.09 (1H, m)

272 [ 279,16 | ESI+: 536

273 | 26,16 | ESI+: 593
ESI+: 516
NMRI: 0.78-1.01 (3H, m), 1.07-1.31 (3H, m), 1.39-1.55 (1H, m), 1.66-1.88

274 |386,16 | (44, m), 2.12-1.19 (3H, br s), 2.22-2.34 (1H, m), 3.03-3.18 (2H, m),
3.35-3.44 (1H, m), 3.59-3.78 (8H, m), 4.20 (1H, t, J = 4.8 Hz), 6.25-6.37
(1H, m), 7.09-7.17 (1H, m), 7.38-7.91 (5H, m)

275| 275 | ESI+: 556

276 | 14 | ESI+: 509 [M+Na]

277 3 | ESI+: 545 [M+Na)

278 | 1,16 | ESI+: 541

279| 279 |ESH+: 536
ESI+: 544
NMRI1: 0.82-1.12 (2H, m), 1.12-1.29 (1H, m), 1.33-1.61 (3H, m), 1.82-2.04

280 | 26,16 | (6H, m), 2.66 (3H, s), 2.93-3.05 (1H, m), 3.05-3.24 (3H, m), 3.24 (3H, s),
3.35-3.42 (2H, m), 3.59-3.75 (8H, m), 6.28-6.42 (1H, m), 7.17-7.25 (1H,
m), 7.38-7.90 (5H, m), 9.46-9.65 (1H, m)

281| 26 |ESI+: 504

282 | 26,16 | ESI+: 550

283 | 26,16 | ESI+: 532

284 | 279,16 | ESI+: 554

285 | 26,16 | ESI+: 530

286| 2 |ESH: 589

287 | 275,16 | ESI+: 544

288| 1 |ESI+: 586

289 | 289 | ESI+: 486

099104688

184




201033194
[% 110]

Ex | Syn DATA

290 | 333,16 | ESI+: 578 [M+Na]

291 1 ESI+: 559

292 | 23 | ESI+: 556

293 8 ESI+: 459

294 23 | ESI+: 529

295 | 295 | ESI+: 627

296 | 295 | ESI+:627

297 8 ESI+: 527

298 8 ESI+: 527

299 4 ESI+: 486

O 300 26 |ESH-:500

3011 26 | ESI+:500

302 | 4,16 | ESI+: 541

303 | 4,16 | ESI+: 541

304} 26,16 | ESI+: 532

305 ) 26,16 | ESI+: 546

306 | 26,16 | ESI+: 558

307 | 295,16 | ESI+: 528

308 | 295,16 | ESI+: 544

309 [ 295,16 | ESI+: 544

310 | 295,16 | ESI+: 562

311 | 295,16 | ESI+: 562

312 | 295,16 | ESI+: 544

e 313 | 295,16 | ESI+: 544
314 295,16 | ESI+: 530

315 | 295,16 | ESI+: 530

316 | 295,16 | ESI+: 530

317 1 295,16 | ESI+: 530

318 |1 295,16 | ESI+: 548

319 | 295,16 | ESI+: 548

320| 335 | ESI+: 550 [M+Na]
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Ex | Syn DATA

321 1295,16 | ESI+: 562

3221295,16 | ESI+: 562

323 | 4,16 | ESI+:522

324 4 ESI+: 536

325| 325 | ESI+:518

326 326 |ESI+:562

327 4 ESI+: 518

328 | 328 | ESI+: 564 [M+Na]

329 | 325 |ESI+: 504
ESI+: 532
NMRI1: 0.77-1.04 (3H, m), 1.07-1.31 (6H, m), 1.37-1.54 (1H, m), 1.65-1.87

330 15 |(4H, m), 2.21 (3H, s), 2.25-2.35 (1H, m), 3.01-3.17 (2H, m), 3.56-3.75 (8H,
m), 4.57-4.80 (1H, m), 6.25-6.38 (1H, m), 7.10-7.19 (1H, m), 7.37-7.89
(5H, m)

331 15 | ESI+:532

332 15 | ESI+: 550

333 | 333 | ESI+:578

334 | 326,16 | ESI+: 546

13351 335 | ESI+:542

336 | 326 |ESI+:562

337| 326 | ESI+: 579 [M+Na]
ESI+: 560

338 4 NMR1: 0.73-1.05 (8H, m), 1.08-1.35 (4H, m), 1.38-1.51 (1H, m), 1.51-1.62
(1H, m), 2.36-2.50 (3H, m), 3.00-3.18 (3H, m), 3.56-3.76 (8H, m),
4,03-4.34 (2H, m), 6.24-6.40 (1H, m), 7.07-7.19 (1H, m), 7.37-7.90 (5H, m)

339 | 4,16 | ESI+: 560

340 | 26,16 | ESI+: 514
NMR1: 0.78-0.86 (3H, m), 0.86-1.01 (2H, m), 1.09-1.23 (4H, m), 1.26 (2H,

31| 326 d, J = 6.4 Hz), 1.29-1.39 (2H, m), 1.40-1.53 (1H, m), 1.65-1.86 (4H, m),
2.35-2.45 (3H, m), 3.04-3.19 (1H, m), 3.6-3.74 (8H, m), 4.49-4.70 (1H, m),
6.26-6.37 (1H, m), 7.05-7.14 (1H, m), 7.37-7.48 (SH, m)
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342 | 343,16 | ESI+: 548

343 | 343 |FAB+:534
ESI+: 546
NMRI: 0.98-0.38 (8H, m), 1.43-1.65 (3H, m), 1.79-1.94 (2H, m), 1.95-2.17

344| 4,16 |(4H, m), 3.05-3.39 (SH, m), 3.59-3.72 (8H, m), 3.82-3.98 (1H, m),
4.59-4.93 (2H, m), 6.25-6.43 (1H, m), 7.17-7.29 (1H, m), 7.37-7.88 (5H,
m), 9.33-9.61 (1H, m)

345 345 | ESI+: 560

346| 26 |ESI+: 558

347| 26 |ESI+: 630

348 | 343 | ESH: 516

e 349 | 343 | ESI+:530

350 | 343 |ESI4+: 546

351 | 343 |ESI+: 634

352| 353 |ESH:572

353 | 353 | ESI+: 556

354| 343 |ESK+: 532

355 | 353 | ESK+: 556

356 | 343 |ESI+: 546

357| 2 |ESI+:516

358 | 353 |ESIH: 542

359| 2 |ESK:529

360| 2 |ESH: 557

361 | 353 |ESI4+: 542

Q 362 | 26,16 | ESI+: 558
' ESI+: 544

NMRI: 0.81-1.01 (SH, m), 1.07-1.28 (2H, m), 1.37-1.56 (1H, m), 1.65-1.86

363 4 |(4H, m),2.34-2.44 (1H, m), 3.02-3.17 (2H, m), 3.21 (3H, s), 3.25-3.31 (3H,
m), 3.50-3.75 (8H, m), 4.47-4.70 (1H, m), 6.25-6.37 (1H, m), 7.01-7.16
(1H, m), 7.37-7.88 (5H, m)

364| 1 |ESH:572
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Ex | Syn DATA

365 1 ESI+: 572

366 1 ESI+: 586

367 | 289 |ESI+: 472

368 | 289 | ESI+: 472

369 | 289 |ESI+: 486
ESI+: 542
NMRI1: 0.93-1.10 (2H, m), 1.25 (3H, d, J = 6.7 Hz), 1.39-1.59 (3H, m),

