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A o] (2010)
NES=R2N0 474 ¥ g (olo]lA| A 28" C 10 w®]| 12-13 Abrahamson et al.
=3) dho] 2715 L68Q. (1992)
THSAE Yaf| 29534 S Ak SOD1 EWel. 16 Shibata et al.
EbAl 1 (1996)
H X G H gl
2 A4 4d4 g R HE Carrell & Gooptu
AFE(S). (1998)
YA £399 g Edwel.
A2 al-FEHA  AFZ(H7]| =AW Lomas et al. (1992)
5, A¥S)
FEZEN AAF(FAANA| =AW Carrell & Gooptu
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B oldRo|=9}
AFHA LFF; F
AA ol 9
o] A3,
ol A ol Rol= AA EdsgEE | 10-14 Gustavsson et al.
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AL 7FEA ol REol=% - ¥]|DIS7QE A2l 173-9.5 Maury &  Baumann
yHAd (FAP 1V) 225/243(5 8 77| (1990)
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AW S (AAA; FAP 111) | Z7]: G26R, W50R,
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g e B
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LE2ZAEY A A dF ZAEY oA 3.4 Sletten et al.
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A YEFO|w|A ofdRol=F: ANF, =<dWolA7H 3.5 Johansson et al.
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3 A FAAE=(copurify) B2 d@ild £ F A S EFOR (4 E E9°], i-d[Shelanski et al.

1973, Proc. Natl. Acad. Sci. USA, Vol. 70, pp. 765-768] =), MAP(wlo]aA2HFE-¢ %Bﬂ@,
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FIEANZ AE T, WAA RNAS] 9bAsE, A Tkl A B A B fAel s & ¢
ATk T, 20061 o] F, TAEL &A= IHFAE A A ALSNA ] Ve 7H el TP-43 HA4 &5e
AAE A0, TOP-43E e SRehs JFe] ol
A HolA= TOP-43 3} ZwlAT
(2008)]& TDP-430] &X &
gk TDP-439] C-eh @2 A
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, AlgEY FdE SHES ALS BRpeA 9 E
o2 FAFSIEH(EE [Johnson %, 2009]). &% [Johnson %
, ¥ HA4YE BAFAT. FUHA A PP AT ®
oA = B84 AEEd SHES FAs] g3, Axed
o8l =Aolth (=& [Arai
E3 [Nonaka =(2009)]& A
A A8 o}, Zhang 5(2009) A4 9
Ath. Yang 5(2010)2 ¥l<F & NSC34 &% el Wl TDP-43<]
8 Vlesigith. ek dah g EX9 AvEA &4 4
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ofAdE wildET o] AtteE & WEEA Haskglvh(E[Kabashi &, 2008]; ¥ [Sreedharan &, 2008];
#3[Johnson &, 2009]; ¥3%[Nonaka %, 2009]; F&[Arai &, 2010]; F&[Barmarda 5, 2010]; &3&
[Kabashi &, 2010]).
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A H Ao dEreke] =P Axe 77 AdEE zoeR HAn. e AnEE dFY »]”H
(fronto-temporal dementia; FID); FIDP-17(AA| 170 AAF I71&E2); @A-Ru-H&5-29F

3+3(disinhibition-dementia-parkinsonism-amyotrophy complex; DDPAC); %= Z& Y1 ﬂﬁﬂ(pallldo—
ponto—nigral degeneration; PPND); #-ALS F3 v (Guam-ALS syndrome); Z#%= Y12 FolAlel HIY
(pallido-nigro-luysian degeneration; PNLD); T|&7]#4 ¥ &(cortico-basal degeneration; CBD) 5% &
JH( S Eo], &3[Wischik et al., "Neurobiology of Alzheimer's Disease", 2nd Edition, 2000, Eds.
Dawbarn, D. and Allen, S.J., The Molecular and Cellular Neurobiology Series, Bios Scientific
Publishers, Oxford; 53] 3% 5.1] #x). o]& A3 BT 044 ¢ $3& F2 5 FEHoz 540

2 ok o, "ol b A

A5 AAFEfo A, 7] A3 A= AEHA e So|th

A5 AAIFH A, A7 ASt Al d=slo|wWE(AD), H3H, WP A wln](PSP), AFFF Xl (FID),

179 GAA e Ao 9E&ES FWe FID(FIP 17), AFSFA4 HB(FILD) F35+, 2dA-Hn-gx1&
A = kol SE

7 Slals
st (DDPAC), Te|=-FE-UaZ E3(PPND), #FH-ALS 5o+, TYE Y2 Folret H3
(PNLD), ] A71A H(CBD), &X3A =} X uf(AgD), BFEHF X1HH(D ) B g 93 ¥ S(CTE), oh-
:'

TFL(DS), Fol&Al Ai(DLB), obEA 3 W H(SSPE), MCI, €8 Yolvk-={(NPC), BY UL TF
T(FrEGEHAS 11 B), F= 2G4 oldd< D, DN B= D2, F= g o34+ (CIE) 2.25H
A

A AN G, F7] AR el B ke sy A Gofolth. NPCe A MPCL W BN
ofell ofsl frdsm, ol FelzEHE diAtel FFE& AL ([Love 5, 1995]), BY AHAHE ST 3
e Fade] Bagd FAol A, FAA MELUIA L] Eadeldl s fdEH (@ [0hmi 5, 2009]). ]
g A AofolA, Bhe] wEH, oo Ame T AEe] A g2 A, o aFY
A Aells w3 B9 F45 5Ho2 & 5 dn

714 =D NI B golae  FHwEolzrl  teluly o] &xE  PCI/GB2007/001105 2
PCT/GB2008/002066°1 W< F-A A o= 7] A ¥ o] Qt}.
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AA, dE B9 1F oA FdozH Al AAA(AES S0, =Y ﬁﬂ’é(Donepezi1)(°}ﬂ*ﬂE(Aricept)TMiE
TAE), glul2~E W (Rivastigmine) (A& (Exelon) Mo.2%  FA|E Z-2rebY] (Galantamine) (H 7)Y
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FAT) 5), MDA oJ4E Qg () uﬂw(MemammexoﬂwmbixaﬂM, Uhuich
FAR), AR oUE AEAl, Q/EE We-ohuzolse Fh 44 2esh: oy

TDP-43 WA o= 2954 =4 A3=(ALS; ALS-TDP) @ AF= T4 H 38 (FILD-TDP)o] ZEHt},

fl

ALS %2 7]E}F 217 follA1e] 217l dojxe] TOP-439] HEL 717 HE FHENA AEHJT(E
& [Chen-Plotkin %, 2010]; ¥%[Gendron &, 2010]; &&[Geser &, 2010]; =& [Mackenzie &, 2010]).
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) Z
Sop1 EAWole} A ALSOlA FulF Y- SholAe] WHelshd whuil o] (Fd[Seetharaman 5, 2009]),
(FF I Ao §3%) FUSAA ] EAW)Z gk 7tEA ALS & "9 A2 NEAEE 3 UA] 4%)dlA],
e st Welehs gl A FUSelth(E3 [Vance 5, 200 , 2010]). FUSE TDP-433} whzk7h
A2, FUSe &4+d 8 fedeo]l gE8st= ¢ = WHoly Fadk d-Mxyd MEYA AL HATh
Mackenzie 5(2010) 2= K- #3tslel ALSS] Al w2F F/& Aol ARER] e Woe 714 Wty 712h&
Hhedgtrh(olal & 3H=E).
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ALSO] A3t #AF (@ [Mackenzie &, 2010] 0278 W), dife] AtelEdlA, TOP-432 ALSelA 2
Ax= et fuFEs) el

# 3

ALS U] fulfEl-94d &%

fFrAYs A3 dud TDP-43 FUS SOD1

Ay A HE ALS-TDP ALS-FUS ALS-S0D1

A3t FAAE TARDBP FUS SOD1
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LAEAE S ASe A 1.5417] Bk AMERSHH AA2A A4 FAa, 1CD-10914 ICD 10 (G12.2)°lA
MNDe] MEERR] o2 EFEE Aoz g}, 23 (Charcot)2] YA a} ozt Abo]dk, ALSel w3k A7}
8 AH AGA T derbsetal, 714 BExF HEE wrdets A4y ves 13 A A

< ALS-TDP, ALS-SOD1 ¥ ALS-FUSE ®FIu, $9 2719 27 BF& 3Hs)
. AF7HA 7 2 R dFE BE AP ALS AMElE TDP-43 WHElE WERAYGE Y [Mackenzi ,
20071). ALSY oF 5%%to] 7}EAdola(E& [Byrne 5, 20101), FALSOlA wHAwE 714 E4#0 Zadwolel
Sop1e) Eddole Atdls T 12 A 23%c A3(EA[Andersen 5, 2006]). SODIE T3 SALSS] 2uiA]
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(3 [Higashi %, 2010]; &3 [Ling %, 2010]; ¥3[Elden %, 2010]).
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JEE AR Gl BoRRH FHE F g AoR ARdn. adng, FaclgEeds) 9o us 3 2
n& o APe] ArjFe] FBe omd F4 Aol ALl HEE f2@ Aol

0585]  wqlol JAE 2 AP n% 8 SEE gle] ¢ WEE AW G elA F53 g & Qof, u%
552 A9 A7 24 Hes @ 5 e ovan

[0586] A5 HAAIGE A, 2 S AP qT I THE o] &ste] HIE Ao, 30 olu] 80% o4 &3, uig
At A= 154 ol 80% ol/del &3, u% ntgAsiAlE 102 oyl 80% o]de] &3lE A5 st

[0587] A5 HAAIGEA A, 2 o] AP qT I HE o] &ste] HIE A, 30 ou] 90% o4 &3, vig
AaAlE 158 ol 90% ool g3, oS vpFHEAE 108 olv) 90% ol galE ATt

[0588] A5 HAAIGEA A, & Sy AP qT I WHE o] &ste] HIE Ao, 30 ou] 95% o]de] &3, vig
At A 154 ol 95% o]l &3, H% utgAsiAlE 102 oyl 95% oo &3lE Alssct

[0589] £ &£x= )= o™ (United States Pharmacopeia; USP) 9yl %3} <711>¢] Aojd ule} & ®FE ok dF
Hol| o3 4= 4 ). 3 USPE USP 34 (2011)0]t}. olE So], B o] Ao )3t &3] &£ USP
L3 GH 2(3E) el 2 FAE ol&ste SAE + ATt

[0590] AR AA oA, 7] &3] 25 ~5 pg/ml WNTY] s =AM 0.1 M |2F S H7bskar, 50 rpm W&
52 aRket, A5 AAGEHA, &3 SEe BFFE A 98] Hriet, A5 AAGE A, A
UV/V]S ’H\L‘%%E%(}\mdx LMT 255 nm)% E@‘iﬂ'ﬂr

[0591] EHAE =2 &3 59 Az A, Ed 7AE AF W &4 SFgE o nxe AAFIES AT
& 9t

[0592] a&e] &3 e, Ao '2EHR 2U(F, UM 25 2 F%) 3 dAdaE, A A% $l
T fAEY. 2 dwe A wet AASE 2dES] 1o §3 £ A old mE 453 AALFALE
wek A A Wt dis] UdAdS 7.

