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[0049]

[0050]

2. 1,2-oo00x42 0, y00KRIVLAED/NDT ERIEKFRE, N N-
DAFIURILLTE R NN-DPAFILTEITI R, DAFILRAILKRFD R
CEBRIFIL TEFZMULROCHODEEYAZETONS, FUTTF
WFPEU NN-DPAYTOELIFILT I OELLREN-AFILEILRY U-%F
DEWIEE, XIRED )DL, KRBT MDA REEOULELCIIK
BAEH ) D LFOEREBEEDEET TREZTOON, RIEEMBIZETS
TEALTHAGEENDH D,

(3XFR]

S. R Sandler RUW. KaroZ. T[Organic Functional Group Preparations]
. EB2kR, %1%, Academic Press Inc., 199 14

BALEZFRE. [H5hR EEREFHEE (514%) 1. AE,. 2005F
(5 2 8i%K)

[1k8]

X (I —a) DILEWIEL. ILEWY (3) &ibEW (4) LDOREIZEYE
HIENTED, REEHEFIE1EELRAKRTH D,

X (1) OIEEYIHEITHIERRURLEDEADEBREIEL, X (1) DIEE
MERME LT, BEOEFHIEBORG. BEZHICE>TEATHIRE
XECHLDERERAVNSCLITEY, thDEREEANEBZRICERTSH
EMTED, HlZAEFE, 0-7ILFJLE. N-7ILFI/LiE, BT, MK, 7=
FE%, ZEENEEFRALBIIRRZERICHABOLETITSIZENTE
%o
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[0051]

[0052]

(FREEMDEE)
FREEERICHITHIRERMEAEME. FIAETEDTE, RBDEEF| 25
BOAE., XHOFE. HBOAIWEENODEZERAVWTEET S EMNTE

S
(REERT)
[1E9]
RG
F N R’ Ry R?
— @)
Cl Cl F N R3 N 3
AFJ*N R—0OH (6) A'Z&N o & FY«N R
P _ P . - R3
Cl)\N/l\U CIJ\N*O’R F JRISSN
| 1
®) @) PR

(1a)

L& (7) &, L& (5) L1LEWH (6) LDORIBICEYBTELIIEMN
TED, CORIGTIE, 1LEW (5) LibEW (6) LEHEELLLIE—7A
ZBEEAL, BEOFET. CNoDREVERGICRERGBEH, X
TEBET. AHNTHLMBERT., BEO. 1FHE~BAMERHT S, 2T
ALSnSBEDFE LTHE, BISREESHGVLA, A€, FLIY
FULUEDOFRBERRIEKRB, PIFILI—TI, TrZEFOTSY
OTEXRYY DAMXVIAVEOI—TIVE, /RO ARy 1,2-Y
S0O00IARY, JO00RILVLEDONOF ERIEKFRE. NN-D A F LRIV
LT7ERFNN-DAFILTEITER, DAFILRILTED R, BFEETFIL
TERFZRILRUCHLDEEYMNE T NS, BEOHIELTIERY
IFLTZEIU NN-SAYTOELIFLTIUELLIEN-AFIILEILKY
VEOABEE, XEREBAUIL, RESM)TL, kBEIIL, kB
KFFT RUDL, KEEIEH ) DLELLLIEKFIET U D LEOERBIEREN
Blfond, V500 I—TILEOFMARGEMBICETIELLETHF
HIHEENRH B,
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L&Y (1 a) (&, L&Y (7) &1LEY (8) LZEBEEDHFETRIGS
BHEITKYBEHICENTESD,
[0053] (RMEmR2)
[1£10]

F N
4 8 F @\
Cl F N:©i ® 7/(

H

) . e
> _CH,
cl N//ks’CH3
9 (1o
R3 R R3 R’
FYE@\RB F%@\RB
N 3 N 3
R F R
w0 R-WH (11) F NN [OX] N7 X
—_— | T He L A, R
1w : \s(O/)pk N
(12) (1b)
=5 R
/ R’
o] NH (2) = N 5

R*L, SR [Ox] 2 S

R > R N
(10)———— _,R& —> R I oA
.CH, R AN L
§>>m N s R>?W N s(0),

o)
?%RZ th/li\zRZ
R7R (13) R (3a)

(XA, OxXIFEIEFIZ. plIXIRIE2E T, LLTREFk, )

L& (10) &, L&Y (9) &LEW (8) LEEEDFETRIGE
HAHEICKYBHIIENTES,

EE® (12) F, ILEW (10) &LikEW (11) LZBEODHFETR
EEEAHELICKYBIIENTES, RIGEEMETA U ORESHZILY
METLEDONRIGEMFBICETIELLTEINGGENH S,

L& (1b) 1, L&YW (12) ORBIERBIZEYBEIZENTES,
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BiERGIE, EEWM(1 2) En-Y 0D DBREEE. BEE. BERIELKRKSE
DEELHZHEELLE—AZ/NMBRERNT, AHATHEMRATIZITS C
EMTED, BEELTEFERRILKFRE, \OT7 U ERIEKFREFDR
WZEMT, XF2EBULEALTAWSZEANTED,
FLREABRDORIGEGHTIEEY (10) &LEY (2) EDORIGIZE
YIiEE®W (13) ZHF. 51EHMLTILEY (B3 a) Z2/EEDHTES,
[0054] ZDMOREFEEM(3)IE. BIZELUTOXMIZEHED A EESEICHE
THIEMNTES, W02002/088112, EP1389617, W02008/032033, W02008/032
036, W02008/032041, X [%W02008/032060,
[0055] = (1) DIEEMIE. EREEEY. TOREZHIHFESINDGE, KW
BENY. HAIVWRFKEREEOMEELE LTEE S, FEEhL, R (]
) DILEVMDHEZHICHRINSGIEE, BEOEERIGICHI I EITEY
HEFTHELTESD,
g, $BEIT, W, 2BlERE. FESBEIATI NS4 —%F, BED
ILRBEZERL TiIThN b,
HEOEMEKREGE, BHTEMMEEMERBIRT S EICIYEAETE, HHL
FREFEOMELZAMEDEZFALTHBT S ENTESD, HIZE
. EFERBEKE, TEIEO—RAGREFEE BIZE, ARFEETEE
ELCEFBREDODTRTLAT—BIZESDABERIEL, ¥IILNTLFES
RAW=2803 0574 —%) ICEYR/oN, F-, BHGERLFFEGRER
ILEMMLEETHIIELTESD,
[0056] = (1) DILEYOEEBFEEE, UTORRICEYHEL,
1. P13KOBEKREEFEHE
SEEXIZ(EPI13-Kinase HTRF Assay kit (Milliporett, h 4 O &S33-016
) EERP 1 3KSEER (Milliporett, h2 07 &S14-604) ZEALT-.
AIEEERADOHRAECRE ST, UUTITHEZETY,
PI3KJ (10ng/well) . phosphatidylinositol-4,5-bisphosphate (10
uM)y o ATP (B0uM) . RURBRILEWEIBINT L— FTEML (total 20
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[0057]

[0058]

[0059]

ul) . ERTI0RMEA FaR— kL1, EDTARUbiotinikphosphatidylin
ositol-3, 4, 5-triphosphateZ&mML ., RIEZFILS 1=, TDHEEuropium>
NIUEIRGSTHRIE, GSTHEAGRP1 PHRE A A > R Ustreptavidin-APCZE im0 L
A FaR—Fk LTIz, HIRFJL— 1) —5—%FBUVTHIRF ratio% Al
E LT, BHRRFMEBOIMGEIEZE100%, BEHFMTREBILAYRBMEFOM
HEE0%E L, logisticEITE YILEMDICEEEH LT,
2. PI13KaBREFEH

ERPI3Ka (12ng/well, Milliporett, h4&2 O45&S14-602) . phosp
hatidylinositol (0.2ug/well) | RURBRILEMERLE/NY 77— (50mM
Hepes, 10mM NaGl, 10mM MgCl,. 2mM EGTA, 2mM DTT, pH 7.3) H(ZT3845%7
L—+rTEML (total 10uLl) | 37°CTI3WRA vFa—Tavlti=, &
5% . Kinase-Glo PlusfZE (O A f#t, H 2 OS5 FESVITI2) #10u LM
L. #RFEILZ/ A—2—THRIE L, BRRAMEFOIGEZEE100%, HER
ILEMRFMEBOIMFIERZEZ0%E L, logisticikITk YIEEHID | CsofiE & E H
L7,

WS OODILENDHEREZR 1 RUKR2ITTY ., RPEXEREREHILE
MBES. PIKS IEPI3K S EERPAEFZ D ICofE (nM) . B UPI3Ka I1EPI3K o BER
REZEMED | CoofE (nM) 71T,
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[%&1]
Ex PI3K O PI3K & Ex PI3K ¢ PI3K «
4 33 2000 208 8.6 2300
11 210 209 20 2800
6 4.6 330 210 22 5100
10 7.1 1500 216 5.6 >3000
11 14 930 219 14 6000
14 4.4 1400 223 6.2 >10000
18 5.0 2900 229 10 6700
24 5.2 >3000 231 8.2 1500
27 20 990 246 5.5 1700
39 9.5 470 271 2.6 2500
40 3.6 1200 274 9.7 >3000
46 44 >3000 280 4.9 2500
47 16 900 330 8.6 5500
52 34 2700 344 14 1000
53 4.6 2700 363 18 1400
95 4.9 2500 374 6.4 1200
104 2.1 810 375 12 1600
107 8.8 3000 384 16 1600
108 2.8 2200 385 21 3000
112 4.6 1400 393 7.7 780
116 5.2 180 396 13 2300
123 0.85 460 397 23 2900
125 1.8 >3000 398 32 3400
154 3.8 1800 399 22 3200
174 59 2400 401 15 3500
177 4.8 >3000 402 3.6 610
185 43 >3000 403 4.9 700
187 9.1 3000 422 6.0 5800
190 4.1 >3000 423 11 4200
193 23 550 424 6.0 3600
206 4.4 3300 430 2.3 2300

[0060]
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[%&2]
Ex PI3K § PI3K «& Ex PI3K 0 PIBK a
434 4.3 1500 505 4.1 450
435 2.8 950 506 4.3 590
437 7.1 2200 507 4.9 490
438 3.6 2400 508 4.6 620
441 15 5900 510 36 >10000
442 10 2700 511 4.7 2000
445 7.0 3400 512 23 >10000
446 8.9 1700 513 35 3100
447 53 2900 515 6.0 1200
449 14 1300 527 14 5700
450 14 3500 539 7.6 2200
456 13 1800 546 50 5500
461 16 3800
471 8.1 1700
473 30 9900
481 8.9 1100
482 4.6 3400
483 15 8700
484 1.5 2600
485 31 >10000
486 9.8 3600
487 7.9 4400
488 30 5600
490 9.4 1600
491 4.5 570
495 14 6700
496 17 7600
497 16 10000
499 11 1500
500 14 >10000

[0061] 3. Zw bk in vivo |L-27E £ {N%HIFER
SEERICITHEMELEW/CriCrl) Ty b (BXRFvy—ILRY/N—) (6:8E., K
E130-180g) ZEA LT, HBRILEMIH0.5% A FILEILO—RBRICERS
., SmL/kgZEREO®/RE L=, IL-2EEEE, 22AFNU DA (a3 K=
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[0062]

[0063]

[0064]

t#t. ZE 05 FSL-1000) Z15mg/keDAETREMET S LITKYERELT

RERELUTITRT IO F3—JLISTIT otz A2AFNY VAZERET S 2
R RIS 16BN HBRIEEME S v FITROKRE LTz, aVh TN\ VA%
5L, SHMRICENET>T-, MADIL-2ZEEXELISAF v + (R&D Syst
ems, Inc.. hH2 AT FSDYS02E) ZRHUNTEE LT, VehicleZik5 L=
Y EO—LEOIL-2EAESICHNT SHRIEEVREHD IL-2EEEH S ]
REEH LT,

ZOFEE. X (1) OEEPIT Il 2EEMGEREZET S LN
HRINTz, FIZEa2Hh TN VAZEET 5 2 HEFTIHEREEY (10mg
/kg) ERELEE, EMHI4, 11, 24, 40, 46, 194, 201
. 202, 206, RU219DILEMIEFNENS8 3%, 80%. 79%
. 94%. 71%, 89%. 76%. 80%., 83%, RU7 8%DMHIE
HZERLT-,

4. Z BHERIIEREHNHIHER

HEMELEW/CriCrl] v b (BXRFY—ILR/N—) MoHRE LRk (
.0 x 10°cells/well), R RF(ab ), 25T A2 r-5w blgh Gug/well
. SouthernBiotechtt, 74 OJ&FS 3082-14) RUX, DMSOIZiAfE & &= ER
L&Y (FRIEDMSOERE 0.1%) . 10%FCSEHRPMI-1640 15ih% FHLNTI67X
TL— +TEMLE (total 200uL) , COA »F a2 R—42 —[NTL8HFHIES
L. BB T OARFMBAETIZBH] Thymidine (925GBa/mmol., Moravek Biochemica
Istt., #4045 FF MT6038) %0.037MBa/wel IFRM L 1=, EILN—RXE—
ZRAWT, GF/CASRT 1L —ICHIEEEIRL. 71 /L2 —EDOMRETRE
BEOFL—2a A0 —FAVTARE LT, |gMRAMEEDdom (dis
integration per minute) ZHIHIZR100 %, FHERILEWIERAIMEEDdomZ M|
F0%& L., logisticRIZKVILEMDICEZREH L=,

WO DILENMDHERERIICERT ., KRPEXISEREEEFILEDES. |
CsofiE (M) (&, BHEFRIBTEHIHEIEZ T
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[0065] [%3]

Ex ICsp(nM) Ex 1C5p(nM) Ex [C50(nM)
4 1.8 424 1.7 491 1.8
11 6.1 430 1.8 495 1.7
24 4.2 434 1.3 496 1.7
40 0.62 435 0.58 497 2.1
46 52 437 3.6 500 2.7
174 2.4 438 3.0 505 0.46
177 1.1 441 42 506 0.75
206 4.1 442 1.2 507 0.38
219 35 445 0.72 508 0.37
223 1.5 446 1.7 510 18
246 2.1 447 0.77 511 1.2
271 5.5 449 2.2 512 10
274 5.5 450 2.1 S13 0.64
280 38 456 1.1 515 4.1
363 1.4 461 1.1 527 2.8
374 2.0 471 1.3 539 0.84
375 1.2 473 4.0 546 2.2
385 1.9 482 4.6
393 0.70 484 22
398 2.3 486 3.6
399 34 487 1.4
403 0.82 488 2.8
422 4.9 490 0.76

[0066] EEREFABOHER, X (1) DILEMEENEP 1 3K ERMBEFEA.
EU/RIFT L— 2 EEMGHERARU. XISBHIEEMGI/ER GEHELNE
ERZEL) ZHITHENMER SN, LEA>TEADESFBIEIZET
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[0067]

[0068]

[0069]

[0070]

HEHRRIG, 70UILX—KE, BERERER, RU/XITOEEEFDO T
XiFAEEE LTHERLS %,
tEEADEHEBEL L, AL, BER. FE. DEFOBIEEZTT. £
IEMRISIZIE, THIREAED STHAEERER KRG, BHiA B84 SinikE
BREERRENAEENDS. LETLUILX—EBEL, WR, 7 FE—HKE
RETHD, LEEBCREFREBRE L, BEEHUDTTF., BE., BEEEXEX.
Y0—2K, 2T TIN—TRETHD. MEES LT, ALKRET
Hb,

F=. X (1) OILEWEIP I SKSHEEERAMNP I SKaEEERKY
LIFEICHROVBERMBESZTATHLIDOT, PI IKaBEEMERICEDICI VR
JUEREEEELGEVT ChizRENFIFIEZY 55,

X (1) ODIEEYRIEZTOED 1 BT 2BULEZEVRRAE LTERT
HEEMEEME. BAFICAVWTEEAV LGN TOAEMAI, BIH &AM
BEICEFFAEREFEEZRANT, BEERASATVWSAEICI>THAET S
ENTED,

‘e &AL MK, H T, BEHE. BElL BRRFCLSEORE,
XIFEHEA, BIRA., HANZEOEHHE. L%, [REF. BRRE. 8KAR
Bl BEH, BRAMME. BHERE. BAERAEHE, RAKFIZLSIE
BOBSOVThOBETH>TELL,

BOBSOLOOEERMERME L TE, s&7l, 87, BRFAIFENALLN
b5, COESHEKRERMIZENTIE, 1BIL2BULOEVHLE. L&
CEHIEOFEFELBEBR., FIZILEME. o= b—JL, TRI¥, EFA
FLJOELEILO—R, WiERE/ILO—X, ToTo, RYEZLEDY
Fo, RO/ REFAZTABTILI VBRI IRV IVLEFEELRESINS,
MiE, RIS T, FiEEGFME, FIZAERTT ) VBITRAL VLD
K SEBREIPCHAILRFDAFILRE—FF )T LED &S HERIER., B
ELHl, BREBBFIZEELTOTH LV, FFRIXTAFNELEICK Y HEX
RITBBEME L EHEBEEMED T A LLTHIELTH &L,
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[0071]

[0072]

[0073]

BOBSOLOOREERMIE, EFIMIHESINLELAR]. BRA. B8
Al Ay TRIRFT X LVIILEEEEH,. —BUICAVLONIFEELGH
FE., BIZEHBEKRETS/ —ILEEL, SRBRAERMEFEEGHR
KL ELRER], BER. BRI L D THEBIF. KA, BKF, FE
B, BEFEERFLTLTE &KLY,

EROBRED-OHDIHHFIE. BEEOKMEE L CFIEKEDBH. BEF
 RIFEBRZERT . KEDBHE LTE, FIAIEEHARBKETE
BRIEZNEEND., FKEDBHELTE, HIZETOELYSY Y a—L
ARYIFLOTYA—LELLEAT Y —THO LS GHEYHR, T2/ —)L
D&S3BTIa—ILE, XIFKR)VYILR—+80 (FHA) Eh1Hd. D
L O EHBMIE. S oITEFRUEH. BHER. ERER. 2R, 28%F. TE
b&l, RITBBHEIFNEEATEELL, SHLIEHRIENITIUTRE D «
VWE—%ETER, BEFORE., RIFBHICL>TERIELSND, Fik.
CNSEIEFOEFERYMEZREL. FRMCEFKIERDIFABE
[CBEMILBALTCERT S ELTES,

SAAZIE LTIE, ER. BEER. ¥ )—LHF., €U—Fl Xy TH, &
#ZHl. O—>a Al RRF. RBEEFZ2EET S, —RITAVLONIEE
E&Kl, O—2a DEA KEXIEEKEDRR., BER., 2LAFZzEFTSH
o BIZIX, MEXIFO—avERIELTIE, RUTFLYSGYa—L, T
AELYGYa—L, BB YY 323y, RUAFFLIFLY
Blee<wid, E/RATT7IVVBI IR ATTILTILI—IL, £F
LZIa—)L, 7303 —)L, ERXF LA VEVILESR DENES
oY (7