30| 23 1.86-1.94 (2H, m), 2.13-2.21 (2H, m), 2.98-3.27 (5H, m), 3.32-3.39 (2H,
m), 3.43-3.76 (4H, m), 3.86-3.97 (5H, m), 4.07-4.15 (1H, m), 4.38-4.48
(1H, m), 6.36 (1H, s), 7.40-7.72 (44, m), 7.77 (1H, d, J = 8.0 Hz), 7.86 (1H,
d,J=8.0Hz)
ESI+: 542
NMRI1: 0.93-1.07 (2H, m), 1.25 (3H, d, J = 6.8 Hz), 1.39-1.59 (3H, m),

an| 23 1.86-1.94 (2H, m), 2.12-2.21 (2H, m), 2.98-3.28 (5H, m), 3.31-3.39 (2H,
m), 3.43-3.65 (3H, m), 3.71-3.77 (1H, m), 3.87-3.97 (SH, m), 4.07-4.16
(1H, m), 4.38-4.49 (1H, m), 6.38 (1H, s), 7.40-7.69 (4H, m), 7.77 (1H, d, J
= 8.0 Hz), 7.86 (1H, d, J = 8.0 Hz)

372 23 ESI+: 556

373 | 343 | ESI+: 560
ESI+: 576 .
NMRI1: 7.94-1.03 (2H, m), 1.08-1.30 (5H, m), 1.38-1.53 (1H, m), 1.64-1.87

374 | 326 |(4H, m), 2.54-2.66 (3H, m), 3.02-3.16 (2H, m), 3.21 (3H, s), 3.29 (3H, s),
3.59-3.76 (8H, m), 4.47-4.70 (1H, m), 6.25-6.37 (1H, m), 7.08-7.18 (1H,
m), 7.37-7.89 (5H, m)
ESI+: 544
NMR1: 0.80-0.98 (2H, m), 1.03 (6H, s), 1.10-1.31 (2H, m), 1.39-1.62 (1H,

375| 15 |m), 1.67-1.87 (4H, m), 2.20-2.33 (6H, m), 3.01-3.19 (2H, m), 3.58-3.75
(8H, m), 3.89 (1H, s), 6.25-6.37 (1H, m), 7.07-7.15 (1H, m), 7.38-7.87 (SH,
m)

376 | 22 |ESI+: 586

377 8 ESI+: 486

3781 23 ESI+: 556
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Ex | Syn DATA
3791 26 |ESI+: 530
380| 26 | ESI+:530
381 | 417 | ESI+: 544
382 | 417 | ESI+: 544
383 4 ESI+: 532
ESI+: 546
NMRI: 0.77-1.05 (SH, m), 1.05-1.34 (SH, m), 1.38-1.55 (1H, m), 1.65-1.91
384| 15 |(4H, m), 2.12-2.24 (3H, m), 2.28-2.40 (1H, m), 2.64-2.85 (1H, m),
3.01-3.18 (2H, m), 3.58-3.76 (8H, m), 4.37-4.62 (1H, m), 6.24-6.39 (1H,
m), 7.09-7.17 (1H, m), 7.36-7.90 (5H, m)
ESI+: 558
e NMR1: 0.87-0.89 (1H, m), 0.95-1.15 (2H, m), 1.15-1.31 (7H, m), 1.31-1.44
385| 4,16 | (2H, m), 1.44-1.63 (3H, m), 1.79-2.18 (5H, m), 2.78-2.87 (1H, m),
3.05-3.38 (4H, m), 3.53-3.75 (9H, m), 5.00-5.09 (1H, m), 6.26-6.40 (1H,
m), 7.16-7.26 (1H, m), 7.37-7.89 (5H, m), 8.07-8.20 (1H, m)
ESI+: 562
NMRI1: 0.82-1.08 (5H, m), 1.08-1.34 (2H, m), 1.38-1.53 (1H, m), 1.58-1.65
386| 386 | (1H, m), 1.68-1.88 (3H, m), 3.02-3.18 (3H, m), 3.24-3.37 (3H, m),
3.60-3.81 (8H, m), 4.01-4.36 (3H, m), 6.25-6.39 (1H, m), 7.07-7.19 (1H,
m), 7.38-7.93 (5H, m)
387| 15 | ESI+:486
388| 15 | ESI+: 500
389 | 15 | ESI+:486
390} 15 | ESI+:500
391 | 343,16 | ESI+: 558
° 392 | 343 | ESI+; 544
ESI+: 558
343, NMRI: 0.81-1.11 (2H, m), 1.12-1.31 (9H, m), 1.31-1.62 (2H, m), 1.80-2.01
393 16 (3H, m), 2.04-2.14 (1H, m), 2.75-2.88 (4H, m), 3.04-3.32 (4H, m),
3.32-4.14 (8H, m), 441 (1H, s), 6.21-6.37 (1H, m), 7.14-7.26 (1H, m),
7.37-7.88 (5H, m), 8.41-8.54 (1H, m) ‘
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394 | 343 | ESI+: 544
395 343 |ESI+: 530
ESI+: 602
NMRI1: 0.98-0.97 (3H, m), 1.04 (12H, s), 1.05-1.21 (1H, m), 1.21-1.33 (1H,
396 | 343 |m), 1.37-1.62 (1H, m), 1.67-1.86 (4H, m), 2.29-2.45 (4H, m), 3.01-3.16
(2H, m), 3.57-3.75 (8H, m), 5.15 (2H, s), 6.23-6.38 (1H, m), 7.07-7.16 (1H,
m), 7.37-7.90 (5H, m)
ESI+: 544
NMR1: 0.79-0.90 (1H, m), 0.91-1.20 (2H, m), 1.13 (3H, t, J = 7.6 Hz),
297 2616 1.22-1.32 (1H, m), 1.35-1.62 (3H, s), 1.79-1.93 (2H, m), 1.95-2.11 (2H, m),
> | 2.64-2.75 (3H, m), 3.05-3.24 (4H, m), 3.28-3.40 (1H, m), 3.44-3.53 (3H,
m), 3.59-3.76 (8H, m), 6.25-6.41 (1H, m), 7.15-7.78 (1H, m), 7.38-7.90
(5H, m), 9.54-9.75 (1H, m)
ESI+: 558
NMRI1: 0.81-1.11 (8H, m), 1.11-1.35 (2H, m), 1.40-1.63 (2H, m), 1.67-1.96
398 343 |(4H, m), 2.14-2.42 (6H, m), 3.03-3.19 (2H, m), 3.19-3.28 (1H, m),
3.58-3.87 (8H, m), 3.87-4.08 (14, m), 6.23-6.41 (1H, m), 7.06-7.19 (1H,
m), 7.34-7.91 (5H, m), 8.31 (1H, 5)
ESI+: 530
209| a NMR1: 0.77-1.04 (8H, m), 1.08-1.33 (1H, m), 1.39-1.61 (1H, m), 1.67-1.96
(4H, m), 2.84-2.97 (1H, m), 3.04-3.20 (4H, m), 3.22 (3H, s), 3.59-3.80 (8H,
m), 6.24-6.36 (1H, m), 7.12 (1H, t, J = 5.4 Hz), 7.37-7.90 (5H, m)
400 | 26,16 | ESI+: 586
ESI+: 588
NMR1: 0.79-1.12 (2H, m), 1.16-1.28 (7H, m), 1.33-1.61 (4H, m), 1.81-1.92
a01 | 26.16 (2H, m), 1.92-1.97 (3H, s), 2.00-2.12 (2H, m), 3.06-3.19 (2H, m), 3.28 (6H,
"7 |'s), 3.40-3.50 (2H, m), 3.61-3.75 (11H, m), 3.77-3.89 (1H, m), 4.24-4.64
(1H, m), 6.29-6.43 (1H, m), 7.19-7.30 (1H, m), 7.38-7.94 (5H, m),
8.29-8.46 (1H, m)
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402