[0593] 7]l G2

[0594] oty 2AdES dubdgo= Fl §E8AE XFE Fojth. SEAY odde e olEAM IV E, LH ot EAMD
F, ZHolEFuE2UER, ~Hol2A, AW EH O E, EeoEd ZeF, AsldEd FFA(AE &
o], Y2 Jiulo]l= @ EYolE|=(Union Carbide, Inc.; "l ZIEZA vy AA)EZHE S34% 712
ig”\(Carbowax)i AR A, G-E3NUGES, gtEadHol 2 dlE, AEHolEA g geE
PAUEFS £Fd=, 2 543 AEL 2do] x3HTt. vhgbA gl F8Ao= AHoLEARRS, A olE A
TvlE R AdHelEFutELER] 23ET. SEAEA 7P ubEAg A AEolEA otk &8
A dutdo g F (MA") AA TH2] 0.5 WA oF 5.0%%2 X3, S3A9] o] g3 dutyog oF 1.0
WA ok 2.0% w/w, HFZASA 0.5 WA 2.0% w/we]T}.

[0595] SAA(E) 2 SEA(E) Frrsle], 92 44 FPARE T B wge] sk 24 E o] EAE & 9l
ok 283 B FEAd s SoA, AFA, A, A4 2 EFAV @Y. 48 BYA= e Ve
S YT 5 e, dE Eo] AFA 2 AA A EFEA ZFEe 5 9l

[0596] AA EBoAE 35 = dASE o Z83 dor EAT ¢ A}, BIAE, Aol A s wjx=
o A e HedAe X Ao B Fd Rtdistes FPAlt. FYAe delv Jtad EH|dIE
FE=(ZR2¥HE), YEF AE FEFHE, 7tud YEF 7t285AME AE2A(UEF 2272482
), B AT3 AEo] TghEnr, dutxow Bia|e & FAE 0 X <F 25% w/w, TS EAHoRE
oF 1 x ok 15% w/w, @ FE 10% w/w P]5F T 5% w/w m]Td 4= gl

[0597] AA= A AP JojAe] UxE H&Z e 7lodstE Fy Aot AgAY doll= AERA FEAFIEERA]
HEAERZA JEFAZRY WYAdER A JEFAZRY AEZ A JEFSAqEAERL, qEAZTE A
NMAZAAE Ag22) 9 o, g7 SEA FHI2A drElx SE2324 HEUAEAD 9 U E, 2

A [eZ] 4
=)

Y&, vEaddelE, EeuidyEdE, 22E, A3s A, 44, 2 ole
H, rArEFrlEvda, EPeldd =2, Jkebid 501 EFrErh. dRbH o AFAS] F FHIS
A Rsted = 9lom, oF 50 0 WA 95% w/we Wstd 4= 3l k4

= 3 F Ao dE =0, AAlS} INA= =9 ﬁsﬁﬂii
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[0608]

Tablets (Lieberman, Lachman, and Schwartz (Eds)]; &3

[Marcel Dekker, Inc, 2nd Edition, 1989) and Remington's Pharmaceutical Sciences (A. R. Gennaro (Ed)];

(& E9], #d[Pharmaceutical Dosage Forms:

Fzx).

[Mack Publishing Co, Easton, PA, 18th edition, 1990)]
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Ag)o we} 217k Fafoll A ol Elr):

A
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EE

1 ug WA oF 10 mg)o] W9 Welrt.

o

[0633]
[0634]

AU 23],
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o Wl Q1zt Aol FofHr:
ol Wl Q1zt Aol FofHr:
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[0640]

[0641]
[0642]

[0643]

[0644]

[0645]

[0646]
[0647]

[0648]

[0649]

[0650]

[0651]

[0652]

omn
J
Jm
Qﬂ

10-1888713

10-0PA N NN N~ H = b €5 s E]op 513, 7-c]oppl2] 282 Gy

i H
—_—
S OoN S NO

P
>N s N7 H,N s NH,

w4 i NaNO,, DMSO, CH3COOH, 2+ i ; (HsCCO)O,, EtgN, DMF, 271 iii; Pd/C, 2-MeTHF, Hy: w4 i+ HCO, Hy

1 1112 Zn, (aq) NHaCl, MeOH, THF =4 1. H,CO, NaCNBH;, CH,COOH

3, 7-CJ U E Z-10H-5| = E]o}-71 9] 34 (2)

2=A, Ak 2] B AdAZE e 35 1 9 T2 B}?} Z A RBF) O H=Elob(MF 199.28 g/mol,
25.00 g, 125.5 mmol) B THMEEFA=(250 ml)E H7FsIRaL, EFES 28 ¢ = dEolxle] &3d
w7hA] wkEkeih, olojA, AWM E W] Bz A9 EEﬂ%“(Dresche ) Hol AF ﬂﬁﬁk OMH o Ak}
EFON 69.00 g/mol, 51.94 g, 752.7 mmol)S RBFell H7}atolaL, oAl EAH150 ml
th. oJojA], o} EAMS 2087t AAH Ash WA SR RBFol| HIUFSIITE. ¥ FAle
2 5, 3A7F §Ao2HY AEHo] ULtk ofAEAN H7F gm Ad, EFES FH E(36 lﬂxl 20°C)
ol A 2A1ZF HoF wulel T TIES 22 05CE Z7MA 7| 17A17F Bk wwkslglin), o] A Hel|, E3E
50C= WZAA7]a, wWeE&(100 ml)& H7leld, E3ES 22T oS YAz, oojA], %7% ==
A}
_'g__

o_z

r

7)
o] s} ar, 741015&3— Weh2(3x25 mD) 2 AASAT. AFE AolAE 308 wot ¢re Mgy A4 FE
GAE & 50CoA 1587 B9k A2AA, AAES 28 wA (MY 289.27 g/mol, 29.45 g, 81%) 24 A
At

)

1. P EAS] H72, NO, 7IAI7F AR FYI, o]F 2 A4S B2 wo] 4% =gd ¥ Yz sEgaze
24 Aoz AZAH .

2. oMM EALY] #HUbe wEAola, £3ES 22ToA 36T=E 7H2Ht),

3. WEk2S Hrlsle], o9 olAEAMUEFS &85 Fa, dEmAEs YHE 5SS Hudsg.

4, e w3l gued L E ol = (DNF), otHNEYEZ (MeCN), HEZGS =2FL(THF), ofAE EE tuEA]

)
o'\_:
S(DME) & "b-g &ri=A o] &ate] AEH oIt

NIR: 273=(5 mg) DMSO-d6(1.5 ml)ell &airzar, auAE ds] &alA7]7] fsiM= 72 2a7t s
T A,

&1 (400 MHz; DMSO-d6): 6.72 (2H, d, J 8.8, ArH), 7.77 (2H, d, J 2.8, ArH), 7.87 (2H, dd, J 2.8, 8.8,
ArH)

3, 7-H Y EZ-10-opA FF] =E]o} T 9] F1Y(3)

254 9@ AdArE A2E 35 500 ml S vbe ZEAFel 3,7-UYER-10F-3 =E oA (MW 289.27 g/mol,
29.00 g, 100 mmol), TWEXEo}u]=(58 ml), oFHEAF F=E(MW 102.09 g/mol, 102.09 g, 1000 mmol) =

Egoeol (MW 101.19 g/mol, 40.88 g, 401 mmol)S ZH7}slAth. EFES 106CE 71E3laL, o] %04 3
AZE & wREEEYE. EFES ¥ 2E210)R YA &, 5TE WAAASEN, 1AF 5 wHkskgd
o AGES o7 46H chElskar, WEE(3x30 m)= Al7gste], v Al AAdd uAE F5EA, o

£ 50CA 15417F &9t A=A FH TV 331.31 g/mol, 26.94 g, 81%).
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[0653]
[0654]
[0655]
[0656]
[0657]

[0658]

[0659]

[0660]

[0661]
[0662]

[0663]

[0664]

[0665]
[0666]

[0667]

[0668]

[0669]

[0670]

[0671]

[0672]

S=50ol 10-1888713

,_,Z__
1. 105CollA ~1AZF &, A ES] HAAo] Hbg Fo FAHr).
2. W7zt Ao, AAEe] HaJ} ~70Co|A AZHT).

3. AREE vgeR A Aol LA Aol
MUR: 278 % (10 mg)-& DMSO-d6(1.5 ml)ol|l &3 A FTh.

&y (400 MHz; DMSO-d6): 2.25 (3H, s, CHy), 7.92 (2H, d, J 8.8, ArH), 8.28 (2H, dd, J 8.8, 2, ArH), 8.47
(2H, d, J 2, ArH)

10-o}AE-N,N,N'N '~ 5| E 2} o] &l 5] 3= E] o} 73, 7-T] o} ] 9] 4] (5)

224 2 APAzE ZFEE 35 100 ml T wiE ZeaFdd 3, 7-UYEZ-10-olA e H gl o} (MW 331.31
g/mol, 5 g, 15.09 mmol), Zo}gE/ebA(10%, A=, 0.5 g) L 2-wduEI =2 F(25 nl)S H7letch.
Ze23E w7)skaL, T¢i 53] HAG $, EF=S 56TE 7FEsgint. 17/ 5, 39 $uo] =4%
Ao WA a(tle 27 F=x), old wt 3FE 4o FEH, TELAS HrleA oMY 30.03 g/mol,
14.7 g, 181.1 mmol). Ze}2=3E 13] YA wWi7|sta, 42 53] HAUTE. 56 CAlA (F f\]ﬂ' 88AIZH) E=
T HIFREE TN $, HEZ-WEs ticol o3 $EEHE Ao ATEUT. EFES 50TAHNA A7
hdar, A EulE 2-vEHEGS| E2FF(3X5 n) o2 A, ofd 2 AHES 51}6}5&@. o] & oo
1EP£(5 n)& H7bste], EFES ?X‘@MO*E} 5CE WZHA A, Ao 2HE AE3h= T4 A7 A=
Ak, F7F 2 AAF] wERE(10 ml)E 7<47}o} , €8P E 50 < 5T wykelgint. 2o AAHES
o o] ozl Tt FA uAE £S5 01—% Wk (35 m)&E AASa, 50TA 16A12F S A%
A THMW 327.45 g/mol, 2.26 g, 46%). DJE] %XgQETEH ojol o B(50 ml)o] H7FE L, olo] F7} A7}
FEHAT. dgAE 5ColA 243 T wkst &, oo o 35, 1EF£(SX5 ml)E A3, 50

Tl A 13417 Bt A=A HTHOMW 327.45 g/mol, 0.83 g, 17%). AARES] & $&2(3.09 g, 63%)°]AT}.