RAFIORE 2 FNEORIERTER, BAXTFERKOLOMLAHNLN
 RESMDFRIR S THET B ENTED, FIZIELHDETLHEO,
H(Z, pHEAZEHI, BHEHI. REEER, BRE. REROCEBHEFSENERR
mEanhTHTH &L, BEF, BEERAIVEDT-HD T/ N1 X ZEHEH
THLENTED, BIZIE, HEBRERAT /NS RZEOQRED T/ XXM
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ERZFEALT, LEMEERTREINASNZEEMOMKRELT, £ L
CIREEMICHB LRIBARLBEHAEHOE THRXIBARE LTRET S
CENTED, EEMARRAZZFL, BEREXEIZHEDHEERADELOTH >
TH&L., EEMAREMEREFEN TLILEFIRTHENTES. HDHL
(&, BLEEREAE., XL 4007 LF0F7ILAY, EROTLADTIL
HURFBIERFFOIFBELGRAETERLEZMEL 7V —ILXATL—%D
METH->TEHLL,

[0074] BEEOHREDZS. 1HOREEF., KAEH-YH0.001~100 mg/kg, 4F
F L <I1F0. 1~30 mg/kg, BITHFEL (0. 1~10 mg/kghBEHTHY . Zh
ZIEITHAWE2HEAEIZAHITTEST 6, #IRANBEESNEEEE, 1
BO®RE=IE, FAEZHT-Y$50. 0001~10 mg/kgh @A T, 1B 1EHEHEEE
[CHITTHRET D, Fiz, BHEFIE L TIE, KEZH-Y$0.001~100 mg/k
s BIEDERREIZS T THRET S, BREEER, F5. HEEEE
LTELZDIGEIZHECTEERESND,

[0075] = (1) D&M, FIERDKX (1) DIELEYMKEMEETRTEEZ LN
LREDERDARIIIFHHNEHRAT S ENTE S, HRHFRAT. FR
B, SWNFAMEISERL T, ELLEAHEZOBRBRES VLV TERSLTE
&0\, FRFFRSEFIL, BERITH>THABICEFESATOTE KLY,
(i)

[0076] WATF. EEFICEDERX (1) DILEVMRVZORERMMEENOREEE S
SICEHEMICEHRAYT 4, LHEARERAIL, TREEEFICERDILEMIIRE SN
HLOTEAGN, F=. BHELEYOREEZRERIRT ., F-. K (1)
DILEYDOREEE, UTISRENDEFNEEHDEEEDHICRE SN
5EDTIFAELS, KX (1) DIEEMIThSDEEZDEAEHLE., HHL
FLEFICHEATHIFEIIE>THIHESIND B,

[0077]  F=f-HiEH, EiEHl. RURERPLUTOBRSZRAWNS,

PEx : HEFIES. Ex: EEHEBES. Syn: EHROAETHELI-EEHIE
5. PSyn: A#HDAETHREL-HEFES, No: LEYWES. Str: #E
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[0078]

[0079]

. DATA: MEILFET—4., El+: BEDWITHITHm/2{E (1 A ULEEL
B YDEWNEE M EXRT), ESI+: BEDITH 1T 5m/z{E (1 4 U1EEESI,
BT Y DA WDEE MHH) ) o ESI-1 m/z{E (f 4 AERES| . BT Y D% LGS M-H) -
). FAB+: BERWICHFHn/ZE Y D7 EE M+H)*) . NMRT : DMSO-dsH
D'H NMRIZE(+5 6 (ppm) . NMR2 :  CDCI;AM'H NMRIZE (+5 6 (ppm) . NMR3: C
D;0DFM'H NMRIZE1+5 S (ppm) . s: —FE (ART ML) |, df ZEH (X
R BVt ZER (ART ML) | a EER (ARY ML) | bri 18
LR (AR kL) (I : br-s) . RT: HPLCTOREFEM () . £t=. #
EXFOHCHEIIERIETHH L ER L., HOIDFTDHFIFEILLERT, i
ZIL2HCHF ZIERIETH IO EEEKT 5,
BEH 1

4,6->900-2-(AFILRILT7ZIL) EYED2 (5g) DN N- A F)LRIL
L7 2R (50mL) JBRICKEEH ) DL (5.3g) E2-(PTIADAFIL)-TH-
RURALZHEJY—)L (3.9g) ZMA. EEMEEZETORMEEBERL-. REE
&K (300mL) Zmz. EFEETF/L (300mL) T L1z, HHEE %8R
BIEKTHEL, BKBRBI IRV LTERIE, BEEZREZELT:
NhE, BEEZVVATLNAZLIOAR IS 74— (NXHY  EFBBTFIL
=90:10~40:60) ICKYHHL, 1-[6-200-2-(AFIALT7ZIL) E
2 O-A4-A]2-(CTNAOAFI)-TH-RO XA 22 —JL (5. 49g)
FEHEMERE LTHE,
BiEH 2

1-[6-200-2-(ACFILRILT7ZI) EY 2D U-4-4)L]-2-(PT LA DO
AFIL)-TH-RUOXAL 2 HY—)L (2.28) DN N-DAFILHRILLT S F (11mL
) BRICKREEAUTL (1.4g) EELRYL (0.88nL) #mMx., BEMEE
mT 1 REE#E Lz, RIGES®MIZK (150mL) Zmz. EFEET 7L (150mL
) THIE LTz, A¥ELBAMEIEK (150m) THEL. BKEEBI IR D
LICTERESE, BEZREZELI-Ob, BEZDVASILAS LSO
RETST74— (NFHY  EFEBTFIL=T0: 30~50: 50) IZTHEL, 2-(
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[0080]

[0081]

CINABAFIV)-1-2-(AFILAILT 7 =)L) -6-F LR -4~ JLE Y =
D4 JV]-IH-RUXAL 28T —)L (2. 1g) #EB¥MEKELTHE-,
561 3

2-(UITNABQAFIL)-1-[2-(AFILRILT 7 =)L)-6-FJLKR) 41 )L
EJSEOUA4-AIJL]-IH-RUOXA 28— 3g) 2oy OOAR> (60mL

) BRIZ, KATm-o O0BREEE (15%. 8K) (1.92) #mzx. E&
MEOCTISHREEE Lz, RIGESYICRMMEEKEMATY /70048y
(200mL) THHE L=, B#EEK (200mL) . gAFOEIEK (200mL) THEL
 BKRET IR LTERESE -, BEEZREBELI-06, BiEED
DATNASZLYAI NI ZT74— (VBAFRILL: A5/ —)L=100:0~9
8:2) ICKUREL, 2-(CI7LABAFIL)-1-[2-(AFILAILT 4 =)L) -6~
BRI A4 AILEY DO UA4-A)L]-IH-RVXL2H8T—)L (2.8g) %
REBT7ENLT7RELTHR. KMeEWOLUAFLTLC (Y OORL
L AR/ —)L=10:1) IZBITBRIEIF0.56THHT-,
& 4

2-(UITNABQAFIL)-1-[2-(AFILRILT 7 =)L)-6-FJLKR) 41 )L
EVISOUA-AIL]-IH-RUOXAME2FY—)L 2. 1g) o042 (21m
L) &I, KATm-o 0D0BREEHE (75%. &K) 2.7z #mzx. E&
MEOCTISHREEE Lz, RIGESYICRMMEEKEMATY /70048y
(200mL) THHE L=, B#EEK (200mL) . gAFOEIEK (200mL) THEL
 BKRET IR LTERESE -, BEEZREBELI-06, BiEED
DATNASZLYAI NI ZT74— (VBAFRILL: A5/ —)L=100:0~9
8:2) ICKYRBEL, 2-( LA DOAFIIL)-1-[2-(AFIRJLKZJL)-6-F
Wik -4 JWE)EDU-A4-AJL]-IH-ROXA XY —)L (2.27g) &k
BRT7ELI7RELTHR. KMEEYOL Y ATZILTLC (VOORILLA
AR/ —I)L=10:1) IZHITAHRFEIF0.67THoT=.

[0082] Hi&EfH 5

1-[6-208-2-(AFILAILT7ZIL)EY) 244 )L]-2-(PT)LA O
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[0083]

[0084]

AFIL)-THAROXAL 25 —)LA50mg) DN N-C A FIL 7L 7 2 F(Q2m) 8
RiZtert-TFIL (FT2UR-4-EROXLLoOANZTUIL) H—NA—R(125

mg) . RE&t L UL (225mg) EMMA . EEMZEERTIFM. 60°CTIRR. 120

‘CTCIMEEI LIz, RIGEEWITAKQ0ML) £FE, AxH> BRI FIL(A
1, 100mL) THIH LT-. AHEBZEK, BMREKTHESEL, BKEERTI
UOLTER LI, BEZREZEL-OL, BEZUHTILAS LSO
RIS T4—(ANFH FFEETF)L=90: 10~60: 40) ICTHHEFT B &
[CkU. tert-TFIL [FTURA-({6-[2-(CTNADTOAFI)-TH-RD XA
SAY=I-1-A V]2 (AFILRAILT7ZIL) EY SO )L} FH ) D
2ANFUIN]IA—NA—=r029mg) ZRBTEILT 7R ELTHET,
giEHl 6

4-TNAARE-1,2-OF7 22 (1.000) (TP T)LAOEEE (InL) /% .
EEMEICCTORREEBH L=, RIGESYMZE/KQOML) (TEE, BFEETFIL(Q2
ombL) ZMA 1=, BEMEINKEILT )V LKBETTZILAIMEELEZDD
. BFEET 5L (O0mL) THH L=, BHEZK, BANRIEKTHEL., B|KER
B TRV DLTEE L, BEEZREBRBELI-OL, Y UATILATLY
AT IS 74— (NFHY  BFEETFI)L=70:30~0:100) ICTHHET L
EIZEY, 2-(CTNAOAFIIL)-S5-TINAO-TH-RUOXAL 24 —)L(1.22¢
)EABMRE LTH .
g5 7

4,6-2000-2-(AFILRAILT7ZILEY DU (1.4g) £2-(PT )04 DO
AFIL)5-TNLAO-TH-ROXA 2 FY—)L(1.28) DN N-D A FILRILLT
S F28ml) BRICHKEEN ) VL. 48e) EMA, BEYMEEETHREBH L
o RIGEEWIZ/AKA00ML) oz, BFEET F)L 200mL) THH L=, AHEZ
K, BARIBIEKTHREL, BKEEBI IRV LTHE L, BEZRER
ELEDE, DUATLVASLYAI N TS 74— (ANFH Y  EFBETF /L=
95:5~70: 30 ICTHHEITE_LITLY ., 2BEDILEMEENENEEY
RKELTHE,
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[0085]

[0086]

1-[6-2 8 0-2-(AFIRILTF7ZIL) EYZT D44 )L]-2-(PT)LA DO A
FIL)5-TILAO-TH-ROXA 258 —)L : 319mg, L JATIILTLC (NF
B BT FIL=5:1) IZTHIFTSHRFE 0.51,
1-[6-2 8 0-2-(AFIRILTF7ZIL) EYZT D44 )L]-2-(PT)LA DO A
FIL)-6-T LA O-TH-RUXA 258 —)L : 438mg, L JATIILTLC (~NF
B BT FIL=5:1) IZTHEITSHRFE 0.46,
giEHl 8

60%KFRIEFT RO L (4Tmg) ZT 5 E FA DTS2 Q4mL) [TEAL., tert
-TJFIL (FZUR-A4-EFOFToOAFTUI) h—NA—(1.87g) ., 15-
2272-5 (.13l ZmMA, BEMEERTIOSHEBH L. RGEEYIC
4,6->o00-2-(AFILRAILKZIL) EYED(1.97g) #MZ60°CTRKEE
HLE, RICEAYFEANIEILT V> EZ LKA RAOM) (TEE, EFEETF
JL(200mL) THIH L=, AHEZEK, BBMBEKTHREL. BKEBRI IR
JLTEELE, BEEFREZELZOL, DUAFILAZTLIAT RIS
TA4—(NXHY BT FIL=93:7~70:30) ICTHHEIFT B &ITLY. te
rt-FFIL {FS2R-4-[(4,6->H00F Y S Do-2-4)L)AF]1oo 0~
XNl h—A— (598mg) FEHEMEKE LTE,
HE 15116

60%KFRIEFT R T L (288mg) A RFT TR (15mL) [TEALT, t
ert-TFIL [FSURA-(EFOFTAFIL) O OANFDILIA—INA—F
(750mg) . 1,4,7,10, 13- RUAAFH O OARVATHUEMAERTIRE
L, LVT4,6->000-2-(AFILRJLEZIL) EY 222 (743mg) Zh0
ZB0CTHREH L=, RIEESYERMELT »E=D LKERK GOML) (<
mz., BEEET F)L(200mL) THH L., K, SAMBEKTESE L, ARELE
KBREER T AL LTHRBELR, BEZREBEL-. YUATILATL
SO TS T4—(ANTHY  BEEETFIL=95: 5585 15) ZRALVTHFH
L. BHDIEEWtert-TFIL (FSUR-A4-{[¢4,6->90D0EY2D0-2-
AINAXRVIAFILI 2 OANFDIL) h—A— (290mg) ZEEMEKE L
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[0087]

[0088]

[0089]

THE-,
S & 15123

2-(UINADAFIL)-1-[6-(1,4-CFFH X EDO[4 5]dec-8-1 JLA FF
D)2 (AFIRLT 7o) EY O A-A JLI-TH-ROXA 2 F—)L (1
3g) &roonA sy (20mL) ITHEMFLTm-Y 0OO0BREEFE (75%. 8K
) (712mg) #0°CTMZIONER LTz, RICESWICEAMESK (30m) #
mz., yBa0/R/)LL (100mL) THHEL, K, BNREKTESEL-, BEE
EEKFBI AV IVLTEE LR, BEEZREBE L, BBEOATF
IWARILLT S F (10mL) TR L., E/ARY Y (1.22mL) #A =R T2HMH
Bl REESMEK (BomL) (TEE, FFEETF)/L (200mL) THHEL.
K, BBNBIEKTHREL-, ARELZBKRBII AL VLTHEELE,
BEEREZEERE L, DUASLASLIAR NI 74— (NFH L Bk
ITFIL=95:5A580:20)ZALTHEL., BMOLLEM-(DTILAD4F
W -1-[6-(0,4-OF X HXEDO[4. 5]dec8-1 LA FF ) -2-(FJLKRY 2-4-
AI)E)EDU-4-A)L]-IH-ROXL 28V —)L (1.21g) ZEBHMEREL
THE-,
B 3E 45124

2-(UINADAFIL)-1-[6-(1,4-OFF VX EDO[4 5]dec-8-1 JLA FF
D)2-(BELHRY -4 EYEOoA4-AJL]-TH-ROXAL 28V —)L(1.2
ETrZEROZZ202mL)-KO2mL) (TEFE L T AFILRE DX ILR
VERIKIIM (2.27g) #MAERT IHMER L. REESMIZEIEEK(
30mL) ZmMZEFEE T F/L (100mL) THHL. K, BAMBEKTHEEL-. A
BEEBEKBRBI IRV LTERE L&, BEEZREEELZ. Y UHYT
WASLOIAI TS T4—(NFH Y BFERT F)L=80: 20/, 540 : 60) &
AWTHE L., BMOIEEMA-[({6-[2-(PTLA O AFIL)-TH-RU XA =
BT —=I-1-ANW]-2-(FIR) -4 ) EVYV I D4 )L} FH) AFIL
1voonxd/ 2 (941mg) ZBBMERE LTHT -,
At
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[0090]

[0091]

2-(UINABDAFIL)-1-[2-(AFILRILEKEZIL) -6-FILKR o-4-1 JLE
JEDUAAJ]-IH-RUXAL 28T —)L (2.27g) DN N-SAFILTE T
TR GBI BRIZFSVR-VHOAXH-1,4-OF 2 (5.45g) &ikEE

AL (1.15g) #mMA, BEWEI00CTIEEERLE:, REEAGYMES
BETHAMLEZOS, K (300mL) Zmzx CEeEET 7))L (300mL) THE L=
. AREEEAMEBIEK (200mL) THEL. BKEEI IR VLTRESE
o BEEZREBELI-OB, BBET7I/VUATILAZLYIOT RIS
T4— (NXHY  EFEETF)L=25:75~0: 100, L Tor OOmRILL : A
2/ —IL=100:0~97:3) [TXYHHL, FFR-N-{4-[2-(CT)LA O A
FIL) -TH-ROXA 25T —)I-1-AJL]-6-FILR) o-4-(4JLE) T D -2
AN} AnFH -1 4-DF 2D (2.21g) EREBMKE L THI
=il 2

S OAN-{4-[2-(CTNAOAFI)-IH-AROXAL 2 HT—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (50mg) DN N-CAFIJLARILLT = RBERICA X BFEE Qul) &1-E
FAFSARDY RYTY—IL (15mg) ( N-B-(PAFIT /) TOELIN
“IFIIAIKRDA = MIEREIE (22mg) ZMZ ., EEYEZRETREERLE
o RIGEEMWIZK (B0mL) Zmz. EEEETF)L (50mL) THHEH LTz, BHE
ZEAFMIBIEKTHESE L, BKRBET IR OLTEBRI G-, BELHES
EL=06, £L-EHRZEA ML, BFBRTFILTHRET S EITEY. N[+
FURA-({4-[2-(CTNABAFIV)-TH-RO XA 24— )L-1-1 JL]-6-F
WY =4 JL-1,3,5-F U TOU-2-4 L} T2 /) OAFIIL]-2-4 b
FOT7EETER (32mg) ZEBHMRELTE
=kl 3

S OAN-{4-[2-(CTNAOAFI)-IH-AROXAL 2 HT—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (B0mg) Mmoo AZY (1.25mL) FRIZFIIFILTIY @Tul) &
JOsRu-1-R bRz oy K (12ul) Mz, BEYMEERTHRKRER
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[0092]

[0093]

L1z, RIGEE®IZK (B0mL) =z, EFETF/L (50mL) THHEL=. B
WEEBMEIEK B0mL) THREZEL., BKRET IR ILICTEBRSE:
o BEEFREBELI-LEZDOL, BEEZUATF LIS LYOT LTS T4
— (ANFHY BRI FIL=50:50~0:100) [C&YERL, N-[F>2R-4
—(4-[2- (LA B AFI)-IH-RUXAL 2 ET—)L-1-1/ JL]1-6-FE LK >
4 JL-1,3,5- b )T OU-2-A L} T2 /)y AAFIIL]I TAIRU-1-X)L
RUTF7 IR (46mg) ZREMERE LTHE.
=il 4

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
v (250mg) T/ OO AR (4.5mL) BBITITWHRILLTILT E FKEBHER (
0.443mL) &+ bUDL YT EFIAROE R K (476mg) Mz, EE
MEERTIRMEBE L, REESWITK 3oml) ZmMZ. 4 00KR/LL (
100mL) THHE Lz, ARBEFENBIEKTREL. BKREF ) IVLTE
[BLT-, BEEZREBEL-OB, BEET7I/VUASIILAZLYIATE
T574— (N EFEETFIL=50:50~90: 10) ICTHET B &L
Y, b 2AN-{4-2-(CTILAAAFI)-IH-ROXAL S HY—)L-1-1 )L
1-6-FIRY -4 I-1,3,5-b )T LU-2-AJL}-NN-DAF)Lo o ONE
Y-1,4-0F7 22 (216mg) EEBMERE L THT -,
£l 5