4,16

ESI+: 572
NMRI1: 0.80-1.14 (2H, m), 1.14-1.30 (11H, m), 1.30-1.46 (1H, m),
1.46-1.65 (2H, m), 1.79-1.93 (2H, m), 1.93-2.13 (3H, m), 2.77-2.88 (1H,
m), 3.03-3.33 (7H, m), 3.41-3.98 (SH, m), 4.05-4.34 (2H, m), 4.34-4.78
(1H, m), 6.23-636 (1H, m), 7.16-7.29 (1H, m), 7.38-7.92 (5H, m),
8.22-8.41 (1H, m)

403

4,16

ESl+: 572
NMRI: 0.96-1.12 (2H, m), 1.12-1.31 (12H, m), 1.31-147 (14, m),
1.47-1.63 (2H, m), 1.79-1.93 (2H, m), 1.94-2.22 (2H, m), 2.75-2.89 (1H,
m), 3.05-3.34 (4H, m), 3.39-3.98 (5H, m), 4.04-4.60 (SH, m), 6.23-6.37

(1H, m), 7.19-7.32 (1H, m), 7.38-7.93 (5H, m), 8.29-8.47 (1H, m)

(%) 404 | 26,16 | ESI+: 584
405 | 386 | ESI+: 562
406 1 ESI+: 588
407 1 ESI+: 458
408 1 ESI+: 590
409 1 ESI+: 586
410 | 289 | ESI+: 488
411 2 ESI+: 543
412 | 289 | ESI+: 490
413 | 289 | ESI+: 486
414 1 ESI+: 459
415| 4,16 | ESI+: 612
416 | 23 |ESI+: 558
ESI+: 486
a 4171 417 NMRI: 1.15-1.36 (3H, m), 1.24 (3H, d, J = 6.7 Hz), 1.46-1.60 (2H, m),
1.95-2.16 (4H, m), 2.68 (3H, s), 2.69 (3H, s), 3.04-3.25 (2H, m), 3.40-4.16
(5H, m), 4.35-4.45 (1H, m), 6.31 (1H, s), 6.98-7.98 (6H, m)
418 | 23 | ESI+:556
419| 23 | ESI+: 560
420 | 417 | ESI+: 487
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Ex | Syn DATA

421 2 | ESI+: 544
ESI+: 496

P NMR1: 0.78-1.05 (4H, m), 1.05-1.30 (1H, m), 1.40-1.62 (1H, m), 1.68-1.95
(4H, m), 2.97-3.48 (4H, m), 3.55-3.73 (8H, m), 6.24-6.38 (1H, m), 7.12
(1H, t, ] = 4 Hz), 7.37-7.88 (5H, m)
ESI+: 534

o3| 26 |NMRIL:082-101 2H, m), 1.07-130 (2H, m), 1.39-1.57 (1, m), 1.72-1.96
(4H, m), 2.35-246 (1H, m), 3.03-3.50 (8H, m), 3.55-3.74 (8H, m),
6.24-6.37 (1H, m), 7.1-7.17 (1H, m), 7.37-7.89 (5H, m)
ESI+: 514

pa| 4 |NMRI:0.83-101 (8H, m), 1.08-1.23 (2H, m), 1.38-1.53 (1H, m), 1.65-1.86
(4H, m), 3.03-3.18 (2H, m), 3.59-3.73 (8H, m), 6.23-6.38 (1H, m),
7.09-7.15 (1H, m), 7.36-7.88 (5H, m)

425| 343 | ESI+: 590

426 | 4,16 | ESI+: 626

427 4 |ESI+:572

428 | 26 |ESI+: 528

429| 26 |ESI+: 514
ESI+: 568
NMRI1: 0.79-0.99 (2H, m), 0.99-1.09 (6H, m), 1.09-1.29 (1H, m), 1.39-1.60

430| 26 |(H, m), 1.65-1.90 (4H, m), 2.32-2.41 (2H, m), 2.96 (1H, s), 3.02-1.89 (2H,
m), 3.49 (2H, s), 3.59-3.75 (8H, m), 4.01 (1H, s), 6.25-6.38 (1H, m),
7.08-7.16 (1H, m), 7.38-7.89 (5H, m)

431| 1 |ESI+:458

432 2 |ESI+:543

433 | 433 | ESI+:516
ESI+: 544

pal 15 NMRI: 0.83-1.02 (6H, m), 1.10-1.28 (2H, m), 1.38-1.53 (1H, m), 1.67-1.83
(4H, m), 2.13 (3H, s), 2.87-2.98 (1H, m), 3.03-3.16 (3H, m), 3.21 (3H, s),
3.59-3.76 (8H, m), 6.25-6.37 (1H, m), 7.08-7.16 (1H, m), 7.37-7.89 (5H, m)
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ESI+: 558

ps| 4 |NMRI:0.83-105 (8H, m), 1.11-131 (2H, m), 1.40-1.52 (IH, m), 1.55-1.84
(H, m), 2.92-3.16 (3H, m), 3.19-326 (3H, m), 3.28-3.29 (1H, m),
3.59-3.73 (8H, m), 6.25-6.37 (1H, m), 7.08-7.14 (1H, m), 7.37-7.89 (SH, m)

436 | 436 |ESI+: 527 ' |

437| 26 |ESI+:582
ESI+: 582
NMR1: 0.96-1.12 (2H, m), 1.25-1.35.(3H, m), 1.45-1.69 (3H, m), 1.81-1.92

o8| 2616 (5H, m), 1.94-2.01 (1H, m), 2.01-2.16 (1H, m), 3.06-321 (2H, m),
3.28-3.40 (3H, m), 3.44-3.51 (1H, m), 3.57 (2H, s), 3.60-3.75 (8H, m),
3.81-3.94 (1H, m), 3.99-4.12 (2H, m), 6.31-6.42 (1H, m), 7.2-7.35 (1H, m),

Q 7.38-7.91 (SH, m), 9.61-9.99 (1H, m)

439| 439 | ESI+: 556

440 [ 439 |ESK-: 542
ESI+: 598
NMRI: 0.91-1.12 (2H, m), 1.18-1.29 (6H, m), 1.32-1.63 (3H, m), 1.68-1.93

441 | 26,16 | (SH, m), 1.96 (2H, s), 2.00-2.17 (4H, m), 2.64-2.74 (1H, m), 3.04-3.20 (3H,
m), 3.22-3.35 (3H, m), 3.61-3.77 (8H, m), 6.32-6.47 (1H, m), 7.25-7.94
(6H, m), 8.61-8.81 (1H, m)
ESI+: 570
NMR1: 0.80-0.97 (2H, m), 1.03 (6H, s), 1.09-1.30 (2H, m), 1.40-1.60 (1H,

v | 6 | ™ 1-68-1.87 (4H, m), 225230 (H, m), 3.023.15 (1H, m), 3.15-3.22
(1H, ), 3.60-3.73 (8H, m), 3.87 (1H, s), 4.95 (1H, d, J = 9,6 Hz), 5.12 (1H,
d, J = 17 Hz), 5.73-5.84 (1H, m), 6.24-6.38 (1H, m), 7.07-7.14 (1H, m),
7.38-7.88 (SH, m)

© 443] 1 |ESH: 572
444| 4 | ESI+: 544
445| 15 |ESI+: 558

099104688

193




201033194

[%& 119]

Ex | Syn DATA
ESI+: 544
NMRI: 0.79-1.00 (4H, m), 0.91 (3H, d, J = 10.4 Hz), 1.07-1.17 (1H, m),