,_,Z__

1. A tle 27, &8 75% oA EANE | 25% A 23]21(40 WA 60TC), 2 254 nme] UV 3,

2. JUEZ &% 549 AR AAE FA ~XoZAME 0.68°11, 43 Y=Y AR/ A A =%
2ZAME 0.250H, WEst AAE AFAAE ¥ YA ~FEoZAME 0.670]H.

444 ~FEgolglont, s AR BHL B ke B F7ta
T, oMIEA YR F58 ¥, 2Pt
4 S 3E

WA, ek 27) AES UEhiln, F AES B9 ATl

()]
&
>
o
o
T
N
o
[>
o

o
ff
o
N

7. 29 AR HNR BRHe $U AAERS AN, gH e =2Fae] 42 5 ppnel A T
Ao Azl weh AU,
NiR: A373E(10 mg)S CDCI3(1.5 ml)ell &-3AIH .

§1(400 MHz; CDCls): 2.09 (3H, s, CH;), 2.86 (12H, s, NCH;), 6.54 (2H, d, J 8, ArH), 6.64 (2H, s, ArH),
7.19 (2H, brd s, ArH)

10-o}A|E-N,N,N'N' -8 Ec}u ¥ 5 = E] o} Z=3, 7-t] o} 18] 7] E] 31 (5)

50 ml H vle Zekazo] 3, 7-tUEZ-10-olAE # =El o} (MW 331.31 g/mol, 1 g, 3.02 mmol), o} =

E(W 65.39 g/mol, 1.38 g, 21.13 mmol), WEZ(6 ml) ¥ EHEIHS|=ZFH(2 nl)S H7E6Y. &S

50CE 714938 3, A A3l =ZHEOW 53.49 g/mol, 2.26 g, 42.26 mmole] 6 mle Eo faE)e 712 g

(45 WA 50C)& 3] #rtste], enbel SbRE FAAZT. o]oA, %@L%a 70C2 71d3he], o] Lm0
9 t

Bl
A 2ARE Eeb wmbek 5 FR 2 (23T0) R WAAZT. WaAE E9Es oFste], ok d& AlAS

L,



[0673]

[0674]

[0675]

[0676]

[0677]

[0678]

[0679]
[0680]

[0681]

[0682]

[0683]

[0684]

S=50ol 10-1888713

3IeHE 42 Ffele oS HEtEES G| =W 30.03 g/mol, 1.09 g, 36.22 mmol), A¢HsAsEAUEE
(MW 62.84 g/mol, 1.14 g, 18.11 mmol) & oMAEAN2 ml)o & AHsAt. EFES 50CE 7FgstaL, o] &
To A 3A1ZE FoF wRESIITE. ¥ R E(230)E YA, E(2X10 mD)S HUFsIGla, A &EEE 16
AR EeE wRkSGITE, ool nAE ofFel oF) FFstL, WEE(3X2 n)E AFEst, FA shEE W
327.45 g/mol, 0.91 g, 92%)& WA A ZA A3t

_,2_.

Lot 2 #A g ES ol&ots &9 w2 wMEa WEste], tle B4 o8 FH= e 2%
glo] ghdol w=dale o 2A) 7k ARt}

2. ARISIFASHEAUER, e EFLUS| = 3 oA EARS o] &3 A wEst= wEal gEste], gk
stk o A1 AT

MIR: 2345 (10 mg)<S CDCl3(1.5 ml)oll &3AFH ).

§1(400 MHz; CDCls): 2.17 (8H, s, CHy), 2.94 (12H, s, NCH), 6.61 (2H, d, J 8, ArH), 6.71 (2H, s, ArH),
7.26 (2H, brd s, ArH)
4 1: N.NN'.N'-E| E&}og-10H-5] = E] o} X1-3, 7-r]o} ] 7 H] A (mEl=Z jo] E ) (LUT. 2UsOH) 2] &%

o Me H
N
i. Me\@/@ D\%/Me
Me\ Me —_— Me N S o “Me

ji.
MeSO? MeSO(;)

i. MSA, H,0, &+4,85°C
ii. EtOH

10-oFAIE-N, N, N'N '-H| E2pwi| & - 10/ 9 2= E] o} -3, 7-T] o} R (ANT) (150 g)= 3-5 & Ey

Aok, BFA(1.8 DS HUbskela, £3E b 7t #FERoitt. ﬁ@%% T0CE WZAZ =, Q-2
(in-line) 5 1 WEE Ba| 7 A7 AZ8, A 52 879 EdAzad.

Fehaed A7t o] E ARgste] HE kel B FEE Ak g 1.4 19 EFAS Y skl S
AR exs 18C2 §73A7 z‘z, 242 mD& @AY o . 5Ezbel A wEEEASA) (65.5
ml, 99%, 2.2 ¥ AT B8 mh)e T WA ERe dANGY. EFES 347 5

L, o] Al wkgo] tle wAol fdd oz HHE <t o4 (biphasic)

o
= EtOH(150 m1)E 20%] ZAx Hr7lsldd. EFES 150 mgd NN N, N'-BlEzE-104-3) =€ o} 3 -

N

3,7-tlotml H (e Edle|E)E o] gske] Mdatgict.”” BtOH(600 m)ol ¥ wiA) ¥ ool AA A
etim,” Weg 1Ak AA 20T ANAT. oE o] LEelA 1A F

ofs) STk, ACIAE 3x300 mle) MeCNZ Alaka, 5% Eek F9 AZAIIY, ShEu Bk AF ol
Fol, AAES A AAA 1A(85-90% &) A AlF3ATT

V nax (KBr)/cmil: 3430 (NH), 3014 (=CH), 2649 (C-H), 1614 (C=C), 1487 ((-C), 1318 (S=0), 1199 (S02-0),
1059 (S=0), 823 (ArC=-H)

&n(600 MHz; CDsOD); 2.71 (6H, s, SCHy), 3.21 (12H, s, NCH;), 6.75 (2H, d, J 8.8 Hz, ArH), 7.22 (4H, d
J2.9Hz, ArH), 7.24 (4H, dd J 2.9, 8.8 Hz, ArH),

§¢(100 MHz; CDsOD); 38.2 (S(H;), 45.9 (NCHy), 115.0 ((H), 118.2 ((H), 118.7 (Q0), 119.9 (¢H), 137.1
ey, 142.8 (QO)

MP: 271TC
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[0685]

[0686]

[0687]

[0688]

[0689]

[0690]

[0691]

[0692]

[0693]

[0694]

[0695]

[0696]

[0697]

[0698]

[0699]

[0700]
[0701]
[0702]

[0703]

S=50ol 10-1888713

m/z (EI+): AAFA] 285.129970; #2=] 285.131292 (100%, [M—ZMSAT).

m/z (ES-): 712 95; ##=] 95 (100%, [M-LMT] ).

r\o

2 B2A% (CugHyNs0sSs): AIAFX] C (45.26), N (8.80), S (20.14), H (5.70); ¥#&X] C (45.19), N (8.76), S
(19.84), H (5.53)

,_,Z__
1.5 p HE S8 Agsr] Ya AcMTe 94 g2 F43] stux 71E 2F3or. EFAL 453 gujo)
I, 70C BHE g9 W 249 FAE 3] st A Zgay A 52 2 Yo FAE &4 H4

NSAE AREstel, 7heRalEs sdeta 98 I, du TEF HY 0.2 TS B,
S o AdEe M-S sl k. 5% H7E AR o
5. EtOHE # 8vj= Abgato], AHES It UFE e &, NE7F 38k = e
A AZE AR AR E] Aojse A4ske e k(S 7 ® 8 ).

6. AE ALSSA ¥3 WS U 5 gouh, oo EQe LIM.AOHS 27 HES S48 s, o)
CA PRI, T4 BN AEENA W, FAH FASH PR dag dzH2 IS F4 o

7. AEE B A A A71E 2 sHeRA f&8ith. WabAbRelA <100 pnE 2HE A= =
A& AR d, A= B QA 719 felH gavh dEEn BHEA B2 <100 p AEE AR
ol ZEldh maph REEA garh. aenR, ol o wFHRES A GouA, HEe dxt 47 A
of 82 A& Qxb 4719 7lso] obd Zow Holw, o= Aro] w7t et iR Eo 'Al(new)' 2AA
He] el dden

8. mHAIRte R, A= Fo] WA Fa wuE o, kel Ad=(S3)& Etol H7E ol wher] 8719
Sl FHAZITE. o= EtOH H7F & /X7 Alel2e w4 FATeEA aE 5 Adn. 2y, vk
HEo] 870 dd whel ole)&, EtOH H7b Fol EAshs £2708F =] o] ~00% fa® Aok, 19
2, Y ol d/7 AelEE S 73T davt gl ol Al WRuRs A2 AE A7) ddEE A
o8 Holm, o= Whes MU <100 p ANEE olgdte] AT u, FAdI 27 FavE AFEHAY] W

9. EtOH 7} &t dAF =71 9 EtOH B-¢dol 93-S v, 1 H7kH<1 hEe 4A 71 g2 70,
EtOH ¥¢e Z713itt. A& H7H2 hE v a3 71X 3, oebs] d3o] o] Folxof s},

10, 97 £EE AL ga8 G3E AT 3% B2 e 97 2719 gast W B S0 F
e zH@T. A% e v 598 .