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
Y @0mg) oo Aay (1.2nL) BRICAVITUBAFIL (4.2ul)
EZMZ. BEMEERTO SEMER L, RIEESWERERMBLI-E., >
JATNASLYAR TS 74— OARILL)ICTHEELTI-[FZ VR
A4-({4-[2-(CINABAFIV)-IH-RO DA 2L —)L-1-1/ JL]1-6-FE LK)
DA I-1,3,5- R YT O} T 2 /)0 BANXUIL]-3-AFILIL
7 (28mg) ZREMERE LTH-.
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[0094]

[0095]

[0096]

=kl 6

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (10mg) DN N-CAFILARILLT S R (1.4mL) BRI IFILTEI@
dul) E1, TV -AILRZILER(H-4 24V —)L) (26mg) EMMA. BEMEER
T—EER Lz, YRARY MLIZTREDETEERL-&. RIGEA
MIZ2-(FBILKR) -4~ IJL) TR T ZY (25ul) £MA TEERTIFFEER
Lfze RIEEEMIZKCOML) ZMA Ty O0ORJLLAOMD) IZTHEHLZ. &
BEEZBKREBEI IRV LICTEELR:, BEEZREZBEL-OL, BB
ELUNTNASLIAR NI Z74— (/BARILL : AR/ —)L=20:8
OICTHELT, I-[FF U R-4-({4-[2-(CTNABAFIL)-TH-RU XA =
BT —I-1-AJN]-6-FIHRY -4 JL-1,3,5-F T -2-A4JL} T2 /)
2o anFUIL]-3-(2-FILHRY -4 )LZFIL) LT (62mg) EEBMEKE

THE-,
=i 7

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (1.86g) droyopOiAay 3Mm) BFBRIZFJIFILTEZY (1.46m) &
D-tert-TFIL Dh—ARxr—Ft (1.1g) #mMA. EEPE=EETIFHER
Lfze RIEEEWIZK (BOmL) #m0z. EFEETF)L (S0mL) THHHEHL?=. &
WEEBMEIEK B0mL) THREZEL., BKRET IR ILICTEBRSE:
o BEEREZBELEZOL, BBELUATILASLIAT LT ST 40— (
AEY  BFEETFIL=80:20~50:50) [CKVYUKHL, tert-TFIJL [+5
DAA-({4-[2-(CITNAOAFI)-TH-ROXAL 2 HJ—JL-1-1 JL]-6-FEJL
R4 I-1,35-b)TOU-2-AIIT /) ANFTDIL]A—NA
— ~(2.04g) ZEEBMRE LTHET
=kl 8

tert-TFIL 2-{[FZ U R-4-({4-[2-(TNABAFIIL)-IH-RU XA =
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[0097]

[0098]

BT —I-1-AJN]-6-FIHRY -4 JL-1,3,5-F T -2-A4JL} T2 /)
SHORAANXZYUIT R/ 2-FAFVIFIL) h—NA— (138mg) D1,4-DF
FH (1.4ml) JBRICM BIEKFR / 1, 4-OFFH0BE B74ul) £mz
EEYERET2REEBHLL, RIGES®IZN 727 / T8 /-
BR (L) EMATCRERMEL. BEE7I/ VATV AZLIAT RN
ST74— (NFHY  BFEETFI/L=50:50~0: 100, ELxTo OORILL ¢
A%/ —)L=100:0~98:2) [CEYRHBL, N-[FF2R-4-({4-[2-(PT 1L
AOAFIL)-IH-ROX kY7 I —-1-A JL]-6-FE LK) >-4-4 JL-1,3, 5-
RUTOU-2-AINVTER)OBATINITYOTE R (Ting) ZEEH
K& LTHE.
=kl 9

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (200mg) T/ OOAZY (2mL) BRISKATRIIZFILTZ I (63ul
) EJBETFEFIL 4OUF @Tul) #mzA. BEYWEICTIONEHRLT:
o RIGEEMWIZK (B0mL) Zmz. EEEETF)L (50mL) THHEH LTz, BHE
ZEAFEIEAK (B0ml) THEL. BKREI IRV LICTEBREESE, B
WEREREL-OL, £LEREARL, P4V TOELI—TILTH
BTHIEICKY., 2-T0FEN-[ TV RA4-({4-[2-(T A D AF)L)-TH
~RUXA ZHAT—)L-1-A4 JL]-6-F LK) -4~ JL-1,3,5-~ ) T -2-4
WTZE)ooanx L] 772K (207mg) ZEB#MRE L THT,
EhEfl 10

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
> (300mg) DN N-CAFILF7EFFEF (6mL) BRICKIZFILTEIY (0
261mL) . ERQ-JOEIFIL)I—TFI/L (0.120L) #mz. EE&#H%ETOC
THREB#H L, REESYICFIIFLTIY (0.26Im) . ERX(2-70O
EIFIL)IT—TIL (0.12mL) ZEML. TOETHREER L, REEEWMIC
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[0099]

[0100]

K (30mL) M0z, BFEETFIL (100mL) THHEL71-. A#EEK., BANERIE
KTkigL., BKRET N VLTEREL:, BEEZREZBELE-OL, &
BETI/VUATLASLIOATI NI S T4 —(ANFH Y BFERT F )L =50
:50~80:20) [CTHHIT I LITLY, 4-2-(TLAAFAFIL)-IH-RY
RAEFI—I-1-A JL]-6-F LK -4 JL-N-(F TV R-4-F LK) -4
- oanFIIL)-1,3,-b)TOU-2-T 22 (231mg) EEBMKREL
THE-,
e 11

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
—ELRY DA4-AILEY T DU-2-A L} ONFHU-1,4-CF7 2> (50mg
) OB Agy (Inb) BRICK)TFILTEY (0.047mL) | 4~ 00O
TR/74)L 281 F (0.014mL) EmMA. BEWEKSTTIEME®RL:-.
RGEAMERBELEDL, BBEENN-CAFILARILLT I K (5nl) (5
L. 60%KHRILF b1 oL (13.5mg) ZFMMATOCT3IL, ERTIRMEEBHL
f=o RIGEEWITAK QOml) Zmz. EFEET 7/ (100mL) THH L=, A#
BEK, BMBEKTHEHEL., BKREII ROV LTEREL, BEEZR
EBELI-OB, BBEET7I/DVATLAZLYPAI NI S 74— (NFH
Y EFETFIL=50:50~100: O)ICTHREFT L LITKY, 1-[FT VR4~
({4-[2-(C7NABAFIV)-TH-RO XA 25— )L-1-4 JL]-6-F LK) -
A ILEY I DA TE/)ooanFxIL]ERY DU-2-F > (40mg
) FHEBMERE LTH.
=i 1 2

2-TAEN-[FSURA-({4-[2-(CTNLABAFIL)-IH-ROXAL 2 5Y
—IL-1=A WI-6-FILHRY -4 JL-1,35- b TOU-2-AINIT /)Y
OAFULIZERTZEFE (50mg) D1,3-CAFIL-2-4 258y v (0.5
mL) SRRICHEEEN oL (24mg) £EDYSY (15ul) 2mME. BAYMES
BETIEMBSR L. RIGEEMITK (BomL) #mz. FFEETFI/L (50mL) T
B Lz, AREEHMEAIEK B0nL) THEL. BKRET IR ILIC
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[0101]

[0102]

TERS -, BEFZHEBELE-OL, BEZLVATILAZLIAT
T274— (NFHY  BFEETF)L=50:50~0: 100, LT/ OAKRIILL
D AR/ —IL=100:0~90:10) ITKYUKEEL. N-[ FT > R-4-({4-[2-(P
TNABAFIL)-TH-RUXA 25 —)L-1-4 JL]-6-FIJLKR ) >-4-4)L-1,3
S-RUTOU-2-A TR /)VoOAXUNI-2-EOY SUI-A LT b
7k (49mg) ZREMRELTHE.
EhEfl 13

60%KFILF UL (2.8mg) DN N-CAFILARJLLT Z K (InL) FEHBR
(3-8 A-N-[FZ 2 R-4-({4-[2-(CTNLABAAFIL)-IH-RUXAL 2 FY
— -1 JL]-6-FILHRY -4~ JLEY T DU-2-(4 L} T2 /) o OAFxY
W17aRo-1-RILHRU T I F (3bmg) Mz, EEYWZEOCT 1 8HHE., =&
TRREBR L=, RISEE®ICAK (20ml) %z, EFEETF/L (100mL) T
B L1z, AEEK, BATRIEKTHESEL., BKHEES M)V LTEREL
fzo BEEFREBELI-OB, BEEZDVATLAZLIAT T T T 14— (
AXHY  BFER T FIL=60: 50~100: 0) I(CTHET I LIT& Y., 4-[2-(P
INABAFIL)-TH-ROXA 2 FT—IL-1-AJLI-N-[ F TV R-4-(1, 1-DF
FORAVYFTII-2-4)L) o ANFTIIL]-6-FEILRY o-4-4JLE Y =
DU-2-7= (31.6mg) EREBMERE LTHE.
=il 1 4

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ERY 4 I-1,3,5- ) T2 JL}-N -AF LTI OANFH -1
A-CT 2 (B3mg) MEY T (468uLl) BEICHEKEREE (14ul) M
. RAPEERTINEEE L, RIERITK (GomL) #mzx. BEETFIL (
50mL) [CTHH L=, ARELEMEIEK (B0mL) THREL., EKRE< S
RO LICTEBES B, BEEZREZELI-OL, £EL-EREAML.
CAVITOELI—TIIZTHRET D EITEY ., N-[ FF 2 R-4-({4-[2-(
DIONABAFIL)-IH-ROXA 2 H T —)L-1-A4 JL]-6-FILKR 244 JL-1
- RUTOU2-A NN TE/) o OAFIUNLNIN-AFILTFTHE LTI FG5
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[0103]

[0104]

[0105]

mg) # HEMEKLE L TR,
=15

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
~ELRY 4 IL-1,3,5- R )T OU-2-A )L} o OnFH-1,4-DF =
v (1) TR/ —JL (20mL) FHRICIH-1,2,3-ROJ YT J—IL-1-1JL
AR/ —)L (336mg) EMZ., EEYEEETIREEBHL-. RISEEYIC
ThZSERAORDVEES MY UL (170mg) £MMA, EETIFEE®RLZ, K
RESWICEAIEEK (200mL) #MMx. BFEET F/L (200mL) THE L7,
BEHEAAMEIEK (200mL) THEL, BKRET IR OLICTERSE
tzo BEEREBELI-Ob, BEETI/VUATLASLYOT TS
T4— (NXHY  EFEETF)L=50:50~0: 100, L Tor OORILL : A
2/ —IL=100:0~98:2) [CXUYHHL, FF2R-N-{4-[2-(CT)LA O A
FIL) -TH-RO XA 25T —)L-1-A JL]-6-F IR 2-4-4JL-1,3,5-~ T
DA IN-AFIL o OANFTH -1, 4-DF7 22 (890mg) EFEEMK
ELTHR-
EhEfl 1 6

N-L bS5V R-4-({6-[2-(CTNAOAFI)-TH-RU XA 28T —)L-1-4
WI-2-FEILHRY - LEY SO o-A4-A I T2/)oANFU)L]-N N-
CAFLTYUFTEER (100mg) £/ 00A%> (20mL) - A&/ —)L (
4nl) BEBECEMN L, M EbKF / T4/ —ILiFK (0.3mL) #MZ T
ERTIONEBH L., BELZREZREL, BBITA2/—)L (30mL) Zm
AT, BEREE*REBEL:, £LEERKEARL, P/1VTDE/LI—
TILTHELN-[FFORA-({6-[2-(CTNAOAFII)-IH-ROXA 24
J—I-1-A JL]-2-FIRY) -4 LEY T U-4-A L} 72 /) o OAF
DILINN-DAFIILG )27 2 FIEERIE (93mg) ZBE¥MKE L TR,
=i 1 7

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6
—ERY A-AIWEY SO} anFY -1, 4-DF = 2 (65mg)
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[0106]

OoyoOARy (1.3m) FRICKJIFILTIY (20ul) &3-T0ET
OEA=JL 40 K (25mg) #MZA. BEMEERTIONMER LIz, RIS
EEMITK (BomL) #mz., BFEETFIL (50mL) T L1z, BHEEZ L
BIEK (50mL) THEL. BAREBI IR VLICTRES S, BEER
EBFELI-OL, ELI-EREAHWL., BFEET FILTHFE LT,

COBEEZELF-DAFIIL-2-A2FVYT /Y (1.3m) ITEML, &EEH
)L (6lmg) &EQY DY (18ul) #MATERC2EMER L. KRG
EEMITK (BomL) #mz., BFEETFIL (50mL) T L1z, BHEEZ L
BIEK (50mL) THEL. BAREBI IR VLICTRES S, BEER
EBELEDE, BEEZDUATLAZLIOAIRIZ 74— (NFH U
BEEE T FJ)L=50: 50~0: 100, HELVTH O ARIILL : AR/ —)L=100: 0~9
0:10) [CKURHL. N-[FF O RA-({4-[2-(CT LA O AFIL)-TH-R>
RAEFT—I-1-AJL]-6-FIHRY -4 JLEYZTD-2-A )L} T /)
HOANXIN]IS-EOYDo-1-4ULTAEA V7S F(13mg) ZABMERE L
THE-,
=18

S RAN-{6-[2-(CTNAOAFI)-IH-ARUXAL 2 H T —)L-1-1JL]-2
—ELRY A-AIWEY IS4} ONFH -1, 4-DF 22 (100m
g) . EUDL (0.04mL) oo Aay (Iml) MEEMIZ, KATTI-
20070a/80-1-X)Lk= Lo a1 F (0.04ml) ZmMz., ERTHREERL
f-o RIGEEYERGEL, BEFT7I/V)ATLVASLIOR IS D1
—(~ANFH Y BT FIL=50:50~0: 100) 2 TLEHID 759 a v EED
EELTz, BMEBENN-DAFILARILLTE R (ImL) [THEFEL. 60%KFRIES
UL (2Tmg) EMZTOCT 1B, ERET2HMEBR L. RIEESY
ZERMBILT DEZDLKBRITEE, BFEETF)L (100mL) THHEL-. &
WREZK, BAMREKTHEREL, BKEES M) VLTERL, BEEZH
EBELI-DOB, BBEZLUATNLAZLIAI NI Z T4 —(NFH B
BETF)L=060:40~0:100) I THHEHI S LITKY, 6-2-(T)IADAF
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[0107]

[0108]

IW-H-ROXALZZY—)L-1-A JLIN-[ SV R-A-(1,1-DF XD R U F
TI)o-2-4 ) ANFTU]-2-FEILR) U4 LEY) TP U-4-T =
v (2Img) EREBMRE L THT-,
=1 9

tert-TFIL [AR-3-(RUDNLAFI)-1-{[ TV R-4-({6-[2- (Tl
AOAFI)-IH-RUXAL ZEY—)L-1-A JL]-2-FIKRY -4 JLEY S D
AT E) AT IIIAINEASIL} TRENL]IA—NA—F (1
80mg) DA B/ —)L (3mL) B&KIZ10% /85 D L-ikEHR G0%, &K) EMZ,
1REDKEZFHAT CORMBRLE. RIGEEMELSA FERANTAA
LE-OBEMLI, BBZLVATILAZLIOR NI S T4 —(ANFH 2
HFEETF)L=40:60~0: 100) I THWI S &Ik, tert-TFJL [(R)
“1-{[ ;S RA4-({6-[2- (LA BT AF L) -IH-RO XA 2 &Y —JL-1-4
WI-2-FEIHRY - LEYSOU-A4-A L} T /) oANTUILI AN
EAIIL)-3-EFOFLTOEN]IA—NA—F (143mg) ZHEMEKE LTHE
T=o
EhE#l 2 0

S RAN-{6-[2-(CTNAOAFI)-IH-ARUXAL 2 H T —)L-1-1JL]-2
~ELRYA-AIEY DAL} AanFH-1,4-OF7 2> (40mg
) ONN-UAFILRILLT Z K (0. 4mL) JF&EICN-(tert-T FF AR
)-2-AFIT S (2Img)  1-[ER(CAFITI/)AFLUI-1H-1,2,3
-b7VOMLDIE) DD L3 F XV AXHTILFORIATF—F
(HATU) (51mg) . NN-CA VU TOEJLIFILT I (0.0790) Mz, BA
MEEGTIRMEY L, RIGEEMITK (20mL) #mMzf-, £L-MRK
AWML, AVTOELI—TILTHL, BEEZETDHEITELY., tert-T
FIL Q- {[FZYRA-({6-[2-(CTNLAOAFIL)-IH-RUXSL T ZI—)L
1A NWI-2-FIHRY A4 JLEY I DAL} T2 /) OANFD)L]
T2/ -DAFI-2-FFYIFI) A—NA— |+ (bbmg) ZAEE¥MERE
L T#HE=,
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[0109]

[0110]

E A 2 1

GRY-N-[ F T2 R4~ ({6-[2-(CTNABAFIL)-TH-RO XA 24 —)L-
= IL]-2-FILHRY 4 JLEY IS DAL} T /) O~NZVL]E
RYDU-3-AIIRFHIF (B0mg) o0 A%2> (Inl) BFRIZI 7%
RILLTILT E FKER (0.022mL) ZMAEERTIONMEEHR LIz, KIGES
MIZH R DL FUTEEXIAROE RYF (5Tmg) ZMZEET265ME
L, RIGEGWYICEFMES/K OGml) &K Gml) #mzx. y00/K/LLA

(100mL) THH L=, E#EEK, SANMBEKTHESRL. BKHRES YD
LTERLE, BEERERELLOLE, BEET7I/UITIVATLY
AT cJZT74— (NFTHY BRI FI)L=50:50) ICLEYRKRHEL, HHD
7293 5%z, BREZAR/ —JLIZHE@EL, M BIEKFE /1
AT XY UBRREMAEGRTIONEBHLE-OBERKEL. GR-N-[FZ>
R-4-({6-[2-(CT7IA D AFIL)-H-RU XA 2 &Y —)L-1-4 JL]-2-FJL7K
Job4-AILEYIDUA-AIITE/)oANFIUNLI-I-AFILERY D
U-3-HILARFH T FERIE (41img) ZHEWMRE L THT,
EHEfl 2 2

tert-FFIL [F TV RA-({6-[2-(CTNADAFIL)-TH-RUXAL ZHY
— 1A W]-2-(AFILRILT 7 EYETDOU-4-A )L} 72 /) AN
FUIIA—NA—F (7.6g) @Y OORILL (T6m) B&KIZ, 0°CTM-4 O
DBREEE (75%. &K) (3.81g) #mMR205 MBI LIz, RIEREEMIC
BEMEEK (Boml) ZMZ. Y O00OARJLL (200ml) THEL-, B#EZK
. BAFIRIEKTHRIEL ., BB M VLTEREL, BEFREZREL
D6, BEENN-DAFILTE M7 F (40mL) ([THEFEL. EILKRY D (6
5TmL) ZMAT100°CTIRMBH Lz, RIGEEWEK (200mL) (TFE, B
BT F)L (500mL) Tt L7-, A#EZEK, BANBIEKTHEL . BKHRE
TR ILTER L, BREREBELI-OL, BEZSUASILAS
LHOT T ZT74— (NXHY  EFEETFIL=T0:30~0:100) [CTHE
FTHIEIZKY, tert-TFIL [F T2 R-A-({6-[2-(CT1LA DO AF)L)-1H-
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[0111]