446 4 1.23 (3H, d, J = 7.6 Hz), 1.40-1.57 (1H, m), 1.68-1.93 (4H, m), 2.35-2.44
(1H, m), 2.86-2.94 (1H, m), 3.02-3.20 (3H, m), 3.22 (3H, s), 3.40-3.52 (2H,
m), 3.58-3.75 (2H, m), 3.89-4.12 (2H, m), 4.34-4.47 (1H, m), 6.20-6.31
(1H, m), 7.07-7.17 (1H, m), 7.37-7.89 (SH, m)
ESI+: 558
NMRI1: 0.82-1.03 (3H, m), 0.93 (3H, d, J = 7.2 Hz), 1.10-1.29 (2H, m),

warl 1s 1.23 (3H, d, J = 8 Hz), 1.39-1.55 (1H, m), 1.67-1.89 (4H, m), 2.14 (3H, s),
2.33-2.42 (1H, m), 2.87-2.98 (1H, m), 3.02-3.19 (3H, m), 3.21 (3H, s),
3.41.3.53 (2H, m), 3.58-3.75 (2H, m), 3.89-4.14 (2H, m), 4.34-4.49 (1H,
m), 6.20-6.31 (1H, m), 7.07-7.17 (1H, m), 7.37-7.90 (SH, m)

448 | 26,16 | ESI+: 596
ESI+: 598
NMR1: 0.76-0.97 (2H, m), 1.02 (6H, s), 1.07-1.31 (2H, m), 1.36-1.53 (1H,

449 | 26 |m), 1.58 (3H, s), 1.66 (3H, s), 1.66-1.86 (4H, m), 2.24 (2H, s), 2.37-2.50
(1H, m), 3.01-3.17 (4H, m), 3.58-3.75 (8H, m), 3.85 (1H, s), 5.13-5.20 (1H,
m), 6.24-6.38 (1H, m), 7.07-7.16 (1H, m), 7.37-7.90 (5H, m)
ESI+: 542 ,
NMRI1: 0.77-1.11 (2H, m), 0.81 (6H, t, J = 7.2 Hz), 1.07-1.23 (1H, m),

450 | 4,16 |1.23-1.40 (3H, m), 1.40-1.54 (1H, m), 1.62-1.74 (2H, m), 1.74-1.88 (2H,
m), 2.27-2.43 (4H, m), 3.01-3.18 (2H, m), 3.58-3.75 (8H, m), 6.24-6.37
(1H, m), 7.07-7.15 (1H, m), 7.36-7.89 (SH, m)

45] 1 ESI+: 588

452 | 289 | ESI+: 488

453| 10 | ESI+:558

454 | 295 | ESI+: 556

455 | 295 | ESI+: 542
ESI+: 556

as6| 295 NMRU1: 0.82-1.03 (1H, m), 1.07-1.30 (1H, m), 1.36-1.72 (9H, m), 1,72-1.94
(2H, m), 2.37-2.46 (1H, m), 2.64-3.03 (SH, m), 3.12-3.27 (4H, m),
3.59-3.77 (8H, m), 6.24-6.38 (1H, m), 7.06-7.19 (1H, m), 7.37-7.89 (SH, m)
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457| 2 | ESI+: 602

458 2 |ESm: 616

459 | 289 |[ESI+: 502

460 | 289 |ESI+ 516
ESI+: 530

as1| 205 |NMRI: 080218 (I2H, m), 229239 (IH, m), 254270 (1H, m),
2.75-2.92 (2H, m), 3.18-3.29 (2H, m), 3.59-3.73 (8H, m), 5.05-5.26 (1H,
m), 6.14 (1H, s), 7.36-7.66 (4H, m), 7.70-7.75 (1H, m), 7.83-7.88 (1H, m)

462 | 295 |ESI+: 530

463 | 343 |[ESI+: 531

e 464 1 |ESI+:590

465| 26 |ESI+: 580

466 | 26,16 | ESI+: 594

467| 289 |ESI+: 490

468| 23 |ESH: 560

469 [ 295 | ESI+: 531

470 | 295 |ESI+: 531
ESH-: 572

1| o4 [NMRE 078117 (17H, m), 117140 GH, m), 140-161 (2H, m),
1.68-1.90 (4H, m), 3.01-3.19 (2H, m), 3.58-3.75 (8H, m), 4.00-4.40 (1H,
m), 6.23-6.38 (1H, m), 7.05-7.17 (1H, m), 7.37-7.88 (SH, m)

472| 4 |[ESH: 572
ESI+: 556

o NMR-CDCI3: 1.35-1.49 (2H, m), 1.60-1.74 (2H, m), 1.77-1.86 (4H, m),

473 | 12 [2.07-2.26 (4H, m), 2.56-2.65 (4H, m), 3.14 (2H, s), 3.75-3.83 (8H, m),
3.83-4.00 (1H, m), 5.01-5.12 (1H, m), 6.22 (1H, s), 7.02-7.09 (1H, m), 7.25
(1H, t, J = 53 Hz), 7.36-7.45 (2H, m), 7.65-7.72 (1H, m), 7.85-7.93 (1H, m)

474| 12 |ESI: 572

475| 12 | ESHh: 588

476| 12 |ESI+: 614

477 12 | ESI+: 600
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478| 12 |ESI+: 574

479| 12 |ESH: 574

480 | 295 |ESH-:556
ESI+: 582
NMR1: 0.80-1.34 (14H, m), 1.48-1.64 (1H, m), 1.67-1.85 (2H, m),

481 13,16 | 1.85-2.12 (3H, m), 2.69 (1H, s), 2.93-3.21 (3H, m), 3.25-3.25 (1H, m),
3.60-3.81 (8H, m), 4.29-4.42 (2H, m), 5.14-5.36 (1H, m), 6.46 (1H, s),
7.32-7.89 (6H, m), 7.96-8.14 (1H, m)
ESI+: 545

ago| 205 |NMRI: 0.99-193 (I3H, m), 239-2.56 (2H, m), 2.80-2.88 (IH, m),
3.03-3.14 (1H, m), 3.63-3.80 (8H, m), 3.94-4.28 (4H, m), 6.42 (IH, s),
7.39-7.69 (3H, m), 7.73-7.89 (1H, m), 7.83-7.90 (1H, m)
ESI+: 545

ag3| 205 |NMRI: 143-181 (12H, m), 192:2.04 (IH, m), 2.39-2.60 (2H, m),
2.81-2.90 (1H, m), 2.98-3.10 (1H, m), 3.63-3.81 (8H, m), 3.96-4.38 (4H,
m), 6.43 (1H, s), 7.39-7.68 (3H, m), 7.74-7.79 (1H, m), 7.84-7.89 (1H, m)
ESI+: 544 '

484 | 295 16 | WMR1: 098-1.15 (2H, m), 1.38-1.69 (3H, m), 1.71-2.25 (8H, m), 2.97-3.90

" | (13H, m), 4.004.18 (1H, m), 4.61-4.90 (2H, m), 6.16 (1H, s), 7.37-7.76

(5H, m), 7.83-7.88 (1H, m)
ESI+: 544

485 (295,16 | NMR1: 1.45-2.17 (13H, m), 3.18-3.33 (2H, m), 3.35-4.50 (12H, m),
4.61-4.92 (2H, m), 6.17 (1H, s), 7.36-7.76 (5H, m), 7.83-7.88 (1H, m)

486 | 295,16 | ESI+: 571 ' '