11. EtOHE ¥ 245 AAE uf MeCN2F 5584 EH& o), 249 A HA4H EtOHY 59 <oFY
= i

NN.N'.N'-8] E 2} v El-10H-F] = E] o} ¥ -3, 7-r] o} r] 5 W] 2= (w] Eraazyjo] E) (LMT.2UsOH) o] 574 #+4]
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[0704]

[0705]

[0706]

[0707]

[0708]

[0709]

[0710]

[0711]

[0712]

[0713]

[0714]

S=50ol 10-1888713

# 5
B2} CisHz7N306S3
A g o] =] % A=A
C 45.26 45.19
H 5.70 5.53
N 8.80 8.76
S 20.14 19.84

-8 <] FE (NR) 2B

H MR 2= Edo] vzl (Varian) 600 Mz 7]71o14 4438 olehe (DD S0 $5H%1, = 1o o} 9

H
9 9a N d0a 1 H
X s CH
HSC\,?, TIN5 S e g r}j’ 3
GHs H H CHy
15 9 © 16 (an @
HsC-S-0 H3C-§-0
0 0
¥ 6
A A 3}st4 o] 5 (ppm) TZE 7]
15/16 2.71 6H, s 2% SCHs
11/12/13/14 3.21 12H, s 2XN(CH;)s
1/9 6.75 20, d, 8.8 Hz 2XC-H (F3F)
4/6 7.22 2H, d, 2.9 Hz 2XC-H (=)
2/8 7.24 2H, dd, 8.8 ¥ 2.9 Hz 2XC-H (¥Es)

Yo - & 27 FENR) 2

13

C MR ~HEAS 52030 WeL (DOD 39 100.56 Mz F34E o] &3t Hlg]al 400 MHz NMR 7] 7)ol A]
FEHQYT, & 20 1}e} I}
MR 2HEDY] 27 A BAE 88He oo mxete] Awe] 7|zaHEH Fx: FH[Structure

Determination of Organic Compounds: Tables of Spectral Data, Pretsch E., et al., Springer, London, p
122]).

A7) RS W] gelslr] 98] F7F XA DEPT-135, HSQC 2 HMBC A &L o]g3stglth. DEPT-135(A% =
olo] olgk Fo Fx1), HSQC(o]F e ¢ <xl Aure) L HMBC(o]Fd ths A @A) ~FHE-o] 100.56
MHze] F34E o]&3te] wig]dl 400 MHz NMR 7]7]olA] 5= YTHE 3 WA 5 #=x).

X7
A A 3}st4 o] 5 (ppm) NMR & DEPT-135
15/16 38.2 gl CH;
11/12/13/14 45.9 & CH,
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[0715]

[0716]

[0717]

[0718]

[0719]

[0720]

[0721]

[0722]

[0723]

[0724]

[0725]

[0726]

[0727]

S=50ol 10-1888713

1/9 115.0 W - C CH
4/6 118.2 [ CH
4a/5a 118.7 Wk - C C
2/8 119.9 P C
3/7 137.1 W - C CH
9a/10a 142.8 P C
Hol FFH (IR)
AEE 200 mge] F KBr} Wﬂ TRpAPRE A A A ] E3Fetal E gt o]ojA], o] EFFES 1500 psi] &

00
2 ol tho]E o]l Untoz gHAFT

Aeg e SEa, iﬂaﬂzw

ojo] A, Y=
T 6ol bk Q.

olulE}(Nicolet Avatar) 320 FT-IR #3374 IR

¥ 8
92 5 (em ) A #3 A%

~3430 b N-H 2173
3014 =3t =C-H 213
2649 i C-H A%
1614 =3t C=C A%
1487 st c-C A%
1318 75t S=0 A%
1199 Ay S0.-0 A1

1059 s S=0 A%
823 iy WEFH CH A%

¥ (Waters), LCT ] w]o](Premier) XE @&

2YAE ol gatel % %
&2 Ausilnh, B9 G BAo) Agd FHE PY ool A% 7 oles,
o}

g3t 1 ml/he)

gk o] E &Kol

=90 EHo ALgHE EAE A BEl AR T4 o233

A% %4

=
et Ase 24 2w} o] @49 Hlart olad AT

gud

ol BA oe

CieHioNsSoll

3 m/z

ol &4

285.129970 285.131292

100 C 16H 19N38

. ol Aol (H;0,89] ®AF o] &o] A

gat
10
EERY FHE (%) 4
95 100 CH305S

A A-7FA F G (UV-Vis)
SaiAA,

5 mg ARE "ol

Zg T4 100 ml7F HE2 sttt #7 du @th(Perkin
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SS=50dl 10-1888713

Elmer Lambda) 25 UV/Vis =3 AlolA A4 FH& o] &ste] £A4& Faskqltt. UV-Vis 2HEgo] & 99 1o}

AT},
[0728] W-Vis ~FEZ ] x4
¥ 11
[0729] Aoy (nm) TY=
226 1.7615
255 3.5860
332 0.7527
664 0.1845
[0730] 255 nmol| A1 9] St thdk &3 Al e 2 34254.64°]0TF. o] H|o]-|WE W Z (Beer-Lambert Law)ol weh
Al A= St}
A
£=——"
[0731] Cxl
[0732] (714, A = &3 %= Log (I,/I) 3.5860; C = 5% Mol/L; | = A= Zo] 1 cm)
[0733] T A FZolE 785 (HPLC)
[0734] HPLC &A1& 93l 100 mg Al=E AFsglth. olsh ol Q.okd Wildd wef, AA #7385 93] Wb A&7 &
= PDAS} @7 o]-&3to] o} AU E(Agilent) 1200 Alg]=ollA A& 435130},
[0735] HPLC 9 :
I 12
[0736] g =7
7 %21k~ (Zorbax) SB-CN, 50<4.6 mm, 3.5 pm.
7y 2% 283 K
o] EA}t Al E F0.1% v/v EEA
B: 100% HHEYEZ
= 1 ml/min
=9 A4 5 ul
FA AZE 2235
)= 4 nmoll 4] 255 nm WI=Z9] UV,
X A, 7E A HA.
PDA 2=78 190 nm WA 800 nm (M A 5
As ALY &= 278 K, o Z2HE HE
ol s/ i AT ol 54 A%) ol 54 B(%)
0.0 100 0
10.0 90 10
17.0 50 50
18.0 50 50
18.1 100 0
22.0 100 0
[0737] HPLC FZo] & 109 Ut ). 7] 5% 99.45% w/wel Ao = et}
I 13
[0738] AF AZE F33 HPLC B4 (%9 %)
LMT it 23 olF= B
6.39% 14.38% 5.77%
99.45 0.55 <0.05




[0739]

[0740]

[0741]

[0742]
[0743]

[0744]

[0745]

[0746]

[0747]

[0748]

[0749]

[0750]

[0751]

[0752]

[0753]

[0754]
[0755]

[0756]

S=50ol 10-1888713

2444

A7) vbHol A LMT.2MsOH7F AAd o= AA T, LNT.2Ms0He] A2AF o] &= 119 vebglsE X-4 22 34 ~
e o] dygct. XRPD= Mg ANsE vehfa, olE ke ARA #AME st A va 2
Lol WiFo] A=A ¢ 9, ofe YA =7 Av|et ZFpste] wiE @l st ©@X| egte] ¥3 AFx
o] WME(50% MW wko] AJZ F70(0.1 mm vs. 1.0 nm) 9] FFEA BFHT),

AAYL Fr-2hut, 5HA(I6), A=A FA FAIDSC), 524 F71 =2 OVS) #4, 2 dAn g a2 o)
7F ERAEAEU(E 12-16). o] HEl HoA 'A¥'ecz2® A 4 o).

e, WEEEt 2 =2RY 3Ad XA 248 A% A4S sy = 7S Fxdnh

X-# #eF 314 3FA(Bruker) 08 oJ=wl>(Advance), CuKa WAFA (A= 1.54180 A), 40 kV/40 mA, ¥ Zo}o]
(LynxEye) AE7], 20142 0.02° ©A 7], 37 s/9A, 2.5°-50° 20 FA He. AHI xHS A7 9
d oFzke] FHS Utk A 99 ome g HEgle] 0.1 B 1.0 mm HolE JHAE 4 ©EA AR

EoA AEE AFRIYT. A Fo| BE ANBES 343590},

AJRE FAL Al 71 Av DSC 7. N, 3hll Ha® & =7HY, 718 $% 20C/min, -50C WX 280C FA}.

[e?

(

&% 57] & R AE w2349 (Projekt Messtechnik) SPS 11-100n 37] & ¥417]. A|l85 w|=Fd
B =Yl 593, 25T 2 50% r.hollA HPsksk &, 25T (50-0-95-50% r.h., A r.h. =

a
56 h 2 gl ' SHE(isohumid)! BES S o] &3 FADoIM 29 FE TR WS NG
o}

Fr-g}ygl 3% B RFS100. Nd:YAG 1064 nm ©17], 50 mV #@lo]x A&, Ge-H&E7], 128 =70, W2 50-
3500 cm , 2 om | ST, AFUE AR Y.

g Frjy: del7HLeica) OFC280 CCO 7hvilebrt &gl #loj= @ 2EZM(Leitz Orthoplan) AV7.

I6: TA 717] TGA Q5000. 7N S+wly w71, N, #9171, 74 %5 10C min |, 8¢ 25 WA 300C.

TG-FTIR: B 57 FT-IR 34 WE 222 712 E= U= (Netzsch) S-1HA TG 209. vfo]|A2ZF o] gl odF
W =/, N, 297, 7b &% 10C min L W] 25-250C.

N

[

2ol ofe] =H=s shx] gfomA, of Fele A HdE LNT.2Ms0H A S vebde] Ay, 1
3 A7E AFol A9 e AAS ALFdN AT Ae BoFAtH (&2 917 sl 27] &uE o
&3te], d7E s,

LNT.2MsOHS] =894 e] Zdko] ofs), ulAa4gd LNI.2Ms0HE AxT 5 Ao, F7F Az Aol nla4d 2o
AG o= AAA s}

AcMT B! LMT. 2MsOHS] 214 = 729 gt

= 3

ﬂ—’

>

Oll

H
N
||| iv
Ne o S o oN
3HO CI [ n o n O |
MTC.3H,0 AcMT *—ISI—O _('55_0
LMTM

i NaHa.H,0, EtaN, MeCN, Ny, 65 °C, 1 h, ii; Ac;O, N, 95 °C, 2 h, iii; MSA, Hp0,” =521 , Ny, 85 °C, iv; EtOH.
10-o} A El-N, N, N'N'- 5] E 2} 1)) El - 1 OH- %] &= E] o} Z1-3, 7-T] o} Tl (AcMT) ] 772 &%

PN EYUEZH(MeCN) (300 )& ¥H&7] 1R H#7bste], -5 WA 0C2 YZAA AT, Mg Yy 280l
E )48l (NTC.30,0) (150 kg)& A7189a, €52 15 R 25CE Z7M A3 Y. EgdEoelul(Et,N) (100 1)
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[0757]

[0758]

[0759]

[0760]