[0112]

RUOXAZET—=IL-1-4)L]-2-FILKR) -4 JLE) T -4 JL} 7 =
2)ooanFN]IA—nNA— (1.88g) ZEHBMEKRELTH -,
£l 2 3

FS U R-4-({6-[2-(CTLABAFIL)-H-RUXA 25— )L-1-1 JL]-
2-FEILRY-A-AIEY DA} FHFI) o ONFHFI T I (40m
g) ONN-DAFILF7E L7 FOMD)BFBHEICFIIZFILTE20.05m), E
AQ2-TAEIFIL) T—T/L(0.025mL) Mz, BEMWET AV QIREBHIZX
L nE L TI20°CT1. SREREIBIE L=, RISESWIT/AK(0mL) £z, BT
FIL(00mL) THE L=, AHEZK, SafBEKTHREL ., BKRES Y
JLTEEL, BEEFREZEL-OL, BEBEEZ7I/VVATILAT A
2AI LT ZT4—(NFHY  BFEETFIL=60:40~20:80)IT Kk YUFEHL
BHOTZ0 a3 vESEHRELI-, BEZT AR/ —ILITEEL, N B
KFE /L &OAXRYUBREMAERTIONEBRLI-OBREBEL, 2-(P
INABAFIL)-1-{2-FIKRY -4 IL-6-[(F TV R-4-FILTR) V-4-A
LI AONT I AXFVIEY 2O U-A4-A LV-TH-ROXA 254V — LIEES
15 (36mg) ZHREMRE LTHE.
=il 2 4

FS U R-4-({6-[2-(CTLABAFIL)-H-RUXA 25— )L-1-1 JL]-
2-FEILRY-A-AIE DAL} FHFD) o OANFHF T I (50m
g) DN N-CAFILARILLT = K (0.5mL) SFRISNN-C A F LT Y2 (13mg
) L 1-ERAFIRUY RYTY—IL (1Tmg) . RUN-[3-(CAFILT /)
TREII-N-ITFILAILKRIA = FIEELE (24mg) ZMZ, BEMEEERT
BB L, RIGEEWITK (50mL) #mx. EFEETF/L (100mL) Tl
Lf-. BMELZRNBIEKTHERSEL, BKRWES MY DLTEBRLE, B
EFREBELI-OG, BEET7I/2DUATLAZLIOAIRIZT4—(N
5y BT FIL=50:50~0:100) [CkUEHL, BHDISY 3>
EEOEMWLUI, BiEZ700FRILLONL-A4%2/ —)L(0.5mL) [T/EAZ L. 4N
BibKFR / 1,4-OFFH 0B ®RO0.20L) ZMAZEETI0ONHEBHLI-DOBE
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[0113]

[0114]

[0115]

ELN-[FTORA-({6-[2-(CTNABTAFI)-IH-ARVXAL 25T —)L-1
~ANW]-2-FILHRY A4 ILEY T DA} FFD) S oanFtd)L]-N,
N-CAFILT YL UT 2 FIERE 4ing) ZABMRE L THT-.
=il 2 5

S URA-T(H{6-[2-(CTNABAFII)-IH-RUXAL 28T —)L-1-1JL]
2-FIRI A AIIE) T DAL FHR D) AFIILID VAT H LT
2 (55mg) DA B/ —)L(1.65mL) BRICUEZIJLRILAR L (0.012mL) 0 A
. RAYEERTHREBY L. RIGEEMEREL., BEEZLUVATILE
SLOOT TS T74—(OARILL: AR/ —)L=100:0~98:2) [Z&
UIEHL, BN TZ9 a3 ESHEMLI-, RiEE/ 00HR/)LLA M) -
AR —JL0.5mL) [TEME L., M iBIEKFR / 1, 4-OFFH2E%0.2m) %
MAZEETIONEHLEZOBREL., 2-(CI7LA0AFIL)-1-6-{[FZ >
R-4-(11-PAF L RFAEILRY -4 L) O AANF DI A FFT)-2-
ELRY -4 IVE Y TP U-4-A L) -ITH-RO XA 25— JLIEFEIE (T1mg)
ZRAEHMKRE LTHT
£l 2 6

4-[2-(CTNABAFIL)-TH-ROXL 2T ZY—)L-1-A JLI-N-{[ F T > R~
b-(AFILT /)2 0ANFULNIAFIVI6-FIRY U-4-4JLEY T DU~
2-7 2 (80mg) MNN-CAFILFHE LTI K (0.8m) HE&IC1-TOE-2-
JLAOITRY (26mg) LikEEH)TLG2m) EMA, BREMEIA I OR
Batc & YmE L TI00CTIRMER Lz, RISESWICK (Boml) Z#mz
. BEEETF)L (50mL) [CTHIH Lz, AHEEEAINEIEK (B0m) THEEL
 BKBEBET IO LICTEBRSE-, BEZRERELE-OL, BE%
DOATNAZLYIAR I ZT4—(ANFTH Y BFEET F)L=50: 50) [T &
DIEHLT, 4-[2-(CTNABAFIL)-IH-RO XA 25— )L-1-4 JL]-N-(
{FSURA-[2-TINABIFIIV) (AFIV)TE/I0ONF DL} AFIL) -
6-FEILRY U-4-AJLE) T D-2-7 2 > (34mg) Z/EHKME L THE-.
EiEfl2 2 5
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[0116]

N-LhS U R-4-({4-[2-(CTNAOAFI)-TH-RU XA 28T —)L-1-4
IWI-6-FEIHRY -4 LEY S DU-2-A L} T2 /) A~nFTIIL]-3-(4-
A— K7z )L) T/ F7 2 R B0mg) P AFILHRILLT K (800u 1)
[THEMELT, 7 eE#RUAOmg), YR (DRUDYTUOTE D) DNT
D7 l0) (6mg)  1,1'-EX(CT7zZIRR T4 /)70t (13mg) %
MZ TI20°C AR Lz, €54 FABICTPdZREL, A&ITK (1
OmL) ZmMZ TEFEET F/L (15mL) Tt L7-#&. SBMEBEKICTHERSE LT
BRELTEKRET IRV DLICTHERL, BEEZREBELI-&, BE%
FE/DVATNASLIAR IS 74— (ANFHY FFEET F)L=40: 60
YERAWTHRREL, 3-U-27/ 7z )N-[ SV R-4-({4-[2- (T LA
OAFIL)-TH-RO XA 2 FT—IL-1-A JL]-6-FIJLFR) -4 JLEY D
S-ANVTER/)OTIAZUN]ITONRVT IR (dimg) £@8BHKMEL
THE-,

EhEfl2 3 9

N-L b5V R-4-({6-[2-(CTNAOAFI)-TH-RU XA 28T —)L-1-4
WI-2-FEHRY -4 JLEY S OU-A4-A LI T /) oANTULITITY
ALK TS RA00m) &ERY DY (155ul) DREEMEA Y TR/ —)L
(1.6mL [CBR LT 0z —TREEEFAVTIIOCTIZEHL-. K
SEEMEREL, BEFEREIFIL (10mL) ITEMEL., BAfEL7VES
7 L (10mL) (2hn % EFEE T F )L (100mL) Tt L=, BHEZ K, BHBIEKT
HHEL, BAKREES b VLTERS B, BEEREBELZE, 72/
DIATNASLYIAR NI ST 4—(VBARILL : A5/ —)L=100: 0H
599 NZEZAWVWTHE L, BRDTI302avzREL. BREEAR/ —
JU (ImL) [TRFEL., M B1EKFR / 1,4-OF X5 5% (0.05ml) M A =&
TIOREHREEMBLIz, SNITEYUN-[FFR-4-({6-[2-(TILA D AF
W -TH-RO XA 2 ZY—)L-1-A JL]-2-F LR -4 JLEY T D44
WIT727)o00AF)L]-2-EQ ) O -1-4JLT R VRIILKRUT = RiERE
1% (105mg) ZHEMEKRE L THT-,
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[0117]

[0118]

[0119]

il 2 4 5

4-[2-(CTNABAFIL)-TH-ROXA 25— )L-1-4 JL]-6-F LK) >~
4-yI-N-{[FS VR4 (FFSERA2H-FFES-4-4LTZ/)PoON
FUNIAFIIEYETDOU-2-7 3 (64mg) #EIEAFLY (1.3m) (TH
BLTmo 00@AREEE (75%. 8K) (83mg) #0°CTMATERTI.S
FFEIEH Lz, RIGESWICEAFEE/K (1omL) #mz., Y007/K/LL (15m
L) THEL, K. SAFIBIEKTHERE LIz, ARELZEKREI IR VLT
RERS B, BEEZREREL, BBET7I/DUATLASLYOT NS
ST74—(O0mIbL : AR/ —)L=1000: 0/ 50 : 100) ZALTHEL,
4-[2-(CTNABAFIL)-TH-ROXA 25T —)L-1-4 JL]-6-FILKR) >-4-
ANNA[FFVRA-(1-FF L FT I EFA-2H-FAESV-4-C LT =
) oanTUNIAFIIEYEZDU-2-TIY (2Img) ZHEBMERELT
B/,
EEfl2 5 8

N-{[FSURA-(FT 2/ AFIL) SO AANFDIL]IAFIV)-4-[2-(C T ILF
AAFIL)-TH-ROXA 2 H T —)L-1-A JL]-6-FILKR) -4 JLE ) D=2
~7=E2 (80mg) AR/ —)LQ AMDISEMLTOEZILRNLEKRL(ATu) &
MATEERTIFHER L. RICEEMZEBL. BEET7I/ VAT
HSLYOR TS 74— EBIFILOHF) ZRVTHERL, 4-[2-(CT1L
AAAFI)-H-ROXA S HEY—IL-1-A JL]I-N-({ F T2 R-4-[(1,1-DFF
DRFAEFIRY -4 L) AFIL]I O AANZ DI A FIL)-6-FILKR ) -4
—AILEYS-2-7 32 (40mg) FABMKE LTHE.
Xl 27 5

4-[2-(CTNABAFIL)-TH-ROXL T ZY—)L-1-A4 JLI-N-({ kT > R~
4-[(2-A FXLDIFIV)T /12 0BAFVILAFIV)-6-FILKRY v-4-4
WEYD-2-72> (I0mg) A%/ —)L (1.4nL) ITEEL, ELFa S
——JR4A00mE) ., [(I-Z kFS2o0TOE)AXFV]I(MIAFIL) S
Z2063u ). FrUDLNYLT/AROE R K (54mg) | BEEE (781 1)
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[0120]

[0121]

ZMA T, BERFEXT. OFH. MBERTEE Lz, BMNEEK (10mL)
Mz, EFEETFIL (15mL) THE Lz, ARELZEKEBY IR VLT
RER L=, BEZTREREL-. BEET7I/VUASILAZLIATE
5 74—(NFHY  BFBETFIL=090: 10/, 540 : 60) AL THEL., N-(
FSUR-A4-[29BTAELQ-A XTI FIIVTE/1IoAAFTUILL A
FIV)-4-[2-(CTNLARAAFIL)-TH-RU XA 25 Y —)L-1-1 JL]1-6-F LK
)44 JLEYDU-2-T 32 (9.7mg) #BEMEKE LTHI
EiEfl27 9

4-[2-(CITNABAAFIL)-TH-ORV XA 28— )L-1-4 LIN-{[F 5>
A4~ (AFIT /) ANFDIL]AFILI-6-FILRY -4 LEY DV
-2-7 3 (80mg) EN-AFJLERY F> (800ul) ITEML T, mEEAHY
2L (130mg) . 2,2-CT7INABIFILEY TILAB AR R ILRAR— K (109
mg) ZMATIA VAV —TRIGEEZANT200°CTIRREEH L=, K
(10mL) #mMz CTEFEETF/L (15mL) THH L%, S@AMBEKICTESRL
o BEETBKRBI IR VLTHBELIZR, BEERERELZ, &
BETI/VUATLASLIOATI NI S T4 —(ANFH Y BFERT FI)L=30
: T10M 560 : 40), RWTSUASFILASLIOAI NI S 74— (BFEETFIL
DH) EFRANVTHEHEL, N-{FSUR-4-[Q2,2-CT7LF0TFIL) (AFIV)T
2/1290AF VN AFIVNA-[2-(CT LA B AFIL)-IH-ROXAL 5
— -1 JL]-6-F LR -4~ JLE) D -2-T 2> (24mg) ZE\EHIKY
& LTHE-,
EhEfl2 8 9

tert-TFIL {FT U RA-[({4-[2-(TLABAFIL)-ITH-ROXA 24
J—=IL-1-A JL]-6-[LR-2,6-DAFILEILFRY) -4 IL]IEJ 2T D-2-A
YT 2 /) AFIIoONT DL A—NA— | (180mg) &1, 4-DAFH > (1
BmL) [TIEEM L. 4N BIEKFR/ 1, 4-OF FH UIBREMA TER TLRFHER
L7z RIGEEMZIOA Y TOELI—TIILGnL) EmMz., £ C-EREAE
L. P4V TRELI—TITHRERBERZEL. N-[(FZVRX-4-T72/ D
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[0122]

[0123]

JONFEDI) AFIL]A-[2-(CTILAAAFIL)-TH-ROXA 24T —)L-1-
AIV]-6-[LR-2,6-DAFILEILRI U-4-AIL]IEYZTOU-2-TIY 2iF
e (131mg) ZRBMERE L TH-,
X295

4-L({4-[2-(CINABAFIV)-TH-RU XA 2 H Y —)L-1-1 JL]1-6-FJL7K
Jo-4-ALEY I DU-2-A L} T S /) AFNLILH OAXH/ > (550mg) #
ooonT& 2 Imb)ITEBE L Ttert-TFIL ERSD-1-AILARFL—F
(673mg) ZMA10MEH LI=&, T rUDLR)ZEREIAROERY K (76
6mg) ZhNA R TIRMEMBH L, K (BOmL) Zmz., Y AARI/ILL (200mL
) THHL., SBANBEKTRE L, BRELZEKTEST MY DLTERL
k. BEEREZBELI, BBEZT7I/VUATFLVAS LY O NI ST
4 —(NFHY BT FIL=90: 100570 : 30) ZHWNTHEL., 2EEDIL
EMETLTRABMRE LTHE.
tert-FFIL 4-{cis-4-[({4&-[2-(CTNABAFIL)-IH-RUXAL 24—l
1A JL]-6-FILHRY -4 JLEY I D-2-A )L} T E /) AFILI AN
FUNMERZDU-1-ALRFIL—  42mg, 7=/ U AFILILC (N
*Hy  EFEETFIL = 1:1) IZH I BHRTEO. 42,
tert-TFIL 4-{ TV RA4A-[({4-[2-(CTLABAFIL)-ITH-ROXA 24
J—=I=-1-A JLI-6-FILR) A4 ILEYEDU-2-A LTI /) AFNLIY
2ONFVIERTDU-1-AIRFLL—F 0 200mg, TE/DUATIL
TLC (NFH Y BEEEITFIL = 1:1) (THITHRFIEOC. 30,
EiEfFI 325

N-[(FSUR-4-T 27 200~AFD)L) AFIL]-4-[2-(PTILADOAFIL)
“TH-RUXA 2 HYT—IL-1-A JL]-6-FJLRY -4 JLEY I OU-2-F I
(250mg) ZTUAFIIFTE AT IR (2.5mL) ([TEMLT, 2-7/.L4070EL
A-AFIAUE R LRR— b+ (165mg) . RKEEH UL (168mg) EMZ T
A0 —TRIGEEBEFRAVTICTIER, XVTI20°CT1. SEFREE
BLfz, K (10mL) Z#MZ TEFETF/L (15mL) THHE L=, SafgEK
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[CTHSE LTz, ARBLEKBRBI IRV LTEERL, AEEZREREL
o BBET7I/DUATLASLIOAR M ST —(ANZTH Y  BBET T
JL=40:60) ZFAWTHEEL, 4-2-(CTLABAFI)-IH-RUXL28Y
—IL-1-A WIN-({ SV RA-[2-T0ABTREN) T /1o O0AxFY
IWPAFIL)-6-FILHRY) -4~ JLEY) 2D -2-7 2 (183mg) ZBEEMK
& LTHE-,

[0124] EHI3 26

4-[2-(CTNABAFIL)-TH-ROXL T ZY—)L-1-A4 JLI-N-({ kT > R~

4-[Q2-TNABITFIV)TZ /108X AFIV)-6-FILKRY v-4-4
WEYD-2-722060mg) ZVAFILT7EETZEE B00ul) ITAELT
CUVEEA YL (140mg) ( 3-TOETON-1-F—IL 26ul) EFMAT
RAU Oz —TRGEEFHANTI20°CT2REREHE L1z, /K (10mL) %
ATEFEETF)L (15mL) THHE L%, SBAMBEKICTREREL-.. AHE%
BKRBI T AL VLTRREL-R, BEETREREL-, BEET7I/ Y
DATLNAZLYAI T ZT4—(NFH Y EFEETFI/L=60: 40) AL
THEL, {7 RA4-[({4-[2-(CTLABAFIL)-IH-ROXSL 25
—IL-1-A W]-6-FIHRY o-4-AJLEYD-2-4 L} T2 /) AFILILH O
AXVNLYQ-TNAOIFIIV) TR /]1TaR0-1-A—)L (2Img) ZHEEMEK
& LTHE-,

[0125] =13 28

N-[(FSUR-4-T 27 200~AFD)L) AFIL]-4-[2-(PTILADOAFIL)

“TH-RUXA 2 HYT—IL-1-A JL]-6-FJLRY -4 JLEY I OU-2-F I
(100mg) #AFILT7E 7R (L) [THEELT, 2-7.040T0E/L-4
~AFIARUE LRSI — b (12Tmg) . &EH )DL (10Img) EMA TR
4909 —JRIEEEBFRAVTIOCTIEREEH L, K (10mL) ZMx
TEFEETF)L (15mL) THH., BMMREKICTREEL-, AHEZEKGE
TR DLTEBRE LR, BEEREBELT-, BBEZT7I/2UATL
ASLYPAI RT3 T4—(ANFHY  BFERTFI/)L=40:60) ZAHWLTHEAEL
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[0126]

[0127]

RS URA- T 2- (LA O AFI) -IH-RU XA 28T —)L-1-4
IWI-6-FEILHRY -4 JLEY S DOU2-A LTI /) AFILIL O O~NTUIL
J=b-AFIL-1,3-FFH V) Do-2-F> (39mg) £BEBMRE LTHE.
EiEfI3 3 3