487 295 |ESI+: 570

2. | ESHH 545

488 6’ NMR!: 0.80-3.34 (21H, m), 3.58-3.86 (8H, m), 4.194.28 (2H, m), 6.43 (IH,

s), 7.38-7.69 (3H, m), 7.72-7.78 (1H, m), 7.84-7.90 (1H, m)
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49| 10 ESI+: 517
ESI+: 570
NMRI1: 0.85-1.08 (1H, m), 1.08-1.32 (6H, m), 1.37-2.08 (10H, m),
490 | 295,16 | 2.12-2.28 (1H, m), 3.01-3.29 (2H, m), 3.55-3.80 (8H, m), 5.06-5.39 (1H,
m), 6.27-6.40 (1H, m), 7.13-7.23 (1H, m), 7.37-7.97 (5H, m), 8.41-8.66 |
(1H, m)
ESI+: 584
NMRI1: 0.84-1.11 (2H, m), 1.15-1.28 (10H, m), 1.32-1.47 (1H, m),
1.47-1.63 (2H, m), 1.79-1.93 (2H, m), 1.96 (3H, s), 1.96-2.12 (2H, m),
491 | 26,16 |3.02-3.25 (3H, m), 3.25-3.34 (1H, m), 3.41-3.51 (1H, m), 3.55-3.64 (3H,
o m), 3.69-3.99 (3H, m), 4.34-4.49 (1H, m), 5.47 (14, d, J = 10.4 Hz), 5.54
(1H, 4, J = 8.0 Hz), 6.02-6.17 (1H, m), 6.24-6.35 (1H, m), 7.18-7.27 (1H,
m), 7.38-7.90 (5H, m), 8.65-8.81 (1H, m)
ESI+: 584
NMR1: 0.88-1.15 (1H, m), 1.15-1.31 (7H, m), 1.44-1.68 (3H, m), 1.79-1.93
492 | 26.16 (2H, m), 1.96 (3H, s), 1.96-2.12 (2H, m), 3.03-3.27 (2H, m), 3.31 (3H, s),
’ 3.55-4.14 (8H, m), 4.35-4.48 (1H, m), 5.38-5.59 (2H, m), 5.92-6.08 (1H,
m), 6.23-6.34 (1H, m), 7.13-7.24 (1H, m), 7.37-7.91 (5H, m), 8.70-8.94
(1H, m) ’
493 | 23 | ESI+: 531
494 | 343 | ESI+:530
ESI+: 544
05| 23 NMRI1: 0.98-1.15 (2H, m), 1.25 (6H, s), 1.35-1.64 (3H, m), 1.85-1.96 (2H,
m), 1.98-2.19 (2H, m), 2.76-2.88 (4H, m), 3.07-3.33 (4H, m), 3.58-3.77
° (8H, m), 6.18 (1H, s), 7.37-7.90 (6H, m)
ESI+: 516
a6| 10 NMRI1: 0.89-1.06 (4H, m), 1.42-1.57 (1H, m), 1.71-1.95 (4H, m), 2.25-2.36
(14, m), 2.64-2,70 (2H, m), 3.19-3.38 (7H, m), 3.61-3.72 (8H, m), 6.14
(1H, s), 7.37-7.67 (4H, m), 7.70-7.74 (1H, m), 7.83-7.88 (1H, m)
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ESI+: 530
97 23 NMRI1: 0.98-1.15 (2H, m), 1.38-1.62 (3H, m), 1.84-1.96 (2H, m), 1.98-2.14
(2H, m), 2.65-2.73 (3H, m), 3.09-3.42 (8H, m), 3.61-3.75 (10H, m), 6.17
(1H, s), 7.37-7.76 (5H, m), 7.83-7.88 (1H, m)
498 2 ESI+: 556
ESI+: 558
NMRI1: 0.92-1.27 (5H, m), 1.43-1.62 (3H, m), 1.62-1.71 (1H, m), 1.75-1.88
4991 9,16 | (2H, m), 3.05-3.22 (4H, m), 3.27 (3H, s), 4.40-3.52 (1H, m), 3.60-3.71 (8H,
m), 3.98-4.09 (2H, m), 6.26-6.39 (1H, m), 7.12-7.25 (1H, m), 7.37-7.87
(5H, m)
ESH: 556
NMRI: 1.41-1.74 (7H, m), 1.79-1.89 (2H, m), 1.98-2.18 (3H, m), 2.20-2.29
500f 2 {(4H, m), 2.63-2.71 (lH, m), 2.97-3.05 (1H, m), 3.58-3.80 (9H, m),
4.99-5.11 (14, m), 6.39 (1H, s), 7.38-7.69 (4H, m), 7.72-7.79 (1H, m),
7.83-7.89 (1H, m)
501 2 ESI+: 545
5021 4 | ESI+:558
503 4 ESI+: 558
504 4 ESI+: 544
ESI+: 572
NMR1: 0.80-1.02 (10H, m), 1.02 (3H, s), 1.14 (3H, s), 1.14-1.33 (1H, m),
sos| 15 1.23 (34, d, J = 6.4 Hz), 1.39-1.70 (1H, m), 1.73-1.87 (3H, m), 2.19 (2H,
s), 3.02-3.23 (2H, m), 3.38-3.51 (1H, m), 3.58-3.77 (2H, m), 3.89-3.96 (1H,
m), 3.99-4.45 (2H, m), 6.20-6.32 (1H, m), 7.06-7.19 (1H, m), 7.37-7.90
(54, m)
ESI+: 572
NMRI: 0.81-1.02 (10H, m), 1.02 (3H, s), 1.14 (3H, s), 1.14-1.33 (1H, m),
so6| 15 | 123 GH.d,J =64 Hz), 139-170 (IH, m), 1.73-1.87 (3H, m), 2.20 (2H,
s), 3.01-3.23 (2H, m), 3.38-3.51 (1H, m), 3.58-3.77 (2H, m), 3.89-3.96 (1H,
m), 3.99-4.45 (24, m), 6.21-6.31 (1H, m), 7.06-7.17 (1H, m), 7.37-7.87
(5H, m)
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507

15

ESI+: 558

NMRI1: 0.82-1.03 (3H, m), 0.93 (3H, d, J = 6 Hz), 1.09-1.27 (2H, m), 1.23
(3H, d, J = 5.6 Hz), 1.39-1.53 (1H, m), 1.66-1.85 (4H, m), 2.14 (3H, s),
2.33-2.41 (1H, m), 2.87-2.98 (1H, m), 3.01-3.21 (3H, m), 3.21 (3H, s),
3.40-3.52 (1H, m), 3.58-3.65 (1H, m), 3.65-3.77 (1H, m), 3.89-3.97 (1H,
m), 4.01-4.13 (1H, m), 4.35-4.47 (1H, m), 6.19-6.32 (1H, m), 7.06-7.18
(1H, m), 7.37-7.89 (5H, m)

508

ESI+: 572

NMRI1: 0.82-1.05 (9H, m), 1.23-1.33 (2H, m), 1.23 (3H, d, J = 6.4 Hz),
1.39-1.53 (1H, m), 1.56-1.65 (1H, m), 1.66-1.84 (3H, m), 1.92-2.01 (1H,
m), 2.01-2.12 (2H, m), 3.12-3.28 (2H, m), 3.21 (3H, s), 3.40-3.51 (1H, m),
3.58-3.65 (1H, m), 3.65-3.77 (1H, m), 3.89-3.97 (1H, m), 4.01-4.13 (1H,
m), 4.34-4.47 (1H, m), 6.20-6.32 (1H, m), 7.06-7.18 (1H, m), 7.37-7.89
(5H, m)

509

ESI+: 544

510

295,16

ESI+: 544
NMRI: 1.45-1.59 (2H, m), 1.66-2.02 (10H, m), 2.04-2.17 (1H, m),
3.19-3.32 (2H, m), 3.35-3.55 (3H, m), 3.60-376 (8H, m), 4.02-4.21 (2H, m),
4.59-4.95 (1H, m), 6.18 (1H, s), 7.37-7.76 (5H, m), 7.89-7.88 (1H, m)

511

295,16

ESI+: 544

NMRI1: 0.97-1.16 (2H, m), 1.40-1.65 (3H, m), 1.69-2.00 (SH, m), 2.02-2.15
(2H, m), 2.17-2.28 (1H, m), 3.02-4.17 (15H, m), 4.61-4.96 (1H, m), 6.18
(1H, s), 7.36-7.89 (6H, m)

512

295,16

ESI+: 556 |
NMRI: 1.44-1.58 (2H, m), 1.64-2.11 (11H, m), 3.05-3.98 (19H, m), 6.19
(1H, s), 7.37-7.90 (6H, m)