S=50ol 10-1888713

2 MeCN AFN(20 1S &2 HA7F8IA . s|l=2kd 3R (NH, H,0) (12 1S 308 Az A7, ¥
EE Wz AA 60 WX 70CE F7HAZ &, o] LA 1AZF Bt FAIA1Z 3, 40 WA 50C= 7
Ak, 1Akl AA oA EAE F5E(Ac0)(240 1) 2 MeCN =M (20 DS A=z H7pedg. Wz 225
2A1ZF BoF 90 WA 100TCE 7Hg3ith. 2%& 55 WA 65CE #AAHL, I 255 FAsdA (340 1)
= Zholl A= H7Fskich. o]ojA, WA 225 2417k dA -5 WX 5CE ZAAaAl7]ar, o] AElZE 6A17F
AR, ZAE oA g 3T, AelAE s g &, E(400 1) Rlel H7bskglth. R1 Wl
9 S 16 YA 25CE 73 &, E& 4 A&l HE AolaE MAS Y. 22 = 317] Mol A
d2S A4 2EY o] 6A17F 5 AZRA A& 90 WA 110 kg) .

e

o
¢ b

il

rlo
iy
1ru

10-o}AE-N,N,N'N'~E| E 2} i €l - 10H- 5 2= E] o} {3, 7-L] S} I (AcMT) 9] th 72 g A

=(300 1) Riell H7bgh F-, 10-oFAIE-N, N, N'N'-El Eetel D103 1=F] o}x1-3, 7-T] o} R1 (AcMT) (100 kg) &
7hehgith. EFeI(400 1) H 80% 743 oFAIEAR40 1) R & FwA(50 D A2 HUeigith. WA 2R
AR ERE 75 WA 85T R VMR, WS FAATIAL, S8 30 ol AAAAY. sk A

3L, AR (300 1), 80% A obMEANU40 1) B w50 DS AdE AUt ERES
ERb 75 A 85Tl mutet &, wHv]E FAA7IAL T2 308 B AAARG. 5 FA T

aL, AR Z(300 1), 80% 474 oFHIEA40 1) B = FwFA(50 DS '}Efﬂi 47}0}035} =3e

Rb 75 WA 85°CelA JLJ‘& +,

iy

2 o
2 o
N
o > o
do o ot 3R oA N me

H
>
N

|
h
L o A H
of\i
o
S
Mo
offt
rO
o2l
R
>
S
)
38 2 o
Tk

)
e
0 op
iy
u
¥ 2
-
o
(e}
o
=]
—
9,
o
N
N
ofi
ol
i&
v
iy
u
@,
tilo
w
o
A
o by
T
T,
o
i
H
=
tilo

NN, N',N' -] Eg}u] g~ 100~ = E] o} 73, 7-r] o} v 57 H] (] EFZ 1] o] E) (LUT. 2MsOH) 2]t/ 2 &

ACMT(18 WA 22 kg)E Rl #H7lalgitt. EFAAZA (1) = 16XANM FH)S Hrlslgla, E£3&
90 WA 100CE 719&tt. €995 60 LM 80CE WzZAIZ1 & el-g}el(in-line) 5 pn ZEE
2(R2)ell SHAIAT. EFAG0 DS WH7] 1(73] ~70C o})°ﬂ A7ratgivt. ol & AR&ste] e Eel R 2
HE d5dqv. A7 T4E 13 9 &gl ojolA, skl /el o9& RREFH EFAS ﬂ]ﬂﬂ
< JNAEIITE. R2 B8 §HOoEA, 2 EF Y B AcMT( 7] 18 WA 22 kg)E 7] 7149 #
oA R2E HEatith. R2 Wl WX AFo] ~340 1= A w TRV 4EHAG. 2EE 15 IM 30
95 WA 105C= 77 %, 156 Wx] 25CE WYZA 3. (20 DS R2el H7bepsich. o] &, WX
15 WA 30CE FAeHA, WerEZAMSA)(33 1, 9%, 2.2 @S Hrlaladn. & HAl B2 B(10 |
A7Fslar, E3ES o] 2LolA 2AIZE F<t jﬂ*o}"ﬂﬂr =S 3 WA 4x7 FF 80 WA 90TE ik
Aot o] 8AE 48 X 58T E WAAZ &, B EtOH(75 1E 15 U1A] 30+ Z2A H7Fsi ). ﬂ*ib =
FAAZI5L, 150 g9 &(<100 ) N NN N'-BlEgte-104# =E o}x-3,7-t o] H| A (H g2
£ o]&3l =FES ’%1‘% stttk F WAl E5Fe] EtOH(300 1)E 80 WlA] 110 AA H7psisiar, =
T2 AdAstgion, 2571 25T e o, A2 25F 20C=2 AAASAT. 23& 156 WA 25TAA] 24]
5, LAE A &) FFAT. AolAE HA T g givt. MeCN(300 1)E R2el H7}at
154 & wkgk & FE AlolaE Asty] & FiA ARSIt 7 WAl 300 19 MeCNE R2e] H7}
staL, A8 TAE ‘ﬂ%’é}i’it} APES LZ2E 317] Ho|l Adx &485 <0.2%°] 2 w7t -4 dx

n:E
w8
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[0761]

[0762]
[0763]

[0764]

[0765]

[0766]

[0767]

[0768]

[0769]

[0770]

[0771]

[0772]
[0773]

[0774]

[0775]

SS=50dl 10-1888713

o 2: NNN' N'-E] E 2} e -10H-7)] = E] o} 7] -3, 7-t] o}r] 7 B] = (o Fra ¥ vjo]E) (LNT.2EsOH)2] §1§ B #4]

Peeots ,@@@

O
S S o)
O /—O
@7 i; HyO, MeOH, EsOH, IPA, olA&

LMT. 2EsOH2] g 3

10-FAE-N, NN, N -8 Egh vl &-10/-31 el o} x1-3, 7-T]ohwl ] Ab 7hgrdtafoll ola)l LNT.2EsOHe] @48 a8}
At AFEE AR dEkEEsbe|a, &) 2FS FA RSt

A g

100 ml 52 wig ZefaAo] 10-obAE-N NN, N -BlEgtW € -104-9) =Elo}x1-3, 7-to}(5 g, 15.27 mmol,

MW 327.45 g/mol), (70%, aq) oN&r&ZAH(7.21 g, 45.81 mmol, MW 110.13 g/mol) = ™ eF2(25 ml)S H7}sl
. E3ES 75CE 7Fdstar, o] 2ZoA 4A] EF wRksk & E3ES W4 Aol WA AT, A7)

PAAEA gk, HWEES F slol AAS ], A ZA 2dS FEIGITE. o] LYo o]ATZIE(25 m
DS #A7beiar, £3ES 7HE gRete], #dgh &do] A3 HEE g, I WAE o ES AEE
P AZEA A7beldth. dES 1Akl AA W Aol WA $, onste], 2Ho AAES I 1
Az AFgstRar, ol F7lo =F Al HAoz WY, ZHES oA EGBXS n)oz2 AARsta, 39
B0t F7) AxAA, 229 AAAME(3.35 g, 43%, MV 505.68 g/mol)S W& mAlo] A RA AFsAT

V max (KBr)/cmil: 3448 (NH), 3263 (=CH), 3030 (=CH), 2987 (CH), 2938 (CH), 2582 (SG.H), 2452 (SO, 1487
(C-0), 1211 (0=5=0), 1188 (0=5=0), 1145 (0=5=0), 1026.

§ (400 MHz; D,O): 1.07 (6H, t, J 7.6, CH), 2.72 (4H, q, J 7.6, SCH), 3.02 (12H, s, N CH), 6.54 (2H,
d, J9.2, Arf), 7.02 (4H, brd s, ArH);

§¢(100 MHz; D,0): 142.3 (QC), 136.6 (QC), 119.9 (1), 118.4 (QC), 118.2 ((H), 115.2 ((H), 46.2 (NCH3),
45.3 (SO,), 8.3 ().

MP: 208 WA 210°C (IPA/o}AE)
m/z (BI+): A2Fx A2k 285.129970; 2] 285.129761 (100%, [M-2EsOH]).

m/z (ES-): ZAAbx A2k 109; T2 109 (100%, [M-LMT] ).

'~

299

LMT.2EsOHS] 1 g AlREE oA EAN~0.1 g)oll &3A7)aL, oM ELE S Adttel A&ste] ddelol A 3dd 2
2 HH-3] EAEEE ST A4S WA A, oE FHsta, XA 3" BA5tY, AHES HadEEx
Yol E)ZA Belslodt). & 17a8 F=x3c).

g 3: N.NN'.N'-E|E 2t E-10H-5) = E] o} ZI-3, 7-T]o}n] & H] 2 (p-E-Z 2 o] E) (LMT. 2Ts0H)2] 314 &

=]
- /(j‘]
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[0776]
[0777]

[0778]

[0779]

[0780]

[0781]

[0782]

[0783]

[0784]

[0785]

[0786]

[0787]

[0788]
[0789]

[0790]

[0791]

S=50ol 10-1888713

i i
N @A N
OO, — - w0
RN Yo~ 50 o
) © )
c Q

a4 i HO, NaaCOs, THF, Et,0, p-TsOH

LMT. 2TsOHS] 3% W

N NN, N -BEZHE-104-9 =] o} -3,7-T] o} T|EZeo| =g BAYEFOR F3sta, T4 TS #77I
Sl Foll FEFOoZAM, INT.2Ts0HY] FA3E S8, FE2dE& pEFeENo= AYsta, £gES =&

% AxA 7.

50 ml B]o]A EMMIEE(0.59 g, 5.58 mmol, MW 105.99 g/mol) @ E(10 ml)E H7}slgda, 1A & A7+
A EFES wukalith. 100 ml =¥ Ziriel NN NN -H EgE-104-3 €] o} -3, 7-t]o}u]F vl F 2 e}o]
=(1 g, 2.79 mmol, MW 358.33 g/mol), HIE&}3s 1Ei—%a¥(35 nl) 2 deldd =G n)E FA73E 3, kg
AE M"Y, A4 ?% 7] & S R FEFta, F4 FoEFE BEst. §71 =
st d435(1.06 g, 5.58 mmol, MW 190.20 g/mol)& H7}etar, EHIEZS|=ZF(5 ml)d
o] gaARoH | EFAES FF AxAA, AHEON 629.8216 g/mol)S HRAIA T E A4 HAAA EowA

V max (KBr)/cmil: 3440 (N@), 3270 (=CH), 3032 (=CH), 2628 (SG:H), 1484 (C-0), 1194 (0=5=0), 1122
(0=5=0), 1032.

&n(400 MHz; DO); 2.24 (6H, s, CH), 3.09 (12H, s, NCH;), 6.62 (2H, d, J 8.4, ArH), 7.10 (4H, s, ArH),
7.13 (4H, d, J 8.4, Ts-H), 7.61 (4H, d, J 8.4, Ts-H)

§¢(100 MHz; DO); 19.9 ((Hy), 45.9 (NH), 115.0 ((H), 118.2 (M), 118.6 (QO), 119.9 (M), 125.5 (AD),
128.5 (M), 137.0 (Q0), 140.5 (Q0), 141.9 (Q0), 142.8 (Q0).