N-[(FSUR-4-T 27 200~AFD)L) AFIL]-4-[2-(TILADOAFIL)
“TH-RUXA 2 HYT—IL-1-A JL]-6-FJLRY -4 JLEY I OU-2-F I
(50mg) EUAFIILTEFTIF B00u!) ITHEMELT, 227,400 EL
A-AFNARUE R — b (63mg) . JEEH )0 L(103mg) EANZ T
RAU 00z —TRGEEFHANT200°CTIRRMEHE Lz, /K (10mL) %
ATEFEETF)L (15mL) THHE L%, SBAMBEKICTREREL-.. AHE%
BKRBI AL VLTHREL, BEEREREE Lz, BBET7I/2UAN
FIWAZLIAT T ZT4—(NFHY  BFBRTFI)L=40: 60) ZFAL\TH
BL.N-{FSFURA-[ERXRQ2-70ARTOEL) TR /] oA~AFUIL)
AFIV)A-[2-(CTNFAAAFIIL)-TH-ROXA 25T —)L-1-1 JL]-6-FEJL
KU ILEYEDU-2-FTZY (Bmg) #ABMRE L THT-,
=3 35

4-[2-(CTNABAFIL)-TH-ROXL T ZY—)L-1-A4 JLI-N-({ k5 > R~
A-[Q-TNAO-1-AFIIFIV)T /10 O~AF DI AFIL)-6-F LK
)4~ JLEY) 2D -2-722(150mg) ZVAFILT7E 7S F (1.5mL)
[SHEMELT, REEHUDLAN20mg) . KGul) ZMATIAVAz—TR
RSB # AL TI60°CT285 ., 180°CT3RFMAIIBIE LTz, K (10mL) #mM&A T
BT F)L (15mL) THH L%, SAMBEKICTHEEL-. ARELTEK
BB IO LTEREL, BEEZBRERE LI, BEET7I/ Y UATL
ASLYVAR TS T4—(ANFYY  BFEETFIL=40:60), RWLT> U A
TLWASLYAT TS T74—(NFH Y  EFBETF/)L=20:80) ZAHLTH
L, 3T oRA4-[({4-[2-(CTNAOAFIIL)-TH-RVXAL T ET—)L-
I=AL]-6-FIHRY -4 JLEYZDU-2-AJL} T /) AFI] U O~F
DIV A=A FIL1,3-F XYV Y D U-2-F 2 (66mg) EEBMRELTE
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[e]

[0128] =3 4 3

[0129]

[0130]

N-[(FSUR-4-T 27 200~AFD)L) AFIL]-4-[2-(PTILADOAFIL)
“TH-RUXA 2 HYT—IL-1-A JL]-6-FJLRY -4 JLEY I OU-2-F I
(200mg) =T %/ —J)L (4mL) ITBMRL T, 2-(TILABAFILIAFO T (
Mul) . DAVITOELITFILTIQ9u]) E#MMA T CTORFREIEREL
fzo K (10mL) #MZ CEFEETF/L (15mL) THHE L1=#%. SAFIRIEKIZT
HHELTz, AMELTEKRBET IR OLTEBR LR, BEFHREREL
o BBET7I/DUATLASLIOAR M ST —(ANZTH Y  BBET T
IL=40:60) ZRALTHEEL. -({rFF U RA4-[({4-[2-(T)LAFBAAFIL)-
H-ROXA 2B —)L-1-4 JL]-6-(FILHRY o-4-4JL) EY T -2-4 )L}
TEI/)AFNLILOAANXTVNITE/)-3-7)0A0TO/R0-2-4—)L (128
mg) #ABMIRE LTHE:.

X3 45

-({;FSUR-A-[({4-[2-(CTLFAAFIIL)-H-ROXA 2B Y —)L-1-
AIW]-6-(FILERY A4 EYIDU-2-A LTI /) AFI]IL U O~F
DIITE/)-3-T0A0 TR -2-F—)L(100mg) EAFILTE T K
@M ITHRBLT, PTFILA—FRR—rC4ul), T rUDLAREL K0
mg) ZMA TERT2RFMEEE L=, /K (10mL) =mMA TEFEETF/L (15mL)
THH L%, AMBEKICTHES Lz, AREETEKBET IR ILT
RER L=, BEZTREREL-. BEET7I/VUASILAZLIATE
5 74—(NFHY  BFBETFIL=40 60) #FALTHERL., -{+50 X4
-[{4-12-(CTNFABRAFIIL)-H-RO XA S HY—)L-1-4 JL]-6-(FE LK
DAV EYZTOU2-AIIT /) AFIII o OANF UL (DA O
AFIV-13FHFRYVYDU-2-F (50mg) EABMERE LTHE.
=l 3 5 3

-({;FSUR-A-[({4-[2-(CTLFAAFIIL)-H-ROXA 2B Y —)L-1-
AIW]-6-(FILERY A4 EYIDU-2-A LTI /) AFI]IL U O~F
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[0131]

[0132]

DIWVTE/)-3-TR-2-F—)LU0mg) T+t EFR TS @00u )ITHE
LT, AILRZLDA SHAY—L(83mg), FUIFILTETO@2u)ZEMA
TERTIHMEBHE LIz, K (0mL) #mMZ THEEITFIL (15mL) THE L1
#®, BFMRIEKICTHRSEL:, AREBZEKEEBI IR VLTHELER
. BEEREBEL, BBET7SI/VVATLASLIAT T ZT 4 —(
AXHY BRI FIL=40: 60) #AVNTHEREL, 3-{F5 2 R-4-[({4-[2-(
DIONABAFIL)-IH-ROXA 2 H T —)L-1-1 JL]-6-(FILKRY) »-4-1 L)
EJIDU-2-A T2 /)AFIIL I ANF DI (TFIV) -1, 3-FF4
Vo r-2-Ar (32mg) EEEMKE L THT
EEfI 3 8 6

4-[2-(CTNABAFIL)-TH-ROXL T ZY—)L-1-A4 JLI-N-({ kT > R~
A-[Q-TNAO-1-AFIIFIV)T /10 O~AF DI AFIL)-6-F LK
)44 JLEY 2T DU-2-722(100mg) #0042 (1.5m) (TR
L. ,4-OAFH2-25-O4—IL (28mg) &EF FUDLR) T FXIARO
ERYUEK (6lmg) ZMATEERTIKMEEBHELE, K (10mL) #mMA., 400
ARILL (15mL) THHE LUz, BEEBEEKFREI ) OLTERL-ER, &
WEREZRE LIz, BEET7I/DUATFILASLYAT T ZT74— (A%
Yo EFERTFIL=60:40) FRAVTHEHEL., 2-[{F7 v R-4-[({4-[2-(>7
WABAFIL)-TH-RO XA 2 ZY—)b-1-4 JL]-6-(FILHRY -4 JL)EY)
SUOU2-ANLITER)AFIIVAAXULL(-TFaTORU-2-4 )L
)7E/]1xB/7—)L (80mg) ZEHEMEKRE L THE.
EiEfl 4 17

SO RN-{4-[2-(CTNABAFIIL)-IH-RO XA 2 FY—)L-1-1JL]-6

~[QR)-3-AFILFEIKR) -4 JL]JEY T D-2-q )L} o OnFxH-14
-UF7=22 (100mg) #2x4%2/—)L (2mL) (T/AEMEL., 1H-1,2,3-RUYJ KT
V—IL-1-A A%/ —)L (1Tmg) ZMZ CTERTORMER L&, REE
BT S ErFORDFRFT DL (170mg) MA. EFTIFFEEH L
o BMEZ/K (100mL) ZmMZ. EFEETF/L (100mL) THH L. EMEIEK
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[0133]

[0134]

(100mL) TH%HELT-, ARELEBKRET IRV LICTEBRSE, BiE%E
BEBELz, BBET7I/DVATLASLIOAR NI S 740 (NFHY
 BEEE T F)L=50 : 50/, 50 : 100) . 2B ARILL : A%/ —)L (100 : 0H
598 :2) ZRAWTHEREL., 7 —IK (35mg) %571,
2)—FEOAFTL Cnl) ([TEML, N BIEKE / 1,4-OFFHUBR
Ghul)EmMz. P4V 7AELIT—FT)LGnL) #MA., Hd LizEE%E 5
#®, PA4VTOELTI—TILTHEL, FIVAN-{4-[2-(PT)LFDOAF
W) -TH-RO XA 2 Z Y —)L-1-A JL]-6-[(3R) -3~ A FILE LK) 24— JL]
EUSOU-2-AII-NN-DAFILTHYOANZTHU-1,4-OF7 3 2EFE 3
Img) ZAEBHMKRE L THI-
EiEfl4 3 3

1-{;FSURA4-[({4-[2-(CTNAOAFIV)-IH-RU XA 28T —)L-1-4
WI-6-(FBIRY -4 EYZIDU-2-A L} T /) AFLIOONTD
W TF7EFO-3-FA—)L(Bdmg) #¥o0O0xTARY (550ul) IZAfELT, E
AQ-A XTI FIIVTE/HILT7— )T FQIul) #MZTOC
T205RE. EBCIHFMEH L. K (10mL) EMX TEEETFI/L (15mL) T
Bl L-%., SARBIEKICTHRE L. ARELZEKRERT I RO VLTE
BLI-%, BEEZREBE Lz, BBET7I/DUATLASLYBOT NS
ST4—(NFHY EFEEITFIL=60:40) EANTHEL, 4-2-(CT1LF
OAFIL)-IH-ROXAL 2 ZY—)-1-A JLI-N-{[FZ 2 R-4-B-TLADOT
EFOU-1-4IL) 20 AT VL] AFILI-6-(FILKR) -4 JL)EYED
V-2-7=2r (8.7mg) ZEEMKRE LTH-,
EiEfl4 3 6

N-[(FSUR-4-T 27 200~AFD)L) AFIL]-4-[2-(PTILADOAFIL)
“TH-RUXA 2 HYT—IL-1-A JL]-6-FJLRY -4 JLEY I OU-2-F I
(100mg) =~ AOm/LL (2ml) [THFEFELT, -/ 00-2-4A YO F7R—F+I
22 2ul) EREEH YU L6mg) ZMATERTIRMEEBEHE L, VL7
B DT EERER. MEER TORFRERE L1z, &K (Joml) Z#mMz CEEET
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[0135]

[0136]

FI)L (15mL) THH. SANBEKIZTERE Lz, BREEZEKRBI I
JLTER L&, BEEREZBEL. BEETI/2UITILVASLY
O IS 74—(EBETFIL) ZRVTREL, -{FZ2oR-4-[({4-[2-(D
TNABAFIL)-TH-ROXA 2 H T —)L-1-4 JL]-6-(FILKR o-4-1 L) E
JEDU2-ANIT /) AFINILIAANXIINIA2HET)DO0-2-F2 3
Smg) ZEBMRE L THET
EhEfl4 3 9

-({;FSUR-A-[({4-[2-(CTLFAAFIIL)-H-ROXA 2B Y —)L-1-
AI]-6-[(BS)-3-AFILEIRY -4 JIEYZDU-2-AJL} T2/ ) AF
WISV ONZ U TR /)-2-AF)LTOR0-2-F—)L (100mg) #T 4%/
—JL 2mL) ITHEML, FUIZFLTEIOR@Iul), ROV FYTJ—IL-1
—AILAR/—)L (82mg) ZMMZA., ERT2HEBHR L, RIGEEMIZ)F
JLARAERY K (4.8mg) #MASSICERTIEBE®E L, K (10mb)
Zmz. BFEETF/L (15mL) THEL. BAMBEKTESRL-, ARELE
KRBER T AL D LTHREL-ER, BEZREBEL-, BEZT7I/ V)
ATNAZLYIAR I ZT4—(NFH Y  EFEETF)L=70:30) ZAWLT
FBEL, -2-(CTLAOAFL) -IH-RU XA 2 EYV—)L-1-1 JL]-N-{[ +
TFURA-B, 5V AFIL-, I FA XY O34 IL) VO ANT U] AT
LY-6-[(3S)-3-AFILEIARY -4-AJ)LJEY T -2-T I (68mg) ®H
Bk eE LTHE-,
=I5 4 0

-({;FSUR-A-[({4-[2-(CTLFAAFIIL)-H-ROXA 2B Y —)L-1-
AIW]-6-(FILERY A4 EYIDU-2-A LTI /) AFI]IL U O~F
DIWYTR/)-2-AFINTAIRU-2-F—I)L (100mg) ECAFILTFEMFEFR

mL) ([ZEFALTryoO7EFILoO054 F@6ul), h')JL tert-T k

F 2 F(102mg) ZMM A TEIE T20REEH L=, BAMBIE/KOOML) £MZ TE
BETF)L (15mL) THEL-, AHEBZEKGRES ) DLTIZEL, FE
EFREBEL, BBETI/DUNATLAZLIAR NI T4 —(ANFH
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[0137]

[0138]

VBRI FIL=60:40) ZAVTHEL, 4-{+FF20R-A4-[({4-[2-(CT1
AOAFI)-IH-RUXAL 2HEY—)L-1-A JL]1-6-(FIKRJ -4 L) EV) =2
DA IIYTE)AFLIDIAANFTUILL-6,6-D A FILEILKRY -3-F
v (35mg) EREMERE LTHE.
EhEfI 5 4 2

-({;FSUR-A-[({4-[2-(CTLFAAFIIL)-H-ROXA 2B Y —)L-1-
AIW]-6-(FILERY A4 EYIDU-2-A LTI /) AFI]IL U O~F
DIWYTR/)-2-AFINTAIRU-2-F—I)L (100mg) ECAFILTFEMFEFR

mL) ITRBLTAFLTIOETET—FQ2u), PUIZFILT7ZI 35
DEMATIAV A7 z—TRIEEEZANTISOCTIRMHBI L1, KL
Ty b AFIRVEVRILRVEE(18mg) EMATIA VOt —TRIGEE
ZRAWTICTIOA B L=, SafIEEK(0mL) (CTKBEEEMELE LT
%, BEFEETFI)L (15mL) THE LT, BHELTEKFHES MY DLTERL
k. BEEREZBELI, BBEZT7I/VUATFLVAS LY O NI ST
14— (NFHY  EFEETFIL=60: 400 ZRAVTHERL., & {520 R-4-[({4-
[2-(CTNLABAFIL)-TH-RUXA 2 H4 Y —)L-1-4 JL]-6-(FJLR) -4~
AINEJZTDOU-2-AIITZ/)AFNIIAANFDIL-6,6-DAFILE
WY U-2-7F2 (20mg) ZREBMRE L THT-
EHEHIS 5 4

AFINA LT URA-[({4-[2-(CTNAOAFII)-IH-ARVXL 25—
IW1=-AL]-6-(BILHRY -4 L) EYEDU-2-A L} T2 /) AFINITY
ANFUNITIOF— @M ET FZE RO TS (1. 6m) (THEMEL, K
AT, MESENFEHRANDIOSA KM EIFILITRIILTOTA K
06M TS ERFOTSVRRKR, 428u ) ZMATOCTIRREER L. RIG
EEPICtafigEK(0ml) A CTEEE T FIL(15mL) THE Lz, AREE
BKRBI T AL VLTRREL-R, BEETREREL-, BEET7I/ Y
DATLNAZLYAI TS T4—(NFH Y EFBETFI/L=40: 60) AL
THREL, FIHFIYRA4A-T(H{4&-2-(CTLABAFIV)-TH-RU XL 245
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[0139]

[0140]

J—=Ib-1-A JL]-6-(FILHRY 4L EY I DU-2-A L} T E /) AFIL]
OANFUIINTE/)AFUNIRE-3-F—)L(1Tng) EAEBMEKRE LT
B/,
=555

1-{;FSURA4-[({4-[2-(CTNAOAFIV)-IH-RU XA 28T —)L-1-4
WI-6-(FBIRY -4 EYZIDU-2-A L} T /) AFLIOONTD
WMERYSU-3-AILT7ET—FOE0mg) AR/ —)LG00u )ITHREL., &
EgH )0 Ls(36mg) &K Gul)ZMAZ TMBERT2HEMER L. RIEESY
([CEEFNEIEK (10mL) % CEFER T F /L (15mL) THH Lz, BHE % 8KH
BT AV DLTERLI-%R, REZREREL-, BEET7I/VUHYT
WASLIAT TS T74—(ANFH Y BFBETF/L=40: 60) ZAHLTHHE
L. 1-{FSORA-[({4-[2-(CTNABAFIIL)-IH-ROXAL 2 FY—)L-1-
AIW]-6-(FILERY A4 EYIDU-2-A LTI /) AFI]IL U O~F
TILYERY D U-3-F—)L 26mg) FHEMEKE L TET=.
EEfFIS 70

S RAN-{6-[2-(CTNAOAFI)-IH-ARUXAL 2 H T —)L-1-1JL]-2
—ELRYA-AIWEY S OUA-A L) aNFY -1, 4-0F 2 2 (100mg
YEBIEAF LI BB, KEATRMIZFILTIY (4Tul) &2, 4-
DIJRETR/ A0 RESu)EmMZ, OCTIRMBEE LR, RIGE
&8Ik GomL) #nz ., EFEET FIL(30mL) THH L., SHINBEKTHRELE
o ARBEBKREBI IR VLTIEL, BEEREBE L, BEEY
DATINAZ LA ST ZT4—(NFH 2 FFEET F7)L=70:30%" 550:50)
[CTHEL., ®METET7 LK EBOmg 19%) %8/, Bohf-7YIILEET
SeERRZSoMD)ITEEL, AUDL tert-T FF2 F(15mg) #MATE
BTIHMEH L. RSEEWIZKEQL) Zmx ., BEEET F/L (30nl) THd
L. BafIBIEKTHSE LTz, BRELZEKFB I AP OLTERL, B
EFREBEL, BEZLUATILNASLIAT NI S T4 —(NFH U EE
BT F)L=50:50/50:100) ICTHHEL, 3-TAE-1-[ T o R-4-({6-[2-(¥
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[0141]

[0142]

[0143]

TILFAOAFIV)-TH-RO XA 25V —)IL-1-4JL]-2-(FILKR) o-4-1 L) E
DEDUA4-AIITE/)oanFI)ILIERY DU-2-7F 2 (60mg) EiREE
MR ELTH:.
EhEHA 1
FZ U RN-{4-[2-(CTNABAFIL)-IH-ROXA 2 HJT—)L-1-1 JL]-6

—ELRY -4 IL-1,3,5- R )T D24}y BAFH -1 4-DTF =
> (1.1mg) . 7OEAVE (1.9mg) . 1-E FAFIRIY MIT V=)L (
3.4mg) . RURUIFILTIY B.5uL) ONN-DAFILHRILLTE R (1.
omL) ABICERICTPS-AIILKRIDA = K (PS-Carbodiimide : /N1 42— %t)
(100mg) ZMAMREEH LI, RISEEMITERIZTPS-RUX7ILT E K(
PS-Benzaldehyde : /1 A% —%t) (50mg) BRUMP-H LR+ — b (MP-Carbo
nate : N4 A2 —T3t) (50mg) ZEMZARREEHL. FEMEEAL-, &
REBERMBL. N-[FF 0 R-4-({4-2-(CTLABAFIL)-TH-RV XA 3
=== JL]-6-FIHR) o-4-AJL-1,3,5- U T D -2-4 IV} T2 /)
ooaAXxIIL]ITONRIT IR (9.4mg) E/RI-,
CCTCRT#ROHD-6HIZIT o> =HPLCDFEHZLLTFIZRT .
#15 L Wakosil-I1 5CI8AR (FMA#HEEE) (ME :Sum, WNE:2.0mm, &S

: 30mm)
FENHE : AR SmM 1) D )LA OEFERKIATR. B A2/ —IL
FEE - 1.2mL/min ; REKEE : 254nm ; A S LBE 35.0C; FAZE : Sul

[£%4]
time (min) A sol (%) B sol (%) Y
0-4 95—0 5—100 7T b
4-4.5 0 100 AT TTAvT
EikhIB 1

IRVANARZ)LSBAY K 3. 9mg) IZxL., FSUA-N-{4-[2-(CTILA
AAFIL)-TH-RO XA 2 H YV —)L-1-4 JL]-6-F LK) >-4-4 JL-1,3,5- F
JTF7oo-2-4)L}ooantdo-1,4-O732> (11.1mg) RO RYIFILT
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[0144]

[0145]

2V (8 4ul) oo/ OooOAsY (0.5ml) BEEEMAERICTREERLLE
o RIGEEMIZERIZTPS-RUX7ILT E K (PS-Benzaldehyde : /XA A5 —
Ttt) (50mg) . PS-RYJRF7E (PS-Trisamine : /N A 42— %) (50mg)
CRUSOOARY (1.0m) EmMAARREEHRL. FamEEALz, &
BERBERMEL., BREZHPLOCTHERBRZTL, N[5 2 R-4-({4-[2-(
DINAAAFIV-IH-ARO XA 2 E YV —)L-1-4 JL]-6-FJL7R ) »—4-A JL-1
B RUTOU2-AIITE/)AANFTUIIITRAVRILIROT SR (8.
Omg) %7

CCTCRT#ROHD-6HIZIT o> =HPLCDFEHZLLTFIZRT .