513

295,16

ESI+: 556

NMR1: 0.97-1.16 (2H, m), 1.37-1.63 (34, m), 1.66-1.78 (1H, m), 1.80-1.96
(4H, m), 1.97-2.11 (2H, m), 2.13-2.30 (1H, m), 3.00-4.00 (19H, m), 6.16
(1H, s), 7.37-7.76 (SH, m), 7.83-7.89 (14, m)
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ESI+: 544

s14| 295 NMRI1: 0.80-1.22 (1H, m), 1.22-1.90 (14H, m), 2.70-2.92 (1H, m),
2.92-3.10 (1H, m), 3.16-3.29 (1H, m), 3.57-3.81 (8H, m), 3.91-4.31 (2H,
m), 6.24-6.38 (1H, m), 7.06-7.19 (1H, m), 7.37-7.90 (5H, m)
ESI+: 544

s15] 295 NMRI1: 0.81-1.29 (5H, m), 1.38-1.99 (10H, m), 2.78-2.86 (1H, m),
3.00-3.19 (2H, m), 3.58-3.76 (8H, m), 3.92-4.27 (2H, m), 6.25-6.39 (1H,
m), 7.08-7.19 (1H, m), 7.37-7.91 (5H, m)

516 2 | ESI+: 544
ESI+: 558
NMRI1: 0.74 (3H, d, J = 7.2 Hz), 0.87 (3H, d, J = 6.4 Hz), 0.92-1.08 (1H,

517 2 m), 1.12-1.32 (4H, m), 1.41-1.58 (1H, m), 1.67-1.83 (4H, m), 1.89-1.98
(1H, m), 3.03-3.20 (2H, m), 3.26-3.47 (1H, m), 3.47-3.58 (1H, m),
3.58-3.77 (8H, m), 6.26-6.39 (1H, m), 7.12-7.21 (1H, m), 7.35-7.95 (5H, m)
ESI+: 584
NMRI1: 0.79-1.37 (11H, m), 1.44-1.65 (1H, m), 1.65-1.85 (2H, m),

518 | 13,16 | 1.85-1.97 (1H, m), 1.97-2.21 (3H, m), 2.91-3.15 (2H, m), 3.31-3.53 (4H,
m), 3.60-3.77 (8H, m), 4.14-4.26 (1H, m), 5.03-5.33 (2H, m), 5.84-6.00
(1H, m), 6.36-6.47 (1H, m), 7.24-8.03 (6H, m), 8.12-8.42 (1H, m)

519 4 ESI+: 560

520 | 295,16 | ESI+: 598

521 }295,16 | ESI+: 598

522 }295,16 | ESI+: 570

523 |295,16 | ESI+: 570

524 | 295,16 | ESI+: 526
ESI+: 526

525]295,16 | NMR1: 1.00-2.19 (16H, m), 2.87-4.42 (14H, m), 6.15 (1H, m), 7.37-7.76
(5H, m), 7.83-7.89 (1H, m)

526 | 295,16 | ESI+: 595
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527

295,16

ESI+: 595
NMRI: 0.99-130 (2H, m), 1.41-1.66 (3H, m), 1.80-2.38 (12H, m),
2.95-3.12 (2H, m), 3.17-4.15 (18H, m), 6.16 (1H, s), 7.37-7.76 (5H, m),
7.83-7.88 (1H, m)

528

295,16

ESI+: 560

529

295,16

ESI+: 560

530

295,16

ESI+: 560

531

295,16

ESI+: 560

NMR1: 0.92-1.29 (2H, m), 1.36-1.71 (3H, m), 1.78-2.08 (3H, m), 2.14-2.29
(1H, m), 3.02-4.47 (18H, m), 4.68-5.28 (24, m), 6.16 (1H, m), 7.37-7.77
(5H, m), 7.83-7.89 (1H, m)

0 532

295,16

ESI4+: 572

533

295,16

'ESH+: 572

534

295,16

ESI+: 572

535

295,16

ESI+: 572
NMRI: 0.97-1.27 (2H, m), 1.36-1.69 (3H, m), 1.84-2.14 (4H, m), 3.00-4.22
(23H, m), 6.16 (1H, s), 7.36-7.78 (5H, m), 7.82-7.91 (1H, m)

536

295,16

ESI+: 530

537

295,16

ESI+: 530

538

295,16

ESI+: 530

539

295,16

ESI+: 530

NMRI: 0.89-1.09 (2H, m), 1.13-1.35 (2H, m), 1.45-1.58 (1H, m), 1.81-1.99
(3H, m), 2.01-2.13 (1H, m), 2.16-2.39 (2H, m), 3.00-5.05 (16H, m), 6.15
(1H, s), 7.37-7.76 (SH, m), 7.83-7.89 (1H, m)

540

540

ESI+: 570

Q 541

10

ESI+: 602

542

542

ESI+: 570

543

12

ESI+: 558

544

12

ESI+: 574

545

295,16

ESI+: 542

546

295,16

ESI+: 542
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Ex | Syn DATA

547 | 26,16 | ESI+: 526

548 | 26,16 | ESI+: 540

549 | 26 |ESI+: 584

550 | 433,16 | ESI+: 516

551 | 554 |ESI+:572

552| 26 |ESI+: 558

553 | 10 | ESI+: 530

554 | ss4 |EsI+: 558

555| 555 | ESI+:542

ss6| 2 |ESI+: 658

557 2 ESI+: 660

558 2 | ESI+: 658

559 2 ESI+: 660

560 | 295,16 | ESI+: 574

561 295,16 | ESI+: 574

562 | 295,16 | ESI+: 662

563 | 295,16 | ESI+: 662

564 | 295,16 | ESI+: 650

565 | 295,16 | ESI+: 650

566 | 289 | ESI+: 558

567| 289 [ESI+: 560

568 | 289 | ESI+:558

569 ) 289 |ESI+: 560

570 | 570 | ESI+: 590

571| 570 | ESI+: 591

572| 570 | ESI+: 590

ESI+: 581
NMR1: 1.26-1.40 (3H, m), 1.55-1.87 (10H, m), 2.04-2.15 (3H, m),
2.74-2.81 (2H, m), 3.08-3.42 (3H, m), 3.62-3.85 (10H, m), 6.10 (1H, s),
7.38-7.95 (6H, m)

573 12
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DATA

ESI+: 555
NMRI: 0.82-1.41 (3H, m), 1.53-1.85 (4H, m), 1.95-2.14 (3H, m), 2.23 (6H,
s), 3.11-3.38 (3H, m), 3.60-3.87 (10H, m), 6.10 (1H, s), 7.38-7.64 (4H, m),
7.70-7.73 (1H, m), 7.83-7.87 (1H, m)

[%& 128]
Ex | Syn
574 12
575 12

ESI+: 582
NMRI: 1.48-1.89 (I12H, m), 2.05-225 (3H, m), 2.74-2.83 (2H, m),
3.11-3.39 (3H, m), 3.65-3.88 (10H, m), 5.01-5.07 (1H, m), 6.40 (1H, s),
7.40-7.67 (3H, m), 7.73-7.76 (1H, m), 7.85-7.88 (1H, m)

ESI+: 556
NMRI: 1.45-2.23 (8H, m), 2.24 (6H, s), 3.08-3.44 (4H, m), 3.62-3.90 (10H,