Mp: 108°C (THF/Et;0)

m/z (B14): A= Aok 285.120970; #H22] 285.129398 (100%, [M-2TsOH]").

m/z (ES-): A% A=k 171.0116; #2=X] 171.0121 (100%, [M-LMT]).

4 4: N.NN'.N'-E| E} o E-10H-5] = E]o}21-3, 7-C]o}r]i7 oj Bt L] == o] E (LYT.EDSA) ] 34 & F4

H
N FA N
OO O T
N s N~ “N® s SN~
[ | | % O\\ ’o@ |
:s/\/s\\
0~ \\O

27 i ; HyO, EtOH, EDSA
10-oFAE-N, N, N, N'-Bl Eg}e| & -104-3] ;= E] o} 01-3, 7-T] o}l o] AF 7p<=E-gflo] o]&f LMT.EDSAS A4S 33k
o} AREE AR 1 2-ogr)EEMeIdar, S 2 e A o

e

=

25 ml < ¥ Zgt2a0] 10-oAE-N, NN’ N -E| Etu E-10/-3 =E] o} 2 -3, 7-t] o} (1 g, 3 05 mmol, MW
327.45 g/mol ), 1,2-9ett) &= EAF d435(0.95 g, 4.58 mmol, MW 208.21 g/mol), =(1 ml) 2 o&-2(5 ml)
S Arteksith. E3ES TR 7hEstal, o] 2:molA 2543k ek witstglon, o] o %‘r@“ =4 SLA 7}
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[0792]

[0793]

[0794]

[0795]

[0796]

[0797]

[0798]

[0799]
[0800]

[0801]

[0802]

[0803]
[0804]

[0805]

[0806]

[0807]

SNo g RY MEHU. &I E 308 ZAH W5 Ao WAAZ T, oqste], 2H] AAES A 1
A2A AFsAet. ZEES &2 (3%3 ml)E AASII, 158 ]
QB AxAA, 4] WAAHE(1.33 g, 91%, MV 475.61 g/mol)S 3

LMT.EDSAS] =]

50 ml 2Hzb Zgk~zo)] %2 IMT.EDSA(L g, 2.10 mmol, MW 475.61 g/mol) ¥ E(10 ml)E H7letgth. <99
S 95C=E 7Mgsta, 1A &3 A7kA] 7] XA wbgksigint, ojojA, §dS 25TC=E WZFAIA AL, o] o
gre =l A4gd A7 AHAY. olojA, EHElE 30 B WS AelA WA &, AFegiy. 5
e aAE WEE(Bx3 m)E AASA, 18X <t dERAIA, AAE AAHE(0.88 g, 88%, MV 475.61
g/mol)S AAZ ke Aol uARA AT,

V max (KBr)/cm ; 3408 (N, 3280 (=CH), 3221 (C-H), 3036 (=CH), 2574 (SO\H), 2480 (SOH), 1484 (C-0),
1226 (0=5=0)

§4(400 MHz; D;0); 2.98 (12H, s, NCHy), 3.06 (4H,s, SCH), 6.45 (2H, d, J 6, ArH), 6.95 (4H, d J 4,
ArH)

§c(100 MHz; D,0); 46.2 (N(H;), 46.4 (S(H,), 115.1 ((H), 118.1 ((H), 118.4 (QC), 119.8 ((H), 136.5
Q0), 142.1 (QO)

MP: 268C (H0)ell A E-3)

m/z (EI+): AAFA] 285.129970; #2=] 285.130948 (100%, [M—EDSA]+).

m/z (ES-): A4b=] 188.9528; ¥2=] 188.9535 (100%, [M-LMT] ).

293
LNT.EDSAS] 40 mg f\l?f—i— a2 FastE(-1 nhdl a7, o AEdlM dAds] WAz, daE 4
& sk, XA A EAste], AdEE 11 LNT of EDSA FUhEel deeskERAM Alweisit. = 17bE 3
B

e 5. NNN'.N'-H E 2o El-10H-F = E] o} {1 -3, 7-r] o} m] 5 1} ZEFgl o] a3z o] E (LMT.NDSA) 9] 3 3 4]

|@(I)

=3 O o@
@7 it Hy0, E1OH, NDSA O §=0

(e]

o

LMT.NDSAS] gy dFd]
10-oFAE~ NN, N, N'-H EZFH E-104-3 = E]o}71-3,7-t]o}ql o] 4t 7pg=italo] 2]& LMT.NDSAC] 38 433}
Ak, AbgE Ae 1, 5-yzeEdgEEsteldar, &) 23 A o 2ol

49 44

25 ml T uigt ZgaFd) 1 —owﬁl—/v/v/v' N'-H E&td €e-104-5 =)o} 71-3,7-t]o}7l(1 g, 3.05 mmol, MW
327.45 g/mol), 1,5-vpZedt)s HEZ53E(1.65 g, 4.58 mmol, MW 360.36 g/mol), E(1 ml) 2 oEk
=

(5 m)E HA7rege. EFES 85°Ci 7tdEtar, o] XA 308 Eob Ay Lo mukslgan, o] u
E3ES o8] B8, a1 E£3E =2 nD)E HUFSI A, BEEE 9B5CE 7FEsiH, o] 2&oA 8
AR Eeh witelgin. AgHE 107 Sk W Aol EAs & ot 22 AAES B 54 1
24 AT, 2dES 371 AxAA, 2489 AHE(.T5 g,

OﬂEJ%(SXS ml)i Hlxqz‘s}i, 3d et
s
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[0808]

[0809]

[0810]

[0811]

[0812]

[0813]
[0814]

[0815]

[0816]

[0817]

[0818]

[0819]

[0820]

[0821]
[0822]
[0823]
[0824]

[0825]

[0826]

[0827]

[0828]

S=50dl 10-1888713

V max (KBr)/cm_l; 3382 (M@, 3302 (=CH), 3040 (=CH), 2525 (SGsH), 1478 (C-0), 1238 (0=5=0), 1219
(0=S=0), 1179, 1158, 1030.

&§n(400 MHz; D.0); 3.06 (12H, s, NCH;), 6.70 (2H, brd, ArH), 7.14 (4H, brd, ArH), 7.43 (2H, t, J 8.0,
7.6, Naph-#), 7.94 (2H, d, J 7.2, Naph-H), 8.87 (2H, d, J 78.4, Naph-H), 9.10 (1H, s, NH)

§¢(100 MHz; D.0); 46.0 (NCH;), 115.3 ((H), 117.5 (QO), 118.7 ((H), 120.4 (M), 124.6 ((H), 124.7 ((D),
129.6 (A, 129.9 (Q0), 138.3 (Q0), 141.7 (Q0), 143.8 (QO).

MP; 256°C (MeCN)oll A H-&j
m/z (BI4): A2 A2 285.129970; $2=] 285.130367 (100%, [M-NDSA]').

m/z (ES-): AZFx] Ak 286.9684; F2=] 286.9697 (100%, [M-LMT] ).

A 2 - §HE AT

i) NNN'.N'-E|Ec}re-100-2] =] o} -3, 7-r]e}r] v HZrje] =,  rjgzele]= B b2 (r]Ezy]o]
E)(LNT.2HBr, LMT.2HCI % LMT.2MsOH) 9] & 3%

HCI(5 M)& &o]&gol Fosle] Hrtaozm, 2712 F8M(21.4CoA pH 2.00 2 3.01)2 A Z3 ).

7t AFeA, 5 ml wHFS] A7) §9E T shE 7CE JHEEsith. A 2@ Add AN 2Ms0H,
LNT.2HCl HEi= INT.2[Br)& #71elgla, @8-S £8 5o agtale], nA7h ¢As] Sals s . 37}
o &al7h dofubA] s w7A ] @A skl

As7b 7] Foll sk Qe

AL

I 14
4 pH (21.4°C) g/5 ml* (377C)
LMT. 2HBr 3.01 4.726-5.236
LMT . 2HBr 2.00 4.822-5.096
LMT. 2HC] 3.01 4.978-6.029
LMT. 2HC1 2.00 4.404-4.961
LMT. 2MsOH 2.00 8.825-9.943

S 9lel SRR E 94 Sah B3R F FFl FSAh FBAE Lt 2] Aol Ak F FFol

.
BoIX & kel o], LNT.2MsOHE F&dt 4 &3l=E 7hxith.
11) LMT.2MsOH 9] pH °]=74

AE0NA, sl el 37HA] &5 A5 Axsltk(pl 2, pl 3, 2 pH 7):

(0.2 M) F3ZFEKCI) |A(50 mle] Hol24 F2] 0.745 )= Z7]d AZxdATE. o] Qo 2RE 50 nLE
Fetolar, tEF 80 mlo] ol A}, ojoM, (0.2 M) C’“P(HCI) &o& Abgste] pll 22 A
3,200 nLE FAIEE gol2F2 71 A48tk 21.6TA 2.009] HF pHE 7] =83},

pll 3 #F 782

(0.1 M) T2 zbg £94(100 mlo o] 9 2.042 g)& Z7]o] AZsAt. o] &Y 2RE, 100 mL
stk o]ojA], 0.2 M HCl &4& AM&3he] pliE 3
200 mLE TASES Dolegr F7t 3|AEIGITh. 21.7T A 2.999] HF pHE 7] FakSict
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[0829]

[0830]

[0831]

[0832]

[0833]

[0834]

[0835]

[0836]

[0837]

[0838]
[0839]

[0840]

[0841]

[0842]

[0843]

[0844]

[0845]

S=50ol 10-1888713

(0.1 M) L9714 A2F(KHPO,) 824(100 mle] Dol T2 1.370 g)& 27| A=, o] &om
KB, 100 mLE FHsta, di=f 80 mlY "ol2F=2 3|kt o]ojA, 0.5 M FASIUHEFNaOH) &9 ALE
sle] pHE 72 FAT F, 200 nbE A ES Hol2yw F7b AT, 22TA 7.078 HE piE 7F
sHA ).

)
5ol $AWE 43 FENE vholam-Fel(nicro-flea)F I wholdol A ST, of wholalg 25TR
ARE Szo] T Soo] 1A 1.5 ¢ el LIL2Us00S HAST. 2 17k ¥, 108wk Aoz,
Ao go) A7 S5 B TEEe #ANS o BENAG. W A Fol, A7 2Ak] <l

EH 7 T \__
Bg A, AT o8 EAS: A9, e =gd Aow wudgl,

AR E T2 drs o) uAe HPd Gy %7}%—%}741 shgiaL, old wel AH3e L=
48k 5 Q. FEHew, A7 Axte X 7}El LMT.2MsOHe] & o] 313z =
314 Zo H7E LMT.2MsOHe] & A o) 6@?1% A&sls HEA Hag).