515 L AGQUITY UPLC HSS T3 (#ufE : 1.8um, REFE : 2. lmm, £ : 50mm)
FEENHE - AR 0. 1%FER/KARK. Bk 0. 1%FEE - A2/ —ILAK

FUE - 0.70mL/min ; BHIRE : 254mm ; h S LIRE 1 40.0C; FAE : 2ul

[$%5]
time (min) A sol (%) B sol (%) 7l
0-3 95—10 5—90 g7k
3-4 10 90 AITTT 47
EEfl C 1

FZ U RN-{4-[2-(CTNABAFIL)-IH-ROXA 2 HJT—)L-1-1 JL]-6
—ELRY -4 IL-1,3,5- R )T D24}y BAFH -1 4-DTF =
v (11.1mg) RUZ7EFZILTEER (1.1mg) ONN-DAFILRILLTE K (
0.3mL) /EEER (0.03mL) BF&IC, ERICTWP-rU7ERFIAROERY K (
MP-Tr iacetoxyborohydride : /NA A% —24t) (75mg) ZMAMEIEH L 1=,
RIGEAEMIZERIZTPS-RUX7ILT E K (PS-Benzaldehyde : /8 42—
1) (50mg) BUNN-UAFILARILLT S F (0.3mL) ZEZ4RFREEIEL. Bo
ndElut (Z8ER) SCX (BHR&R BT VEZT7K/ AZ/—L=1/9) ZAWN
-EHREEICEVER L, BERZRERRLEZOL, BEZHPLCIZ TSR
BRETOD, FIUAN-{&-DR-(CTULABAFL)-IHRVXL 25—
1= L]-6-FIRY U-4-A)JL-1,3,5-F )T -2-1JL}-N-TF/L>H 0O
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[0146]

[0147]

ANEXH-1,4-OF7 22 (0.6mg) /T,
RTEZROHBH1=DIZIT>-HPLCOFH(TEHEHB 1 LRLTH S,
=D 1

S OAN-{4-[2-(CTNAOAFI)-IH-AROXAL 2 HT—)L-1-1JL]-6
—ELRYA-AIWEY S OU2- Ao AnFH -1, 4-DOF 20 (111
mg) . FAOEAE (1.9mg) . 1-E FAFIRUY YT Y—IL (3. 4mg)
RURYJIFILTEY @B 5ul) ONN-DAFILHRILLT S K (1.0mL) &
RIZ, BRICTPS-HILRT A = K (PS-Carbodiimide : /N4 A2 —%t) (100
mg) ZMAEEIER Lz, RGEEEWMICERICTPS- AU XT7ILTE F(PS-Be
nzaldehyde : /N4 A2 — %) (50mg) BRUMP-AJLARF—k (MP-Carbonate
CINA AR —T3t) (B0mg) EMMZARRIEHL. FTEYWEEBLT-, B&KE
BEEMBL. N-[F TV RX-4-({4-[2-(CTNABAFIL)-TH-RUXL 25 Y
— -1 JL]-6-FILHRY -4~ JLEY T DU-2-(4 L} T2 /) o OAFxY
N17amo7 2R (6.7mg) 81,
RTEZROHBH1=DIZIT>-HPLCOFH(TEHEHB 1 LRLTH S,
= eI E 1

AR LRI OY R B dmg) ITRHL. RS URN-{4-[2-(TILA
OAFIL)-TH-RO XA 2 FT—IL-1-A JL]-6-FIJLFR) -4 JLEY D
- yantdo-1,4-072y (11.1mg) REMYIFILTIY (8
4pul) ooy A2y (0.5m) BFREMAZ, DRICTERE#H L. RIG
BEMICEEBICTPS-RUX7ILT E K (PS-Benzaldehyde : /34 A% —T#t)
(50mg) . PS-F1JRF7 I (PS-Trisamine : /N4 A& —4t) (50mg) . &
yronnigy (1.0m) EMAARBERL. FEVERAELT-. BERZE
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Ex | Syn DATA
ESI+: 444

1 | 1 |NMR1: 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 (5H, m)
ESI+: 517
NMRI1: 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
NMR1: 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 (SH, 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: 1.22-1.40 (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 | 5 |NMRI:118-123 2H, m), 1.31-1.44 CH, m), 1.85-1.99 (4H, m), 2.53-2.54
(3H, m), 3.70-3.78 (OH, 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)

ESI+: 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)

ESI+: 545
NMRI1: 1.22-1.42 (13H, m), 1.77-2.01 (4H, m), 3.14-3.32 (IH, 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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Ex | Syn DATA
ESI+: 565, 567
9 | 9 |NMR1: 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
0l 10 NMRI1: 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)
11 | 11 | ESI+: 534 [M+Na]
ESI+: 556
NMR1: 1.36-1.47 (4H, m), 1.67-1.84 (6H, m), 1.92-2.01 (2H, m), 2.45-2.62
12 1 12 | (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)
ESI+: 570 [M+Na]
3| g3 | NMRI:1.27-143 QH, m), 1.47-1.69 (2H, m), 1.72-2.10 (411, m), 2.13-2.26
(2H, 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 (5H, m)
ESI+: 501
14 | 14 | 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
NMR1: 1.03-1.57 (5H, m), 1.89-2.00 (4H, m), 2.17-2.45 (1H, m), 2.27 (3H,
15 1 15 | ¢, 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)
ESI+: 529
NMRI: 1.24-1.43 (4H, m), 1.80-2.09 (4H, m), 2.79 (3H, s), 2.81 (3H, s),
16 | 16 | 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, ] = 7.7 Hz), 8.59 (1H, d, J = 7.1 Hz), 9.81
(1H, br-s)
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Ex | Syn DATA
ESI+: 569

7 | 17 NMRI1: 1.11-1.41 (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 (5H, m), 8.62
(1H, s)

18 | 18 | ESI+: 570 [M+Na]

19 | 19 | ESI+: 667 [M+Na]

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

21 | 21 | ESI+: 569

22 | 22 | ESl+: 544

23 | 23 | ESI+: 515
ESI+: 530
NMRI1: 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 (9H, 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+Nal]
NMRI1: 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
NMR1: 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), 2.17-2.22 (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 (1H, m), 7.36-7.49 (2H, m), 7.49-7.89 (3H, m)

27 | 1 {ESI+: 445
ESI+: 444

-8 | 1 NMRI1: 1.12-1.39 (4H, m), 1.79-2.00 (4H, m), 2.55-2.64 (1H, m), 3.5-3.77
(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]

[0240]
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Ex | Syn DATA
ESI+: 468
w0 |1 NMRI1: 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 |ESI+: 444
ESI+: 500
| NMR1: 1.71-2.13 (2H, m), 2.50-2.95 (4H, m), 3.64-3.86 (8H, m), 4.28
(1H, brs), 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 (5H, m)
34 | 1 | ESI+: 580 [M+Na]
35 | 1 | ESI+: 580 [M+Na]
36 | 1 | ESI+: 567 [M+Na]
ESI+: 531
NMR1: 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
(9H, m), 7.40-7.51 (2H, m), 7.65-8.05 (4H, m), 8.42-8.58 (1H, m)
ESI+: 561
NMRI1: 1.33-1.49 (4H, m), 1.75-2.02 (4H, m), 3.29-3.30 (3H, m), 3.47-3.51
38 1 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
39 | o [NMRIL: 126-152 (4H, m), 1.74-2.03 (4H, m), 3.41-3.88 (I12H, 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
w0 | 2 NMRI1: 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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Ex

Syn

DATA

41

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)

42

ESI+: 557

NMRI: 1.20-1.44 (4H, m), 1.51-1.62 (4H, 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)

43

ESI+: 571
NMR1: 1.03-1.45 (8H, m), 1.57-2.10 (911, 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)

44

ESI+: 585

NMRI1: 0.99-1.43 (81, 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)

45

ESI+: 585

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

46

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)

47

ESI+: 544

NMR1: 1.36-1.85 (6H, m), 1.91-2.08 (211, m), 2.15-2.21 (6H, m), 2.65-3.10
(41, 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

5| o NMRI1: 1.27-1.70 (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 (5H, m)
ESI+: 529

29 | 2 NMRI1: 1.24-1.47 (4H, m), 1.67-2.05 (4H, m), 2.18 (6H, s), 2.81 (2H, s),
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]

sol 2 NMRI1: 1.15-1.47 (4H, m), 1.83-2.04 (4H, m), 3.15-3.28 (2H, m), 3.49-3.87
(10H, m), 6.24-6.37 (1H, m), 7.39-7.51 (2H, m), 7.65-8.01 (4H, m),
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 | EST+: 543
ESI+: 616

ss | o NMRI1: 1.26-1.46 (6H, m), 1.35 (9H, s), 1.80-2.02 (4H, m), 2.80 (3H, s),
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 (5H, 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]

58 | 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 | ESI+: 605 [M+Na]

64 | 2 | ESI+: 677 [M+Na]

[0243]
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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 | ESIi: 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 | ESIi: 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]

o | 3 NMRI: 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 (IH, 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 (211. m), 3.58-3.85

83 | 3 [ (9H, m), 4.37-447 (2H. m), 7.40-7.51 (21I, m), 7.62-8.05 (4H, m),
8.41-8.58 (11, m)

ESI+: 549

o | 3 NMR1: 0.85-0.98 (4H, m), 1.31-1.47 (4H, m), 1.90-2.06 (4H, m), 2.53-2.63
(1H, m), 3.04-3.21 (IH, 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)

[0244]
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Ex | Syn DATA
ESI+: 627
gs | 3 |NMRI: 1.10-1.48 (SH, m), 1.81-2.08 (SH, m), 2.20-3.12 (411, m), 3.62-3.86
(11H, m), 7.40-7.93 (6H, m), 8.40-8.60 (111, m)
ESI+: 591
NMR1: 1.21-1.66 (10H, m), 1.79-1.99 (6H, m), 2.13-2.23 (1H, m),
86 | 3 |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 (11, m)
ESI+: 585
NMRI1: 1.15-1.35 (4H, m), 1.61-1.72 (2H, m), 1.80-1.91 (2H, m), 2.86-3.01
87 | 3 |(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
NMRI1: 1.23-1.41 (4H, m), 1.86-1.99 (4H, m), 2.95-3.09 (1H, m), 3.61-3.85
88 | 3 | (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
g0 | 3 |NMRI: 0.97 (3H, t, J = 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
00 | 3 |NMRI: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
NMRI1: 1.13-1.36 (4H, m), 1.77-1.99 (4H, m), 2.87-3.06 (1H, m), 3.51-3.76
91 | 3 | (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)
92 | 3 | ESI+: 606 [M+Na]
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Ex | Syn DATA
ESI+: 573 [M+Na]

0 | 3 NMRI1: 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 | ESI+: 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 NMRI1: 1.00 (3H, 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 (5H, 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

1021 4 NMR1: 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

1031 4 NMRI1: 1.29-1.63 (4H, m), 1.99-2.27 (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 NMRI1: 1.15-1.32 (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)




WO 2010/092962

[0247]

161 PCT/JP2010/051910
[%298]

Ex | Syn DATA
ESI+: 595

05| 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

106] 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 NMR1: 0.73-1.39 (11H, m), 0.91 (3H, t, J = 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,
m), 8.41-8.58 (1H, m), 8.62 (1H, br-s)
ESI+: 565

108 | 4 NMR1: 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), 4.20-4.29 (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

ol 4 NMRI1: 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

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 (4H, 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 ESI+: 569

114 ESI+: 569
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Ex | Syn DATA
ESI+ 538 [M+Na]
sl s NMRI1: 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)
ESI+: 618 [M+Na]
NMR1: 1.18-1.29 (2H, m), 1.33-1.44 (2H, m), 1.87-2.00 (4H, m), 3.70-3.78
116 | 5 |(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)
ESI+: 604 [M+Na]
a7l s 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)
ESI+: 617 [M+Na]
nsl s NMRI1: 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)
ESI+: 632[M+Na]
NMRI1: 1.36-1.52 (2H, m), 1.52-1.66 (4H, m), 1.96-2.05 (2H, m), 2.71 (3H,
119] 5 |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 (ZH, m),
7.66-8.05 (3H, m), 8.42-8.58 (1H, m)
ESI+: 581
1201 s NMR1: 1.02-1.42 (4H, m), 169-2.03 (4H, m), 3.60-3.74 (8H, m), 6.01-6.07
(1H, m), 6.26-6.38 (1H, m), 6.92-7.08 (2H, m), 7.33-7.88 (6H, m),
8.28-8.43 (1H, m)
ESI+: 607
NMR1: 1.08-1.39 (4H, m), 1.79-2.01 (4H, m), 3.59-3.74 (12H, m),
121 5 | 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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Ex | Syn DATA
ESI+: 669 [M+Na]

| s NMRI: 1.16-1.42 (4H, m), 1.84-2.06 (4H, m), 3.36-3.48 (1H, m), 3.59-3.75
(9H, 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]

123 s NMRI1: 1.19-1.44 (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]

4l s NMRI1: 1.12-1.38 (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),
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 | ESI+: 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]

536l 6 NMRI1: 1.63-2.50 (2H, m), 3.35-3.79 (2H, m), 1.82-2.00 (4H, m), 3.51-3.82
(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

1371 6 NMRI1: 1.30-1.42 (4H, 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 (9H, 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)

[0249]
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Ex | Syn DATA
ESI+: 568 [M+Na]

38| 6 NMRI1: 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

139 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

40| 6 NMR1: 1.00-2.20 (15H, m), 2.89-3.14 (1H, m), 2.29-2.37 (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 | ESI+:614
ESI+: 645

| 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]

! o6 NMRI1: 1.12-1.40 (4H, m), 1.81-2.01 (4}, 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| s 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)

[0250]
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Ex | Syn DATA
ESI+: 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

1591 8 | ESI+: 555

160 | 8 | ESI+: 555

161 8 | ESI+: 555

162 | 8 | ESI+: 555

163 8 | ESI+: 541

164 | 8 | ESI+: 570
ESI+: 445
NMRI1: 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 NMRI1: 0.98-1.15 (4H, m), 1.62-1.86 (5H, 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),
7.84-7.89 (1H, m)

167| 8 | ESI+:476

168 | 8 | ESI+: 476

169 | 8 | ESI+: 445

170 | 9 | ESI+: 564, 566

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

Syn

DATA

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), 6.24-6.37 (1H, m), 6.89-7.03 (1H, m), 7.37-7.55 (2H, m),
7.64-6.96 (3H, m)

173

10

ESI+: 514
NMRI1: 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 (5H,

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

ESI+: 549 [M+Na]

NMR1: 1.34-1.50 (2H, m), 1.51-1.75 (8H, m), 1.96-2.07 (2H, m), 2.18-2.26
(H, m), 3.15-322 (2H, m), 3.64-3.86 (OH, 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 (5H, m)

184

11

ESI+: 548 [M+Na]

185

11

ESI+: 534 [M+Na]
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Ex | Syn DATA
ESI+: 570
NMRI1: 1.32-1.57 (10H, m), 1.74-2.01 (4H, m), 2.29-2.40 (4H, m),

136 | 12 2.82-2.83 (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

1921 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 (4H, m), 8.40-8.61 (1H, m)

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

195 | 14 NMRI1: 1.19-1.38 (4H, m), 1.78 (3H, s), 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, ] = 7.6 Hz)
ESI+: 500

196 | 14 NMRI1: 1.33-1.70 (5H, m), 1.89-2.06 (5H, m), 2.47-2.50 (3H, m), 2.64-2.84
(2H, m), 3.58-3.74 (SH, m), 6.25 (1H, s), 6.63 (1H, d, J = 7.5 Hz), 7.36-7.66
(3H,m), 7.72 (1H, d, J=7.8 Hz), 7.82 (1H, d, J = 7.6 Hz)
ESI+: 458

197} 15 | NMR1: 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)

[0253]
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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 (11l, 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

200 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 (611, 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 (9H, 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]

209 | 18 NMR1: 1.11-1.28 (2H, m), 1.42-1.60 (2H, m), 1.67-1.94 (5H, m), 2.14-2.26
(2H, m), 3.14 (2H, t), 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 (1H, 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]
2151 22 | ESI+: 598 [M+Na]
ESI+: 529
NMR1: 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
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 (11,
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 g ESI+: 458

223 23 ESI+: 528

224 2 ESI+: 724 [M+Na]

2251 225 | ESI+: 601

226 10 ESI+: 516

227 10 ESI+: 574

228 25 ESI+: 562
ESI+: 598 [M+Na]

20| 25 NMRI1: 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)

230 | 258 | ESI+: 584 [M+Na]
ESI+: 598 [M+Na]
NMRI1: 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), 166-1.88 (4H, m), 2.85-3.04 (8H, m), 3.04-3.18 (ZH, m),
3.57-3.73 (8H, m). 6.25-6.37 (1H, m), 7.11-7.19 (IH, i, ] = 5.6 Hz),
7.35-7.88 (5H, m)