O 5161 12 1 ), 4.99-5.08 (1H, m), 640 (1H, 5), 7.40-7.67 (3H, m), 7.73-7.76 (1H, m),
7.85-7.88 (1H, m)
ESI+: 581 |
| 1p |NMRI: 127-168 (10H, m), 174215 (4H, m), 243285 (4H, m),
3.08-3.39 (3H, m), 3.59-3.78 (10H, m), 3.27-3.37 (1H, m), 6.92-7.04 (1H,
m), 7.36-7.91 (5H, m)
ESI+: 555
578| 12 |NMRI: 1.23-2.10 (10H, m), 2.22 (6H, s), 3.07-3.42 (2H, m), 3.56-3.83
(10H, m), 3.26-3.38 (1H, m), 6.92-7.05 (1H, m), 7.36-7.88 (6H, m)
579| 3 | ESH: 556 [M+Na]
580 | 554,16 | ESI+: 558
581| 21 |ESH:s72
582| 21 |ESH+: 574
583| 21 |ESH: 572
© ESI+: 574
NMRI: 1.37-1.71 (4H, m), 1.86-2.02 (2H, m), 2.05-2.26 (2H, m), 2.66-2.97
584| 21 |(4H, m), 3.36-3.84 (11H, m), 3.94-4.13 (1H, m), 4.30-4.44 (1H, m),

5.01-5.13 (1H, m), 5.33-5.56 (1H, m), 6.40 (1H, s), 7.38-7.69 (3H, m),
7.71-7.77 (1H, m), 7.83-7.89 (1H, m), 8.86-8.98 (1H, m)
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Ex | Syn DATA
s85| 22 | ESI+: 467
586 | 22 |ESI+: 580 [M+Na] -
s87| 8 |[ESH: 472
588| 1 [ ESI+: 594 [M+Na]
589 2 |ESI: 557
'590| 22 | ESH-: 499
591 1 |ESH:499
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Ex | ESI+ RT Ex | ESH+ RT Ex | ESM+ RT
Al 501 3.01 A33| 570 2.58 A65| 652 3.03
A2l 515 3.16 as4| sm 249 A66| 684 3137
A3 515 3.14 A3s| 585 2.5 A61| 634 335
A4 | 503 2.81 A3 | 615 2.5 A68| 634 3.26
AS 517 2.99 a37| 620 2.79 A69 | 648 2.68
A6 | 531 2.96 A38| 583 371 AT0| 616 3.58
AT | 561 3.07 A39| 584 2.59 ATI|  s64 2.62
A8 533 273 Ad0| 586 2.51 A2| 564 2.57
Ay [ s19 3.06 As1| 549 326 AT3 | s64 2.56
Alo| 512 2.85 A42| 550 327 A74| 579 3.06
All| 530 2.49 As3| 550 2.9 A1s| 519 3
@ Al2| 544 2.75 Ada| 550 2.86 A6 | 593 3.32
A3 | 544 2.85 Ads| 588 3.17 A 328
Al4| 544 2.76 Ad6| 588 32 A18| 593 3.26
A15| 565 2.79 A47| 565 34 A79| 593 3
Al6| 513 3.06 A48 | 565 3.1 A80| 606 2.7
A17| 557 3.08 Ass |  s6s 3.07 As1| 578 2.57
A8 557 3.01 Aso| 579 3.36 A82| 584 3.04
A9 57 3.01 As1| 519 33 As3| 627 3.07
A20| 585 321 as2| 519 3.28 Asa| 606 3.1
A21| s8s 3.1 As3| 579 3.0 A8s | 656 321
A2 | 556 2.78 Asa| 593 3.27 AS6 | 636 327
A23| 570 2.84 Ass| 592 2.9 A87| 676 3.09
A24| 570 2.58 AS6 | 592 311 Bl 537 2.88
A25| 570 2.54 AsT| 592 331 B2 551 2.97
@ A2 | 598 2.92 Ass| 622 3.14 B3 | 591 2.95
a271| 614 3.13 As9| 607 332 B4 | 549 2.89
A28| 632 2.81 As0| 606 3.11 BS | 627 2.78
A29| 569 3.57 A6l | 606 3.08 B6 | 591 3.18
A30| 557 3 A62| 574 3.23 B7 605 326
A3t sm 3.24 A63| 574 3.22 B8 | 585 3.01
A2| s 3.05 A6a| 635 3.13 BO | 589 23
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Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
BIO 576 2.74 B42 613 3.15 Cl6 552 2.18
Bll 643 2.99 B43 614 2.55 c17 540 223
B12 654 2.83 B44 629 3.13 Ci18 620 245
B13 670 298 B45 673 3.13 Cl9| 620 246
B14 656 2.92 B46 661 3.26 C20 641 2.69
B1S 642 2.86 B47 661 325 C21 636 2.58
B16 656 29 B48 658 2.88 C22 503 221
B17 636 2.96 B49 666 32 Cc23 517 223
B18 638 3 B50 671 2.96 C24 531 226
B19 638 3 BS1 690 3.06 C25 517 225
B20 668 29 BS2 690 3 C26 517 23
B21 615 3 BS3 677 324 C27 531 2.28
B22 627 297 BS54 677 326 C28 527 248
B23 628 2.79 BSS 677 3.26 C29 555 2.64
B24 642 2.87 BS6 678 3.17 C30 565 248
B2S 643 3.05 BS7 734 297 C31 527 248
B26 643 3.06 BS8 713 2.86 C32 545 235
B27 663 3.06 Cl 473 226 C33 557 244
B28 663 2385 Cc2 501 24 C34 603 2.7
B29 664 2.78 C3 517 224 C3s5 618 1.93
B30 685 29 C4 503 229 D1 500 2.69
B31 699 2.99 Cs 529 2.26 D2 514 2.8
B32 692 295 c6 558 2.33 D3 514 2.78
B33 656 2.82 c7 535 243 D4 502 25
B34 645 295 Cc8 551 233 DS 516 2.68
B35 616 3.05 c9 551 2.34 D6 530 2.64
B36 649 2.38 Cl10 551 235 D7 560 2.74
B37 599 3.07 Cil 565 247 D8 532 243
B38 600 2.77 Ci2 565 245 D9 543 2.09
B39 640 3.07 c13| s6s 245 D10 543 2.46
B40 624 297 Cl4 595 234 Dll 543 255
B41 624 2.94 Cl15 578 2.53 D12 543 246
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Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
p13| sn 2.53 D4s| 583 2.17 p77| 563 245
Dl4| 564 2.48 D46 [ 585 2.1 D78 563 2.32
DIs| s12 2.73 Da7| 599 2.19 D79 | 563 2.26
D16 | 554 3.03 D4g | 548 2.89 pDso| 601 2.85
DI7| 556 2.75 D49 | 549 2.68 psi| 577 2.3
DI8| 55 2.68 Dso| 549 2.67 Ds2| 583 2.73
pDI9| 570 2.68 Ds1| 587 2.8 D83 | 626 2.7
D20 | 584 2.87 ps2| 587 2.82 D84 | 605 2.74
p21| 584 274 Ds3| 578 2.92 D85 | 640 2.74
D2 | 569 2.15 Ds4 | 578 2.1 D86 [ 655 2.82
p23| 569 2.13 Dss| 591 2.97 D87 | 635 2.86
0 p24| 597 2.6 ps6 | 621 238 D88| 675 271
p2s| 613 2.77 Ds7| 606 2.95 El 522 2.53
D26 | 555 2.48 Ds8 | 605 2.76 E2 536 2.62
D27 569 2.53 D59 [ 605 2.74 E3 590 272
D28 | 652 1.8 Do [ 573 2.86 EA 548 2.64
p29| 631 236 Ds1| 573 2.85 ES 626 2.52
D30 646 2.15 D62 | 634 2.78 E6 590 2.98
'D31| 646 2.59 D63 | 651 271 E7 588 2.54
D32 | 695 2.87 D64 | 633 3 ES 624 3
D33 | 568 3.11 D6s | 633 2.92 E9 653 2.59
D34 | 556 2.68 D66 | 633 2.9 EI0| 669 2.76
p3s| 570 2.87 D67 | 647 229 Ell | 655 2.69
D36| 570 2.72 D68 [ s88 3.15 E12| 641 2.62
e D37| 555 2.13 D69 | 578 2.83 EI3| 655 267
D38 | 569 2.18 D70| 578 2.69 El4| 637 2.79
p39| 57 2.15 p71| 578 2.65 EI5| 667 2.66
D40 | 584 21 p72| 592 2.93 El6| 655 2.83
Da1| 614 2.1 D73 | 592 2.89 E17]| 635 2.73
pa2| 604 2.53 D74 | 592 2.88 E18| 598 2.88
D43 | 619 2.5 D75 | 592 2.66 E19| 602 2.79
D44 | 532 321 D76 | 605 2.58 20| 602 2.84
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Ex | ESI+ RT Ex | ESI+ RT Ex | ESI+ RT
E21| 614 278 Es3| 712 2.63 2| 87 2.65
E22| 626 2.74 F1 412 2.24 Fi3| 619 2.53
E23 | 627 2.54 F2 | 486 234 F34| 619 2.51
E24 | 641 2.64 F3 500 2.42 F3s| 619 2.51
E25 | 642 2.84 Fa | 516 222 F36 | 610 2.85
E26 | 642 2.85 F5 518 2.15 F37| 543 2.62
E27| 662 2.84 F6 | 502 227 F38| 562 27
E28| 662 2.62 F1 | 498 2.34 F39 | 635 2.71
E29 | 663 2.54 F8 528 226 Fd0 | 502 22
E30 | 691 2.73 F9 542 2.3 Fal | 516 22
E31| 644 2.72 Flo| 542 2.29 Fa2 | 530 2.27