72ke] 3714 AR SR A3} olstel s} g}

K

ot

o

)

é

i)

E N
el i

H* 15
pH 8-l = (g/mL)
2.00 1.600 = 1.773
2.99 1.981 - 2.092
7.07 2.033 - 2.114

2 5 gl ke Zol, §Elm pH Al met oz AbE Fasiglont, LIT.2Ms0HE Zh2he]) 37b4 4 A
oA g FAA A

THHOE, LNM.2UO0IE MICHT F353h 4 &ams 7Ha(meA]), dgshs F2eto|s 3 Haufo|=
ol visl FA9 =S ATk o) wdel JAE A2 % Agel td F7hE f-84e A

w: A A B d 4

A7 BAAL, A ZZEE(POPRSVI) Q] Alo] stell A7 <17t g9 @A (htaud0) FA EFE Fds &
74 ZERE(pcDNA3.1)O] Ao} el whe FFEe] M EF-(295-390, dGA)E LEES 22 316 vh-
2 Al3Eo] 713}, thEFe] htaud0o] ©HES IPTG(10 WA 50 pM)e] H7bel 98] f2Fa, ole tA 3o
2 83k dGA B9 EA st AA-ERe] S 2 AHEUF dojue A s Fobd A2l B9 AA
S zg3it. GAd gigk B SF JAAe] AL o] IS Ash. whHol WO 02/05572000 oS
A8 ve k.

AI= 12 kD @A) HA 9] 50% Aol v FEEA BAIETE. ol ECyp #toE ATt

MEMA D ol9] EE)E 10-cm YF A ~80% AZFAAZE A F, 2719 25-9 ZHolER £a3}al,

=]

24713t Ft ARAIZRAT ’\11—_1 FES AT TR HURskaL, 2447 5, IPIGE H7Fgo. shsk &)t <l5tHl
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[0846]

[0847]

[0848]

[0849]

[0850]

[0851]

[0852]

[0853]

[0854]

SS=50dl 10-1888713

gt 3 o E AASH, 4& PBSE AMAsEa, e (Laemmli) $kF Mol 7l o3 AEE ST

A71gs, =6 52" 2 A ZAE A8, ARE -20TColA A48Tt A EE SDS PAGEC ©)
ki, PVDF wro= HgsiH, 7/51 A2 BXH & I oJn|A ZH o] (Kodak Image Station)ollA]
ECLol o3l H&=3tdvh. std=S, BE AREo 3] A A =T ¢4 ¥ s=5d 2 e 4
ol AlEsTE. oF=o] flY tia Aol s ArstE, dGA o htaud0 M=) AE HIE o=
FEo disl] ZEHEAIL, ECyp #bS HI7F 0.52 HojA = sE2HE aggos AA4sglt.

wdo] ulE of#fle] E 160 QoFEo] drk. MIC(TRx0014.047)E RE AIASA a2 $38+9aL, ECsy
WS ECso = 0.59 uMS& 7FA& NICZ 7g+f3}sh3itt.

¥ 16

EGy 595 913 7% Ao a9

A3 28

147 AEE 24-9 ZYo|E HjE3It),

294 AES AT T2 HUhsh,

394 %2 9% IPIGE FH7I3it).

447 of o el 5ol ?Oﬂ SR8k F7F A Aol -20CoAlA A3,

g o A2 E SDS ﬁio]x A Ao Zala, PVF Zo = ®Huo], 7/51 3-el-$- A= %
Aoy, EE S = (Kodak) 1D AXEQJolE o]g3to] FFesta, dHolHE 13
23lE 98] Al EHE(Systat) E8 Ayx 2 B,

WY AE FY 7%

og,

M E(3T6 P92 AdFolAE)E 10-cm ol ~80% Z’i‘é—aﬁ‘fﬂ/\]i QAT F, 96-9 ZHOER R},
96-4 ZolE T 10-cm Y2 10%E € T 50 p s —% H A2 TG (AN A Ak
337 ). AEE Y 5 AHAZ F, FES VA (AP H o R NIC B LMT.2HBro] disiA s
200 plDelA 47 Aol Hrpelar, $4 deA= d#o 1:2 A& A}%ﬂﬂﬂ, of W Mxe] HF 47 W&
oFEo] QlE UlRToR AMg3tth. HEE 48417 Bt oFE9] EA] shol WX F, wiAE AAsIAL, AEXE
PBSZ AlAstsict. gElolE g43tai(lDl) A 7| x3e= /\]-O]EE—Ti(Cytotox) %649 F|E(ZEY7}

(Promega)) & ol &3t AXFE AAsISth. A7) HAoZ Ax 238 A dlgse e Alxd a2 L

s HAEgHom FHdth. dd LHE HEDERE 99 A ranpd AER9 A Y8t a4 HH
o2 FA%, FAE Mo ¥ HajwE HESo] B g,

7HeFs], AIEE 45 WA 60 B 50 pl1/Q 1x AEE3] F o AxgS F, 30% 5 50 nl/<L LDH

A Aok g AEGssta, 50 pl/g A S4FHE ol gt WS TAAUY. FHEE 490 nmmoll A =

ol wiA e A(uAE ME=1.0) grY FFEE IE S5 d& SZEEAY. FHE7F 50% HAad v =

ERE LDyE 2eFo g ARSIt MIC(TRx0014.047)2 LMT.2HBr& A 33 RE A3 So|A hxroow F

8493, LDy = 65 uM2 3}] LDy 3t MICE ®A3T).

47}

Ay g 7+F HlA(EXU0E) AE5S Ak, #lx(Fgeol=) A NNN N -HESHE-1049) = E
o}x1-3,7-tolux T|ZFRalo]=(ILMIC, LMT.2HC1) = NN N' N'-H EgWg-104# x=E|o}x-3,7-t]o}n] 5 T
HZn } ]=) LMT.2HBr, 2 WEE e yF FZelo]=(NTC)F} B3}ttt

dold MEEl e vy 4 sl A/ FH Y diolE 7t vkE ofefol & 170 ko] ik

~

¥ 17
A7y blojE o] 2 °F,
3E LDso( uM) ECso( nM) THx Bso( u M)
MTC 65%5 0.59+0.04 110 195.6+16.1(n=10)
LMT. 2HBr 61+4(n=20) 0.66+0.15(n=8) 92 472.4427.6(n=3)
LMT. 2MsOH 34+4(n=8) 0.19+40.04(n=8) 179 238.2+74.2(n=3)

_65_



[0855]

[0856]

[0857]

[0858]

[0859]

[0860]

[0861]

[0862]

[0863]

[0864]

[0865]

S=50dl 10-1888713

LMT. 21CI 64 £+8(n=10) 0.63+0.10(n=7) 102 360.8+38.2(n=3)
LMT. 2TsOH 87+£10(n=8) 0.6240.34(n=2) 140 296.0437.9(n=3)
LMT . NDSA 77£15(n=8) 0.71+0.34(n=4) 108 333.7+63.2(n=2)
LMT . EDSA 78+6(n=8) 0.6840.32(n=4) 115 399.9417.6(n=2)
LMT. 2EsOH 52+3(n=8) 0.52%0.13(n=3) 100 297.0+75.1(n=3)
MSA* - NE(20) - >500
EDSA* NE(20) - >500
THx, A& /T(THX = LDs/ECs)
WS B+ SEE EAE. NE = REH FH(H AF )
A = el EN EDSA = o ErjE L)

H] Z

LMT.2MsOH 2 LMT.2HC1ol o3t EC50 #(H£SE)2 Z}7] 0.194£0.04 pM 2 0.63+£0.10 pMolaL, 7453}
2 AFE 179 2 1020]t}.

rr

EF9-ELS- 79 ME-71A mdo e g=e] Al 2w LMT.2MsOHSMIC, LMT.2HBr, LMT.2HClo|th. X|&
2|4 MICS} W sate] LMT.2MsOHell thal 63% v =),

AZ-714 ARl 7% 524 NIC, LMT.2MsOH>LMT. 2HCI>LMT. 2HBr o] . LMT.2MsOH % LMT.2HC1ol &k B50
e A7) 238.2474.2 pM 2 360.8+38.2 plolth. FAE HAA ] Aol el #AE LNT. 2MsOH>NIC,
LMT.2HCL, LMT.2HBr o]t}

Al 4 - =4, Bes B 2FA 0 ok G

LMT.2HBr, LMT.2HCI, LMT.2MsOH F+= MICE 14¥ St wid I3 $1x=El(Wistar) EC T3, 52
A1 WA ALY A= 95 mg MT/kg/ L, A11Y ] 2 A A

A4l = 60 mg MT/kg/Loldv. doAA
A, AdE A 2 daby yokge] A FAE EE AT EA et AHgl-we Apgol
LMT.2HBr— % MTC-A ol A oyttt

g AT wAFe s A4 8L e RE Auwse] @0 W 24 et oot 7
d A8 AES, e dnzEn $E 9 99 ) 3 YT 5, % 25 A4 AZ ATA S
7 EFHAUE. ol Mg W FhE AAFYY FEo ola) 2HgHon FEHUAG

TEE e ARG

T 9] Fegzl
1

LT AE e g fgas BEE AY eE€s9 FoelM dEked, o &

LNT.2HBr-A 2] elAl 423l o Zvh. o Aol meh LNT.2HBr-A %

a7k, MICRe] F7F #h4, 9 LMT.2HCI = LMT.2MsOH ol Aol #ha BAl7h e

dM AEHE BT #aFe] AARdAME FEHAT. o] AT Ak, #Hof
=

s
-
b= AS AAET. A s 557 2 3

)
offt
i
9

LMT.2HCl, LMT.2MsOH HE& NICHt 355 1z 7ol =
Fo) S AEolA LNT. 2HBr o) 6711%7&4 AolN T S5 ng W/ke/D) o2 BSol A ek
L2 ol BRE UaE BFF EE 55T HATE WSl hl, BRE A Bl o 2 9

o W WZo], 1 AxpH odtol
wEbA, LMT.2MsOHe 54 ¥kg %
LMT.2HBrof| H]s] e A& e,

Eo ol

Z 18
sie 57 27 327 g% B A
3 & Yx+ 15.50% 0/8 0/8
LMT . 2HBr 3.00% * 8/8 2/8
LMT. 2HCI 19.90% 2/8 0/8
LMT. 2MsOH 18.30% 1/8 0/8




[0866]

[0867]

[0868]

[0869]

[0870]

[0871]

[0872]

[0873]

[0874]

[0875]

[0876]

[0877]

[0878]

S=50ol 10-1888713

* gz oiv] P < 0.001

LMT.2HCl % LMT.2MsOH7} 7371 A ellA A3, 2714 9 FejolA] dde 2559 o] k. LNT.2HCL
of tial], Astlde] EAE A Tl AEsh, AH AAG 7] e Aoz APE e XIS o]
o} gxH oz oY 2 we wekszy o] E(RMS, MMS)Q} 2o BLEO [NLOMSOH E4 FAddAe] IR o
o o g AojE £ ddrt.