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

233 2 ESI+: 691 [MNa]

234 2 ESI+: 662 [M+Na]

235 2 ESI+: 691 [M+Na]

236 2 ESI+: 662 [M+Na]

237 10 ESI+: 626

238 10 | ESI+: 573

239 239 | ESI+: 605

240 18 ESI+: 584 [M+Na]

241 18 ESI+: 584 [M+Na]

242 3 ESI+: 634 [M+Na]|

243 4 ESI+: 542
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Ex | Syn DATA
244 4 ESI+: 558
245 245 | ESI+: 574
ESI+: 556
246 [275.16 NMR1: 0.79-1.29 (811, 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 (141, m),
6.27-6.41 (1H, m), 7.17-7.28 (1H, m), 7.37-7.89 (511, m), 8.94-9.14 (1 H, m)
247 10 ESI+: 592
248 10 [ ESIi: 726
249 10 ESI+: 542
250 | 26,16 | ESI+: 578
251 26 ESI+: 698
252 | 26,16 | ESI+: 578
253 26 ESI+: 698
254 26 ESI+: 578
255 26 ESI+: 698
256 4 EST+: 564
257 18 ESI+: 584 [M+Na]
258 | 258 | ESI+: 612 [M+Na]
259 [ 26,16 | ESI+: 548
260 26 ESI+: 638
261 ] 26,16 | ESI1: 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
2711 26,16 | (3H, m), 1.80-2.06 (5SH, m), 2.97-3.22 (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 1279,16 | ESI+: 556
273 | 26,16 | ESI+: 593
ESI+: 516
NMR1: 0.78-1.01 (3H, m), 1.07-1.31 (3H, m), 1.39-1.55 (IH, m), 1.66-1.88
274 386,16 | (4H, 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 1,16 | ESI+: 541
2791 279 | ESI+: 536
ESI+: 544
NMRI1: 0.82-1.12 (2H, m), 1.12-1.29 (IH, m), 1.33-1.61 (3H, m), [.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),
335-342 (2H, m), 3.59-3.75 (8H, m), 6.28-6.42 (1H, m), 7.17-7.25 (IH,
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 ESI+: 589
2871 275,16 | ESI+: 544
288 ! ESI+: 586
289 | 289 | LSI+: 486
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DATA

290

333,16

ESI+:

578 [M+Nal]

291

ESI+:

559

292

ESI+:

556

293

ESI+:

459

294

ESI+;

529

295

ESI+:

627

296

ESI+:

627

297

ESI+:

527

298

ESI+:

527

299

ESI+:

486

300

26

ESIt:

500

301

26

ESI+:

500

302

4,16

ESI+:

541

303

4,16

ESI+:

541

304

26,16

ESI+:

305

26,16

EST+:

306

20,16

ESI+:

307

295,16

ESI+: 5

308

295,16

ESI+:

309

295,16

ESI+:

310

295.16

ESI+:

311

295,16

ESI+:

312

295,16

ESI+:

313

295,16

ESI+:

314

295,16

ESI+:

315

205,16

EST+:

316

295,16

ESI+:

317

205,16

ESI+:

318

205,16

ESI+:

319

295,16

ESI+:

548

320

335

ESI+:

550 [M+Na]
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Ex | Syn DATA

321 295,16 | ESI+: 562

322 (295,16 | ESI+: 562

323 | 4.16 | ESI+: 522

324 4 | ESI+: 536

325 | 325 | ESI+: 518

326 | 326 | ESI+: 562

327 ESIH+: 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 (311, 8), 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 (111, m), 7.37-7.89
(5H, m)

331 15 | ESI+: 532

332 15 | ESI+: 550

333 | 333 | ESI+: 578

334 326,16 | ESI+: 546

335 | 335 | ESI+: 542

336 | 326 | ESI+: 562

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

vg| 4 | VMRI073-1.05 (8H, m), 1.08-1.35 (4H, m), 1.38-1.51 (111, 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.

| e |87 704 D), 1.29-1.39 (2H, m), 1.40-1.53 (1H. m), 1.65-1.86 (4H, m),
2.35-2.45 (311, m), 3.04-3.19 (1H, m), 3.6-3.74 (8H, m), 4.49-4.70 (111, m),
6.26-6.37 (1H, m), 7.05-7.14 (1H, m), 7.37-7.48 (511, m)
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Ex | Syn DATA

342 1343,16 | ESI+: 548

343 | 343 | FAB+: 534
ESI+: 546
NMR1: 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 (lH, m),
4.59-493 (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)

3451 345 | ESI+: 560

346 26 ESI+: 558

3471 26 ESI+: 630

348 | 343 [ ESI+ 516

349 343 | ESI+: 530

350 343 | ESI+: 546

351 343 | ESI+: 634

352 353 | ESI-: 572

353 353 | ESI-: 556

354 343 | ESI-: 532

3551 353 | ESI-: 556

356 | 343 | ESI=—: 546

357 2 ESI+: 516

358 | 353 [ ESI+: 542

359 2 ESI+: 529

360 2 EST+: 557

3611 353 | ESI+: 542

362 ] 26,16 | ESI+: 558
ESI+: 544
NMRI: 0.81-1.01 (5H, 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 (IH, m), 7.01-7.16
(1H, m), 7.37-7.88 (5H, m)

364 1 ESI+: 572

[0261]
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Ex | Syn DATA
365 1 ESI-: 572
366 1 ESI-: 586
367 | 289 | ESI+: 472
368 | 289 | ESI+: 472
360 | 289 | ESI+: 486
ESI+: 542
NMRI: 0.93-1.10 (2H, m), 1.25 (3H, d, J = 6.7 Hz), 1.39-1.59 (3H, m),
3701 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 (411, m), 3.86-3.97 (5H, m), 4.07-4.15 (1H, m), 4.38-4.48
(111, m), 6.36 (1H, s), 7.40-7.72 (4H, m), 7.77 (1H. d, ] = 8.0 Hz), 7.86 (1H,
d,J=8.0 Hz)
ESI+: 542
NMR1: 0.93-1.07 (2H, m), 1.25 (3H, d, J = 6.8 Hz), 1.39-1.59 (3H, m),
371 . 1.86-1.94 (2H, m), 2.12-2.21 (2H, m), 2.98-3.28 (SH, m), 3.31-3.39 (2H,
m), 3.43-3.65 (3H, m), 3.71-3.77 (1H, m), 3.87-3.97 (5H. 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. ]
~ 8.0 Hz), 7.86 (111, d, J = 8.0 Hz)
372 23 ESI+: 556
373 | 343 | ESI+: 560
ESIt: 5376
NMRI: 7.94-1.03 (2H, m), 1.08-1.30 (5L, m), 1.38-1.53 (IH, 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
NMRI1: 0.80-0.98 (2H. m), 1.03 (611, 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 (111, m), 7.38-7.87 (5H,
m)
376 22 ESI+: 586
377 8 ESI+: 486
378 23 ESHH: 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
NMR1: 0.77-1.05 (SH, m), 1.05-1.34 (5H, m), 1 38-1.55 (IH, 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 (IH, m),
3.01-3.18 (ZH, 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 (SH, m)
ESI+: 558
NMR1: 0.87-0.89 (1H, m), 0.95-1.15 (2H, m), 1.15-1.31 (7H, m), 1.31-1.44
3851 4,16 | (2H, m), 1.44-163 (3H, m), 1.79-2.18 (5H, m), 2.78-2.87 (IH, m),
3.05-3.38 (4H, m), 3.53-3.75 (9H, m), 5.00-5.09 (1H, m), 626-6.40 (1H,
m), 7.16-7.26 (1H, m), 7.37-7.89 (SH, 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), 3.24-337 (3H, m),
3.60-3.81 (8H, m), 4.01-4.36 (3H, m), 6.25-6.39 (1H, m), 7.07-7.19 (IH,
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 I()j (3H, m), 2.04-2.14 (I1H, m), 2.75-2.88 (4H, m), 3.04-3.32 (4H, m),
3.32-4.14 (8tl, 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)

[0263]




WO 2010/092962 178 PCT/JP2010/051910
[%115]
Ex | Syn DATA
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
NMRI1: 0.79-0.90 (1H, m), 0.91-1.20 (2H, m), 1.13 (3H, t, J] = 7.6 Hz),
397 | 26,16 1.22-1.32 (11, m), 1.35-1.62 (3t 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
NMRI: 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 (ZH, m), 3.19-3.28 (1H, m),
3.58-3.87 (8H, m), 3.87-4.08 (IH, m), 6.23-6.41 (1H, m), 7.06-7.19 (1H,
m), 7.34-7.91 (5H, m), 831 (1H, s)
ESI+: 530
399 4 NMRI1:0.77-1.04 (8H, m), 1.08-1.33 (IH, 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
(2H, m), 1.92-1.97 (3H, s), 2.00-2.12 (2H, m), 3.06-3.19 (2H, m), 3 28 (6H,
01| 26.lo s), 3.40-3.50 (2ZH, m), 3.61-3.75 (11H, m), 3.77-3.89 (IH, m), 4.24-4 64
(1H, m), 629-6.43 (1H, m), 7.19-7.30 (1H, m), 7.38-7.94 (5H, m),
8.29-8.46 (1H, m)

[0264]
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Ex | Syn DATA
ESI+: 572
NMRI1: 080-1.14 (2ZH, m), 1.14-1.30 (11H, m), 130-1.46 (1H, m),
402 | 416 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 (5H, m), 4.05-4.34 (2H, m), 4.34-4.78
(IH, m), 623-6.36 (IH, m), 716-7.29 (1H, m), 738-7.92 (SH, m),
8.22-8.41 (1H, m)
ESI+: 572
NMRI: 096-1.12 (2H, m), 1.12-1.31 (12H, m), 1.31-1.47 (1H, m),
403 | 4,16 | 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 (5H, m), 6.23-6.37
(1H, m), 7.19-7.32 (1H, m), 7.38-7.93 (SH, m), 8.29-8.47 (1H, m)
404 | 26,16 | ESI+: 584
405 386 | ESI+: 562
4006 1 ESI+: 588
407 1 ESI+; 458
408 1 ESI+: 590
409 ] ESI+: 586
410 289 | ESI+: 488
411 2 ESI+: 543
4121 289 | ESI+: 490
413 289 | ESI+: 486
414 1 ESI+: 459
415| 4,16 | ESI+: 612
416 23 ESI+: 558
ESI+: 486
a7l a1 NMR1: 1.15-1.36 (3H, m), 1.24 (3H, d, ] = 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

[0265]
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Ex | Syn DATA

421 2 ESI+: 544
ESI+: 496

22| 2 NMRI1: 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, J =4 Hz), 7.37-7.88 (SH, m)
ESI+: 534

31 26 NMRI: 0.82-1.01 (2H, m), 1.07-1.30 (2H, m), 1.39-1.57 (1H, m), 1.72-1.96
(411, m), 235-246 (1H, m), 3.03-350 (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

Iy 4 NMRI: 0.83-1.01 (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 (IH, m),
7.09-7.15 (1H, m), 7.36-7.88 (5H, m)

4251 343 | ESI+: 590

426 | 4,16 | ESI+: 626

427 4 ESI+: 572

428 | 26 | ESI+: 528

429 26 | ESI+: 514
EST+: 568
NMR1: 0.79-0.99 (2H, m), 0.99-1.09 (6H, m), 1.09-1.29 (1H, m), 1.39-1.60

4301 26 | (1H, m), 1.65-1.90 (4H, m), 2.32-2.41 (2H, m), 2.96 (1H, s), 3.02-1.89 (2H,
m), 349 (2H, s), 3.59-3.75 (8H, m), 401 (1H, s), 625-6.38 (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

434 s 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), 303-3.16 (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)

[0266]
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Ex | Syn DATA
ESI+: 558
435 4 NMR1: 0.83-1.05 (8H, m), 1.11-1.31 (2H, m), 1.40-1.52 (1H, m), 1.55-1.84
(3H, m), 2.92-3.16 (3H, m), 3.19-3.26 (3H. m), 3.28-3.29 (1H, m),
3.59-3.73 (8H, m), 6.25-6.37 (111, m), 7.08-7.14 (1H, m), 7.37-7.89 (5H, m)
436 | 436 | ESI+: 527
437 26 ESI+: 582
ESI+: 582
NMRI1: 0.96-1.12 (2H, m), 1.25-1.35 (311, m), 1.45-1.69 (3H, m), 1.81-1.92
38| 26.16 (5H, m), 1.94-2.01 (1. m), 2.01-2.16 (IH, m), 3.06-3.21 (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 (111, m), 7.2-7.35 (1H, m),
7.38-7.91 (5H, m), 9.61-9.99 (111, m)
439 | 439 | ESI+: 556
440 | 439 | ESI+: 542
ESI-: 598
NMRI1: 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
(611, m), 8.61-8.81 (1H, m)
ESI+: 570
NMR1: 0.80-0.97 (2H, m), 1.03 (6H, s), 1.09-1.30 (211, m), 1.40-1.60 (1H,
a2 m), 1.68-1.87 (4H, m), 2.25-2.30 (2H, m), 3.02-3.15 (1H, m), 3.15-3.22
(1H, ), 3.60-3.73 (8H, m), 3.87 (1H, s), 4.95 (1H. d, ] = 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 | ESI+: 572
444 4 ESI+: 544
445 15 ESI+: 558
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[%119]

Ex | Syn DATA
ESI+: 544
NMRI1: 0.79-1.00 (4H, m), 0.91 (3H, d, J = 10.4 Hz), 1.07-1.17 (1H, m),

246 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 (5H, m)
ESI+: 558
NMR1: 0.82-1.03 (3H, m), 0.93 (3H, d, J = 7.2 Hz), 1.10-1.29 (2H, m),

447 s 1.23 (3H, d, ] =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 (2ZH, m), 4.34-4.49 (IH,
m), 6.20-6.31 (1H, m), 7.07-7.17 (1H, m), 7.37-7.90 (5H, 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,

4491 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),

4501 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 (5H, m)

451 1 ESI+: 588

452 | 289 | ESI+: 488

453 10 | ESI+: 558

454 | 295 | ESI+: 556

4551 295 | ESI+: 542
ESI+: 556

4561 205 NMR1: 0.82-1.03 (1H, m), 1.07-1.30 (1H, m), 1.36-1.72 (9H, m), 1,72-1.94
(2ZH, m), 2.37-2.46 (IH, m), 264-3.03 (SH, m), 312-3.27 (4H, m),
3.59-3.77 (8H, m), 6.24-6.38 (1H, m), 7.06-7.19 (1H, m), 7.37-7.89 (5H, m)

[0268]
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Ex | Syn DATA

457 2 EST+: 602

458 2 ESI+: 616

4591 289 | ESI+: 502

460 | 289 | ESI+: 516
ESI+: 530

161 | 205 NMRI1: 0.80-2.18 (12H, m), 2.29-2.39 (1H, m), 2.54-2.70 (IH. m),
2.75-2.92 (211, 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

464 1 ESI+: 590

4651 26 | ESI+: 580

466 | 26,16 | ESI+: 594

467 | 289 | ESI+: 490

468 | 23 ESI-: 560

469 | 295 | ESI-: 531

470 | 295 | ESI=: 531
ESI-: 572

471 4 NMRI: 0.78-1.17 (17H, m), 1.17-1.40 (2H, m), 1.40-1.61 (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 ESI+: 572
ESI+: 556
NMR-CDCI3: 1.35-1.49 (2H, m), 1.60-1.74 (2H, m), 1.77-1.86 (4H, m),

473 12 12.07-2.26 (4H, m), 2.56-2.65 (4H, m), 3.14 (2H, s), 3.75-3.83 (8II, 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 1lz), 7.36-7.45 (2H, m), 7.65-7.72 {(1H, m), 7.85-7.93 (IH, m)

474 12 ESI+: 572

475 12 ESI+: 588

476 12 | ESI+: 614

477 12 ESI+: 600
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[F121]
Ex | Syn DATA
478 12 ESI+: 574
479 12 ESI+: 574
480 | 295 | ESI+: 556
ESI+: 582
NMRI1; 0.80-1.34 (14H, m), 1.48-164 (I1H, m). 167-185 (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), 429-4.42 (2H, m), 5.14-536 (1H, m), 6.46 (1H, s),
7.32-7.89 (6H, m), 7.96-8.14 (1H, m)
ESI+: 545
422 | 205 NMR1: 0.99-1.93 (13H, m), 2.39-256 (2H, m), 280-2.88 (1H, m),
3.03-3.14 (1H, m), 3.63-3.80 (8H, m), 3.94-428 (4H, m), 6.42 (1H, s),
7.39-7.69 (3H, m), 7.73-7.89 (1H, m), 7.83-7.90 (1H, m)
ESI+: 545
123 | 205 NMR1: 1.43-1.81 (12H, m), 1.92-2.04 (I1H, m), 239-260 (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 NMRI1: 0.98-1.15 (2H, m), 1.38-1.69 (3H, m), 1.71-2.25 (8H, m), 2.97-3.90
| (13H, m), 4.00-4.18 (1H, m), 461-490 (2H, m), 616 (1H, s), 737-7.76
(5H, m), 7.83-7.88 (1H, m)
ESI+: 544
4851 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 1295,16 | ESI-: 571
487 295 | ESI+: 570
” ESI+: 545
488 16’ NMRI1: 0.80-3.34 (21H, m), 3.58-3.86 (8H, m), 4.194.28 (2H, m), 6.43 (1H,
s), 7.38-7.69 (3H, m), 7.72-7.78 (1H, m), 7.84-7.90 (1H, m)

[0270]
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Ex | Syn DATA

480 0 ESI+: 517
ESI+: 570
NMR1: 0.85-1.08 (1H, m), 1.08-1.32 (6H, m), 1.37-2.08 (10H, m),

490 1295,16] 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
(IH, m)
ESI+: 584
NMRI: 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 (2ZH, 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,
m), 3.69-3.99 (3H, m), 4.34-449 (1H, m), 547 (1H, d, J = 10.4 Hz), 5.54
(1H, d, 1 = 8.0 Hz), 6.02-6.17 (1H, m), 6.24-6.35 (IH, 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 (IH, m), 5.38-559 (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

4941 343 | ESI+: 530
ESI+: 544

495 ’ 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

496 10 NMR1: 0.89-1.06 (4H, m), 1.42-1.57 (1H, m), 1.71-1.95 (4H, m), 2.25-2.36
(1H, 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)