‘E32| 615 2.82 Fl1 | 556 2.35 Fa3 | 516 2.34
E33 | 648 2.64 Fl2| 557 2.39 Fa4 | 526 2.28
E34| 599 2.51 FI3| 617 2.5 F45 | 554 242

E35| 639 2.85 Fla | 675 2.7 F46 | 564 2.24
E36| 612 2.95 FI1s | 534 247 F47 | 498 2.15
E37| 616 2.86 FI6 | 550 2.46 Fag | sI2 2.19
E38 | 616 2.86 F17| ss0 238 Fa9 | 526 2.26
E39| 616 2.86 'F18| 550 238 F50 | 528 2.02
Ed0| 623 2.75 Fl9 | 564 2.58 Fs1 | 544 2.12
E41| 623 2712 F20 | s64 2.51 Fs2 | 556 224
E2| 630 2.94 1| 594 2.39 Fs3| 57 2.42
E43| 613 2.28 F2| 594 237 Gl 500 2.82
E44 | 657 2.66 F23 | 577 2.64 G2 | 514 2.93
Eas | 657 2.66 4| 5717 2.64 G3 502 265
Ed6 | 665 3 F25| 559 2.38 Ga| s32 2.58
E47| 670 2.72 F26 | 559 2.35 Gs | 516 2.82
E48 | 689 2.84 F27| 612 227 G6 | 530 2.78
E49 | 689 2.79 F28 | 535 221 G1| s60 2.87
Eso| 676 3.06 F20 | 535 221 Gs | 543 2.6
ESl| 677 2.98 F30| 538 2.24 G| 43 2.61
Es2| 733 2.75 F31| 584 2.7 Glo| su 2.67
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Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
Gll 564 2.62 G43 614 225 G75 603 3.18
G12 512 2.86 G44 604 2.66 G76 620 2.96
Gl13 556 2.89 G45 582 331 G77 601 2.97
Gl4 556 2.82 G46 569 2.29 G78 578 295
GlS 570 2.81 G47 583 231 G79 578 2.32
Glé6 584 2.99 G48 585 226 G80 578 2.78
G17 584 2.87 G49 599 232 G81 592 3.04
Gl8 583 2.74 G50 612 2.27 G82 592 3
G19 597 2.73 G5l 656 229 G83 592 299
G20 613 2.89 G52 548 3.01 G84 592 2.78
G2l 555 2.62 GS3 549 2.82 G85 605 2.76
c G22 569 2.67 G54 549 2.381 G86 640 2.75
G23 652 1.99 GSS 587 292 G87 640 2.73
G24 632 238 GS6 587 2.94 G838 603 3.01
G25 632 242 G517 578 2.83 G89 603 294
G26 631 2.51 GS8 621 2.92 G90 605 2.86
G27 631 248 Gs9 605 238 G91 659 2.89
G28 646 2.28 G60 605 2.87 G92 636 2.68
G29 649 232 G61 573 2.98 G93 675 2.83
G30 649 23 G62 573 2.97 H1 604 2.82
G31 646 2.72 G63 634 291 H2 548 2.62
G32 662 2.69 G64 631 3.09 H3 626 2.52
G33 695 2,97 G65 633 3.1 H4 590 2.99
G34 689 323 G66 633 3.03 HS 602 26
G35 689 3.18 G67 646 246 H6 624 3.02
a G36 689 3.3 G68 645 244 H7 667 2.65
G37 568 321 G69 647 2.42 H8 681 2.76
G38 556 2.81 G70 660 2.46 H9 693 2.79
G39 570 2.99 G71 588 3.26 H10 639 2.53
G40 570 2.85 G72 563 2,63 HI11 653 2.61
G41 571 23 G73 563 25 HI12 641 2.62
G42 584 225 G74 563 241 H13 655 2.66
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Ex | ESI+ RT Ex | ESI+ RT Ex | ESk+ RT
H4 | en 2.77 Ha6 | 632 2.38 H78 | 689 2.86
HIS| 674 2.58 Ha | 627 2.83 H19 | 689 2.79
H16| 668 3.05 Has | 620 2.94 n 472 232
HI7| 735 2.85 H9 | 620 297 73 518 225
HIS | 653 2.58 HS0 | 620 2.87 3 498 241
HI9 | 655 2.68 Hs1| 620 2.86 Ja 675 2.77
H20 | 669 275 H52 | 598 2.86 35 675 2.74
H21 | 637 278 HS3 | 639 2.87 16 675 2.74
H2| 655 2.82 Hs4 | 612 2.96 ” 534 2.51
H23 | 602 219 Hss| 616 2.88 18 550 2.5
Hda| 602 2.79 Hs6 | 616 2.87 19 550 2.43
H2s5 | 602 2.85 Hs7| 616 2.87 no | sso 241
H26 | 618 2.88 Hs8 | 632 2.96 il 564 2.58
H7| 618 297 Hs9 | 632 2.97 nm | se4 2.58
H28 | 618 2.98 Heo | 632 2.98 n3 618 2.7
H29 [ 652 2.9 H61 | 666 3 | e 2.66
H30 | 652 3 He2 | 666 2.99 s 594 2.43
H3l| 652 3.02 He3 | 666 3 e | ss2 2.51
H32| 614 278 Hea | 623 2.74 n| s 2.54
H33| 653 2.62 Hes | 623 271 ns | 602 2.67
H34 | 668 2.96 H66 | 634 2.88 ne | 602 2.66
H3s | 668 3.04 H67| 634 291 2o | 602 2.64
HI6| 626 2.74 H68 | 626 3.08 21 559 241
H37| 641 2.64 H69 | 626 3.09 m| sm 2.61
Hs | 642 2.85 H10| 630 2.99 23 612 233
H39 | 662 2.88 H1| 630 2.98 24| 566 2.35
H40 | 662 2.61 H72| 630 2.96 125 603 2.74
Ha1 | 691 2.73 H3 | 657 2.66 126 | 603 2.78
H2 [ 612 2.97 H74 | 657 2.66 1| 617 2.82
Ha3 | 612 3 ‘HIs | 668 3.16 ns | 633 2.49
Haa | 628 2.92 H76 | 676 3.09 29 | 633 2.51
H4s | 616 297 H17| 677 3 30| 619 2.56
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[& 172]
Ex | ESH RT
131 | 6ot 238
32| 601 2.4
33| 601 2.4
134 | 620 2.54
135 | 620 2.41
136 [ 620 2.41
137 | 516 231
138 | 526 2.57
139 | 646 2.86
o 140 | 646 2.84
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