[0271]
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Ex | Syn DATA
ESI+: 530
497| 23 NMR1: 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: 0.92-127 (5H, m), 1.43-1.62 (3H, m), 1.62-1.71 (IH, 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)
ESI+: 556
NMRI: 1.41-1.74 (7H, m), 1.79-1.89 (2H, m), 1.98-2.18 (3H, m), 2.20-2.29
500 2 (4H, m), 2.63-2.71 (1H, m), 2.97-3.05 (IH, m), 3.58-3.80 (9H, m),
499-511 (11, 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
502 4 ESI+: 558
503 4 ESI+: 558
504 4 ESI+: 544
ESI+: 572
NMRI1: 0.80-1.02 (10H, m), 1.02 (3H, s), 1.14 (3H, s), 1.14-1.33 (1H, m),
508 s 1.23 3H, d, J = 64 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
(5H, m)
ESI+-: 572
NMRI1: 0.81-1.02 (10H, m), 1.02 (3H, s), 1.14 (3H, s), 1.14-1.33 (IH, m),
S06 s 1.23 (3H, d, J = 6.4 Hz), 1.39-1.70 (I1H, 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 (2H, m), 6.21-6 31 (1H, m), 7.06-7.17 (1H, m), 7.37-7.87
(5H, m)
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Ex Syn DATA
ESI+: 558
NMR1: 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 (1IH, m), 1.66-1.85 (4H, m), 2.14 (3H, s),
507 15 2.33-2.41 (IH, 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), 435-4.47 (1H, m), 6.19-6.32 (1H, m), 7.06-7.18
(1H, m), 7.37-7.89 (5H, m)
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 (IH,
508 4 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 (IH, 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 4 ESI+: 544
ESI+: 544
510 | 295,16 NMRI1: 1.45-159 (2H, m), 166-2.02 (10H, m), 2.04-217 (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),
4.59-495 (1H, m), 6.18 (1H, s), 7.37-7.76 (5H, m), 7.89-7.88 (1H, m)
ESI-: 544
511 | 295.16 NMRI1: 097-1.16 (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), 461-496 (1H, m), 6.18
(1H, s), 7.36-7.89 (6H, m)
ESI+: 556
5121295,16 | NMR1: 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)
ESI+: 556
s13 205 16 NMR1: 0.97-1.16 (2H, m), 1.37-1.63 (3H, 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 (I9H, m), 6.16
(lH, s), 7.37-7.76 (5H, m), 7.83-7.89 (1H, m})

[0273]
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Ex | Syn DATA
ESI+: 544

s12] 2905 NMR1: 0.80-1.22 (IH, m), 1.22-1.90 (14H, m), 2.70-2.92 (IH, 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)
ESH-: 544

s15| 295 NMRI: 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 (311, d, J = 7.2 Hz), 0.87 (3H, d, J = 6.4 l1z), 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 (211, m), 3.26-3.47 (1H, m), 3.47-3.58 (1H, m),
3.58-3.77 (811, 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 (2ZH, 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

52529516 | NMR1: 1.00-2.19 (16H, m), 2.87-4.42 (14H, m), 6.15 (1tl, m), 7.37-7.76
(511, m), 7.83-7.89 (1H, m)

526 (295,16 | ESI+: 595
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Ex

Syn

DATA

295,16

ESI+: 595
NMRI: 0.99-130 (2H, m), 1.41-1.66 (3H, m), 1.80-2.38 (I12H, m),
2.95-3.12 (2H, m), 3.17-4.15 (18H, m), 6.16 (1H, s), 7.37-7.76 (SH, m),
7.83-7.88 (1H, m)

295,16

ESI+: 560

295,16

ESI+: 560

295,16

ESI+: 560

N
[V}
—_

ESI+: 560

NMRI: 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 (2H, m). 6.16 (1H, m), 7.37-7.77
(SH, m), 7.83-7.89 (1H, m)

wn
)
ro

295,16

ESI+: 572

‘4
w

295,16

ESI+: 572

W on
[US3 IN1
=

205,16

ESI+: 572

535

295,16

ESI+: 572
NMR1® 0.97-127 (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 (SH, m), 7.82-7.91 (1H, m)

295.16

ESI+: 530

295,16

ESI+: 530

295,16

ESI+: 530

295,16

ESI+: 530
NMR1: 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 (5H, m), 7.83-7.89 (1H, m)

540

540

ESI+: 570

541

ESI+: 602

542

ESI+: 570

543

ESI+: 558

544

ESI+: 574

545

ESI+: 542

546

ESI+: 542
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Ex | Syn DATA

547 | 26,16 | ESI+: 526

548 | 26,16 | ESI+: 540

5491 26 ESI+: 584

550} 433,16 | ESI+: 516

5511 554 | ESI+: 572

5521 26 ESI+: 558

553 10 ESI+: 530

5541 554 | ESI+: 558

555 555 | ESI+: 542

556 2 ESI+: 658

557 2 ESI+: 660

558 2 ESI+: 658

559 2 ESI+: 660

560 |295,16 | ESI+: 574

561 1295,16 | ESI+: 574

562 1295,16 | ESI+: 662

563 [ 295,16 | ESI+; 662

564129516 | ESI+: 650

565 (295,16 | ESI+: 650

566 289 | ESI-: 558

5671 289 | ESI+: 560

568 | 289 | ESI+: 558

5691 289 | ESI+: 560

5701 570 | ESI+: 590

571 { 570 | ESI+: 591

572 570 | ESI-: 590
ESI-: 581

573 1 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)
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Ex | Syn DATA
ESI+: 555

574 > NMRI1: 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)
ESI+: 582

575 1 NMR1: 1.48-189 (12H, m), 2.05-225 (3H, m), 274-2.83 (2H, m),
3.11-3.39 (3H, m), 3.65-3.88 (10H, m), 5.01-5.07 (IH, 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

$76 I NMRI1: 1.45-2.23 (8H, m), 2.24 (6H, s), 3.08-3.44 (4H, m), 3.62-3 90 (10H,
m), 4.99-5.08 (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+: 581

577 I NMR1: 1.27-1.68 (10H, m), 1.74-2.15 (4H, m). 2.43-2.85 (4H, m),
3.08-3.39 (3H, m), 3.59-3.78 (10H, m), 3.27-3.37 (1H, m), 6.92-7.04 (IH,
m), 7.36-7.91 (5H, m)
ESI+: 555

578 12 NMR1: 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 ESI+: 556 [M+Na]

580 | 554,16 | ESI+: 558

581 21 ESI+: 572

582 21 ESI+: 574

583 21 ESI+: 572
ESI+: 574
NMRI1:137-1.71 (4H, m), 1 86-2.02 (2H, m), 2.05-2.26 (2H, m), 2.66-2.97

5841 21 (4H, m), 3.36-3.84 (11H, m), 3.94-4.13 (IH, m), 4.30-4.44 (I1H, 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)

[0277]
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Ex | Syn DATA
585 22 | ESI+: 4067

586 | 22 | ESI+: 580 [M+Na]

587 8 ESI+: 472

588 1 EST+: 594 [M+Na]

589 2 ESI+: 557

5901 22 [ESI+:499

591 | ESI+: 499

[0278]
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[£:166]

Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
Al 501 3.01 A33 570 2.58 A65 652 3.03
A2 515 3.16 A34 572 2.49 A66 684 3.37
A3 515 3.14 A35 585 2.5 A67 634 3.35
A4 503 2.81 A36 615 2.5 A68 634 326
AS 517 2.99 A37 620 2.79 A69 648 2.68
A6 531 296 A38 583 3N AT70 616 3.58
A7 561 3.07 A39 584 259 ATl 564 2.62
A8 533 2.73 A40 586 2.51 A72 564 2.57
A9 519 3.06 A4} 549 3.26 A73 564 2.56
Al0 512 2.85 A42 550 3.27 A74 579 3.06
All 530 249 A43 550 29 A75 579 3

Al2 544 2.75 Ad4 550 2.86 AT6 593 3.32
Al3 544 2.85 A45 588 3.17 A77 593 3.28
Al4 544 2.76 Ad6 588 32 A78 593 3.26
AlS 565 2.79 Ad7 565 34 AT79 593 3

Alé 513 3.06 A48 565 3.1 A80 606 2.7
Al7 557 3.08 A49 565 3.07 A8l 578 2.57
Alg 557 3.01 A50 579 3.36 A82 584 3.04
Al19 571 3.01 Asl 579 33 A83 627 3.07
A20 585 3.21 AS52 579 3.28 AB4 606 3.1
A2] 585 3.1 A33 579 3.05 A85 656 3.21
A22 556 2.78 As4 593 3.27 A86 636 327
A23 570 2.84 A55 592 2.9 A87 676 3.09
A24 570 2.58 A56 592 3.11 Bl 537 2.88
A25 570 2.54 As7 592 331 B2 551 297
A26 598 2.92 As8 622 3.14 B3 591 2.95
A27 614 3.13 A359 607 3.32 B4 549 2.89
A28 632 2.81 A60 606 3.11 B5 627 2.78
A29 569 3.57 A61 606 3.08 B6 591 3.18
A30 557 3 A62 574 3.23 B7 605 3.26
A3l 571 3.24 A63 574 322 B8 585 3.01
A32 571 3.05 A64 635 3.13 B9 589 2.8
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[£167]

Ex ES1+ RT Ex ESI+ RT Ex ESI+ RT
B10 576 2.74 B42 613 3.15 Clé 552 2.18
Bl11 643 2.99 B43 614 2.55 C17 540 2.23
B12 654 2.83 B44 629 3.13 C18 620 245
B13 670 2.98 B45 673 3.13 C19 620 2.46
B14 656 292 B46 661 3.26 C20 641 2.69
B15 642 2.86 B47 661 3.25 C21 636 2.58
Ble6 656 29 B438 658 2.88 Cc22 503 2.2
B17 636 2.96 B49 666 3.2 C23 517 2.23
B18 638 3 B50 671 2.96 C24 531 226
B19 638 3 B51 690 3.06 C25 517 225
B20 668 2.9 Bs52 690 3 C26 517 23
B21 615 3 B53 677 3.24 Cc27 531 228
B22 627 297 B54 677 3.26 C28 527 2.48
B23 628 2.79 B55 677 3.26 C29 555 2.64
B24 642 2.87 B56 678 3.17 C30 565 248
B25 643 3.05 B57 734 297 C31 527 2.48
B26 643 3.06 B58 713 2.86 C32 545 235
B27 663 3.06 Ci 473 2.26 C33 557 2.44
B28 663 2.85 C2 501 24 C34 603 2.7
B29 664 2.78 C3 517 224 C35 618 1.93
B30 685 2.9 C4 503 229 Dl 500 2.69
B31 699 2.99 (O] 529 1226 D2 514 2.8
B32 692 2.95 Co6 558 2.33 D3 514 2.78
B33 656 2.82 C7 535 243 D4 502 2.5
B34 645 295 C8 551 233 DS 516 2.68
B35 616 3.05 C9 551 2.34 Dé 530 2.64
B36 649 2.88 C10 551 235 D7 560 2.74
B37 599 3.07 Cl1 565 247 D8 532 243
B38 600 2.77 Cl12 565 2.45 D9 543 2.09
B39 640 3.07 Cl13 565 2.45 D10 543 2.46
B40 624 297 Ci4 595 2.34 D11 543 2.55
B41 624 2.94 C15 578 2.53 D12 543 2.46
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[£:168]

Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
D13 511 2.53 D45 583 2.17 D77 563 2.45
D14 564 248 D46 585 2.1 D78 563 232
D15 512 2.73 D47 599 2.19 D79 563 2.26
Dle 554 3.03 D48 548 2.89 D80 601 2.85
D17 556 2.75 D49 549 2.68 D81 577 23
D18 556 2.68 D50 549 2.67 D82 583 2.73
D19 570 2.68 D51 587 2.8 D83 626 2.7
D20 584 2.87 D52 587 2.82 D84 605 2.74
D21 584 2.74 D53 578 292 D85 640 2.74
D22 569 2.15 D34 578 2.7 D86 655 2.82
D23 569 2.13 D55 591 2.97 D87 635 2.86
D24 597 2.6 D56 621 2.8 D88 675 2.71
D25 613 2.77 D57 606 2.95 El 522 2.53
D26 555 248 D58 605 2.76 E2 536 2.62
D27 569 2.53 D59 605 2.74 E3 590 2.72
D28 652 1.8 D60 573 2.86 E4 548 2.64
D29 631 2.36 D61 573 2.85 E5 626 2.52
D30 646 2.15 D62 634 2.78 E6 590 298
D31 646 2.59 D63 651 2.7 E7 588 2.54
D32 695 2.87 D64 633 3 E8 624 3
D33 568 3.11 D65 633 2.92 E9 653 2.59
D34 556 2.68 D66 633 2.9 E10 669 2.76
D35 570 2.87 D67 647 229 Ell 655 2.69
D36 570 2.72 D68 588 3.15 El12 641 2.62
D37 555 2.13 D69 578 2.83 E13 655 2.67
D38 569 218 D70 578 2.69 El14 637 2.79
D39 571 2.15 D7t 578 2.65 E15 667 2.66
D40 584 2.1 D72 592 2.93 El6 655 2.83
D41 614 2.1 D73 592 2.89 E17 635 2.73
D42 604 2.53 D74 592 2.88 E18 598 2.88
D43 619 2.5 D75 592 2.66 E19 602 2.79
D44 582 3.21 D76 605 2.58 E20 602 2.84
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[£169]
Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
E21 614 2.78 ES3 712 2.63 F32 587 2.65
E22 626 2.74 Fl 472 2.24 F33 619 2.53
E23 627 2.54 F2 486 2.34 F34 619 2.51
E24 641 2.64 F3 500 242 F35 619 2.51
E25 642 2.84 F4 516 222 F36 610 2.85
E26 642 2.85 F5 518 2.15 F37 548 2.62
E27 662 2.84 Fé6 502 227 F38 562 2.7
E28 662 2.62 F7 498 234 F39 635 2.71
E29 663 2.54 F8 528 2.26 F40 502 22
E30 691 2.73 F9 542 235 F41 516 22
E3t1 644 2.72 F10 542 2.29 F42 530 227
E32 615 2.82 F11 556 235 F43 516 2.34
E33 648 2.64 F12 557 239 F44 526 2.28
E34 599 2.51 F13 617 2.5 F45 554 242
E35 639 2.85 F14 675 2.77 F46 564 224
E36 612 2.95 F15 534 2.47 F47 498 2.15
E37 616 2.86 F16 550 2.46 F48 512 2.19
E38 616 2.86 F17 550 238 F49 526 226
E39 616 2.86 F18 550 238 F50 528 2.02
E40 623 2.75 F19 564 2.58 F51 544 2.12
E41 623 2.72 F20 564 2.51 F52 556 224
E42 630 2.94 F21 594 2.39 F53 574 242
E43 613 2.28 F22 594 237 Gl 500 2.82
E44 657 2.66 F23 577 2.64 G2 514 2.93
E45 657 2.66 F24 577 2.64 G3 502 2.65
E46 665 3 F25 559 2.38 G4 532 258
E47 670 2.72 F26 559 2.35 G5 516 2.82
E48 689 2.84 F27 612 227 Gé6 530 2.78
E49 689 2.79 F28 535 221 G7 560 2.87
ES0 676 3.06 F29 535 221 G8 543 26
E5l 677 2.98 F30 538 2.24 G9 543 2.61
E52 733 2.75 F31 584 2.7 G10 511 2.67

[0318]
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[£&170]

Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
Gl11 564 2.62 G43 614 2.25 G75 603 3.18
Gl12 512 2.86 G44 604 2.66 G76 620 2.96
GI13 556 2.89 G453 582 3.31 G77 601 2.97
Gl4 556 2.82 G46 569 2.29 G78 578 2.95
G13 570 2.81 G47 583 231 G79 578 2.82
G16 584 2.99 G48 585 2.26 G380 578 2.78
G17 584 2.87 G49 599 232 G81 592 3.04
Gl18 583 2.74 G50 612 2.27 G82 592 3
G19 597 2.73 G51 656 2.29 G83 592 2.99
G20 613 2.89 G52 548 3.01 G84 592 2.78
G21 555 2.62 G353 549 2.82 G85 605 2.76
G22 569 2.67 G54 549 2.81 G86 640 2.75
G23 652 1.99 G55 587 2.92 G87 640 2.73
G24 632 238 G56 587 2.94 G838 603 3.01
G235 632 242 G57 578 2.83 G89 603 2.94
G26 631 2.51 G38 621 292 G90 605 2.86
G27 631 248 G359 605 2.88 G91 659 2.89
G28 646 2.28 Ge60 605 2.87 G92 636 2.68
G29 649 232 Gél 573 298 G93 675 2.83
G30 649 2.3 G62 573 2.97 H1 604 2.82
G31 646 2.72 G63 634 291 H2 548 2.62
G32 662 2.69 Go4 631 3.09 H3 626 2.52
G33 695 297 G635 633 3.1 H4 590 2.99
G34 689 3.23 G66 633 3.03 H5 602 2.6
G35 689 3.18 G67 646 2.46 H6 624 3.02
G36 689 3.13 Go8 645 2.44 H7 667 2.65
G37 568 3.21 G69 647 242 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 H11 653 2.61
G41 571 23 G73 563 2.5 HI12 641 2.62
G42 584 2.25 G74 563 241 H13 655 2.66

[0319]
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[&R171]

Ex ESI+ RT Ex ESI+ RT Ex ESI+ RT
Hl14 671 2.77 H46 632 2.88 H78 689 2.86
H15 674 2.58 H47 627 2.83 H79 689 2.79
H16 668 3.05 H48 620 294 J1 472 232
H17 735 2.85 H49 620 297 J2 518 225
H18 653 2.58 H50 620 2.87 I3 498 241
H19 655 2.68 H51 620 2.86 J4 675 2.77
H20 669 2.75 H52 598 2.86 J5 675 2.74
H21 637 2.78 HS3 639 2.87 J6 675 2.74
H22 655 2.82 H54 612 2.96 17 534 251
H23 602 2.79 HS5 616 2.88 18 550 2.5
H24 602 2.79 H56 616 2.87 J9 550 243
H25 602 2.85 H57 616 2.87 J10 550 2.41
H26 618 2.88 H58 632 2.96 m 564 2.58
H27 618 297 H59 632 297 112 564 2.58
H28 618 2.98 H60 632 2.98 J13 618 2.7
H29 652 2.9 Heol 666 3 14 618 2.66
H30 652 3 H62 666 2.99 s 594 243
H31 652 3.02 Hé3 666 3 6 552 2.51
H32 614 2.78 Ho64 623 274 n7 552 2.54
H33 653 2.62 Hé65 623 2.71 J18 602 2.67
H34 668 2.96 He66 634 2.88 J19 602 2.66
H35 668 3.04 Heé7 634 291 J20 602 2.64
H36 626 2.74 Hé68 626 3.08 J21 559 241
H37 641 2.64 H69 626 3.09 J22 577 2.61
H38 642 2.85 H70 630 2.99 J23 612 2.33
H39 662 2.88 H71 630 298 124 566 235
H40 662 2.61 H72 630 2.96 J25 603 2.74
H41 691 2.73 H73 657 2.66 J26 603 2.78
H42 612 2.97 H74 657 2.66 127 617 2.82
H43 612 3 H75 668 3.16 )28 633 2.49
H44 628 2.92 H76 676 3.09 J29 633 2.51
HA45 616 2.97 H77 677 3 J30 619 2.56

[0320]
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[0321]

[%&172]
Ex ESI+ RT
131 601 238
132 601 24
J33 601 24
134 620 2.54
J35 620 241
I36 620 241
137 516 231
J38 526 2.57
139 646 2.86
140 646 2.84
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