AE, Aol B vy 2dA dE A5 FHsl

WEFRFZR FZo] BFyE FHA 2FS HEJAE 15 mg M/kg/LMIC 2 LMT.2HBr) %+ 30 mg MI/kg/<d
(LMT.2MsOH) ol 1az, F&FolMd+= 5.3 mg MT/kg/DolRA o™ (NTC), vy A= 10 mg MT/kg/ < (LMT.2MsOH
2 LMT.2HBr) o] A T}.

ujys] o A2l 971 LNT.2MsOH Aol A A3 28U3te] £ 5 3 mg MI/kg/ Lol e WEIAZZFZN d59
¥A7F §ltt.

Iy, GArE = we; o], MIC, LMT.2HBr HEi= LMT.2MsOHO| &% s=5o] Z7lste] w}, &7lsts wEs|®
228 F£3, 9 402 E Ao §lE S0 stdz(Heinz) A(HE HE o) vy, A5d 3=

el $H8) G40l ool dFEe v, RECRe] Sy AEdze] WAV §F B g0 tehuth

215 mg/kgol A9]) LMT.2HBr, LMT.2HCI 2 LMT.2MsOHS] FoF & AHA|A NI H&
Al g},

4 9lE= npe} o], LNMT.2MsOHO] tdt (1A17FH9] Tl A1 9]) Co= LMT.2HC1 T LMT.2HBroll thdh CpukTh
23 o Zoh. wpebA], LMT.2MsOHE LMT.2HCI HX= LMT.2HBr2ch MT29] o2 3949 =S AFs 4 3l

Hoo
1o
=)
El o
il v
H

Lo i
i)
[
i)
o
o)

i3
I\

)
o}
A6l 6 - 9 AT QT

AT-(NTC H+= INT.2HBr& o] &3 28 #fE): ¥ T==25Hel 9 f Adud dwndad Bz 248 9
Al Zb

=

¥ 19
Fe. dEE, 2 9 ugelne Ae wiue] SAg 9 A4E: A% A
=7 o
[ o [3u [am [5u [om [7u [1F [2F [3F [4F [5F [eF [77
MTC LT, 2HBr MTC LT, 2HBr
27 9 WAR szmg/ke/2) o [5 30905 [30 90 o [5 [30]90[5 [30 |90
ZA} 315 5 o oI5 Jo o515 oo 5 lolo]s
H(BA)
BL: 1 - - e - -
- 1 E - 1
- - B 1 1
A=A AZ HE |1 - 1 _ _ _
Foon = wAE B 1= HA 2= 40, 3=RE 4= RE AL A7} 5= A7}

oo RE, # & 1022 s oalrt dl5® 4 Sk,
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SS=50ol 10-1888713

B AzxdE W E 344.57 302.35 290.14 392.92 425.71
IR0 | B! AZZ 2 (o] 4] 50.00 75.00 95.00 125.00 150.00
(Avicel) PH102 %3+ PH112)
ARA¥HECIRE Z28]dT]|15.00 15.00 15.00 15.00 15.00
285)
2 Eo} 2 v & 6.00 6.00 6.00 6.00 6.00
F AA Fo] FF 500.00 525.00 575.00 750.00 850.00
[0887] LNTM, 5% Axd WY E, vAZE2Add AE22, A223HE 9 2HolE2ihladlgs H5% Sy )
el &, AAS 7AE ol &3l dFTE
[0888] olojA, AA FAE ov=glx EFG+AH HHe AF 3y E) g Ao §EFE4HR) &4 degdo

[0889] A 2: AN ZYHs(FE] 9E)E o] &8k LU FAo] A=
[0890] 7] 24 A= AAE A4 BHet W o9& Azt
Z 23
[0891] AA 7= (LNT mg/AA)
50 |75 100 [125 1150
AR (mg/ A A
LMTM 84.43 126.65 168.86 211.08 253.29
EE AzxE s 344.57 302.35 290.14 392.92 425.71
vl &A= A2 72 2~ (o}u] Al 50.00 75.00 95.00 125.00 150.00
PH102 %+ PH112)
ARA¥HECIRE  Z88]d3][15.00 15.00 15.00 15.00 15.00
=4E)
2glot 24T ¢ 6.00 6.00 6.00 6.00 6.00
F AA Fo] FTF 500.00 525.00 575.00 750.00 850.00
[0892] LNTM, 5 1zd 9UE, AZAEd AERs, J22¥HE 2 *Eﬂow*}u}mﬂﬁ% HEy Sl i
etk olojA, HMaE EY 4FVIE ol&std 2 Hyset st ~348 o] &3 MF AHr|E
ATk, o] Bge, 2Hol= *U}lﬂhﬂ As 29 4F %1011 ARSI, 2Eol2 kvl e] dvE
2 T4 AAE ZANA Y hF del st D oefstel] F45kith
[0893] olojA, AA FAE ov=glx EFGAH HHe AF Ay E ug Ao §E4H) &4 degdoe
2 495 #3493t
[0894] A 3 A G (Le]H)E o] 53 LMY FAo] A F
[0895] 7] ZALS A= AAS 27 14 Iy3F il o&] Az}
F M4
[0896] AR 7= (LMT mg/AA)
50 |75 [ 100 [125 [ 150
e (mg/ A
LMTM 84.43 126.65 168.86 211.08 253.29
B2 AxdE UE 344 .57 302.35 290.14 392.92 425.71
ulﬂl@?ﬁ@ A 2 72 2~ (o}u] 4| 50.00 75.00 95.00 125.00 150.00
PH102 %+ PH112)
ARA¥HECIRE Z8H]d3][15.00 15.00 15.00 15.00 15.00
E£4E)
2H ol 24 & 6.00 6.00 6.00 6.00 6.00
F AA Fo] FF 500.00 525.00 575.00 750.00 850.00
[0897] INTM 2 BZAE 5" EdgoA wigst & dFste], A 7AE ol gste] S8l (7123 HEg |



[0898]

[0899]

[0900]

[0901]

[0902]

[0903]

[0904]

[0905]

[0906]

[0907]

[0908]

[0909]

[0910]

SS=50dl 10-1888713

o AANE ARANAY.

olojA, &£HI1E 20 WF] =3 o] FAE M5 FHIZ E4EIT.

of dolA], sElolzanladlge] Awe £e7 Aol SR, sulolzAnlavlge] thE Awke B4
A AANA G5 Aol Y3 L wgel FAss.
oo, AA ;elE ostmes R Weel BE ;W B U delzel FHRW 4 Ao

A A 4: FHA ] 52 s BN FFEH L] = ¢lo] o] FF LU H A ] A=

37 24 AAE AAE 54 Bs el o8 Azstsk

3 25
AA A= (IMT mg/ZdAD
50 |75 100 [125 [ 150

gt (mg/ 73 A)

LMTM 84.43 126.65 168.86 211.08 253.29

T = 334.57 292.35 280.14 380.92 413.71

vl A A7 AE 2 2 (o] Al 50,00 75.00 95.00 125.00 150.00

PH102)

ARAFHECIRE Z28]9d]|15.00 15.00 15.00 15.00 15.00

£9=)

Zen|da s8] 10.00 10.00 10.00 12.00 12.00

oy L A el e AE e 6.00 6.00 6.00 6.00 6.00

= AA FZo F 500.00 525.00 575.00 750.00 850.00
T E, A22¥H)E(HAY 1/3) 2 mAd4dd AE22E gEs SaddA] wlgsidt. olojA, 53 &
A5 E T PP 98 ol&3le I, 53 FoHUE F5F dRIINAM AFRAN F, AP 23
o] e HE FgriE2 A5

A AR AAL AANAY GF Aol i ARFHE Y seobEint g, o

1

= =
*

. oloA, AAl molE esteel BR(AR WY BE =Y Bhd U@ Adze F54

1}

AA 5 LMY o] A=

* 26
W 7%= (LMT mg/78<5)
50 |75 [ 100 125 150 200
A& mg/ &
LMTM 84.43 126.65 168.86 211.08 253.29 337.72
B Axd i E 191.07 148.85 116.64 79.42 42.21 37.78
iiiﬂl%(ﬂﬂ% Z2]4](3.00 3.00 3.00 3.00 3.00 3.00
da g8 =)
ZHotEAm 1| %5 1.50 1.50 1.50 1.50 1.50 1.50
T e T % 280.00 280.00 290.00 295.00 300.00 380.00

INTM 2 FEAE 959 SdgolA agsisitt. AdEE GE wMFES AEe Td 7IAE ol&std &
ZAs G =7 1 784 WE 50, 75, 100, 125 2 150 mg AE, L =7] 0 L WE 200 mg AF). Age
M 2 HPMC E &

ZAA 6: LT 75 mg HE FE A2 &3t o4y Al
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10-1888713

X 27
[0911] 3k Nk A $A
g 25°C/60%RH 40°C /75%RH
% LMT S8 9712490 102.2 102.2
Zabes| 1 101.5 94.8
3 100.0 94.2
6 96.4 P x| %] ke
9 95.6 P A A S
12 96.0 PPA A S
[0912] ZAS 7: LT 100 mg HE 5 A2 A]&st o=y 2
Z 28
[0913] 3k Nk A $ A
g 25°C/60%RH 40°C /75%RH
% LMT 32 971249 [0 101.0 101.0
A4 1 96.7 93.7
3 95.9 92.8
6 96.0 94.2
9 97.1 P A A S
12 96.8 A4 B
[0914] ZA S 8: LMIM 75 mg HE FE A2 &3t o4y A
Z 29
[0915] 3k Nk A $A
(@dlE=0) 25°C/60%RH 40°C /75%RH
% FA MT 0 2.16 2.06
1 2.05 3.79
3 2.19 4.51
6 2.83 5.71
9 3.53 g7 ek
12 3.28 P A A S
[0916] Al 9: LMTY 100 mg 5 Y YA =2 A3t obgy d7
Z 30
[0917] A8 A1 A B
1) 25°C/60%RH 40°C/75%RH
FA NT % 0 2.07 2.07
1 1.78 3.27
3 1.81 4.92
6 2.51 5.07
9 2.72
12 2.88
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[0918]

[0919]

[0920]

[0921]

[0922]

A 10:

271 A9

).

Az

o

=

SS53d 10-1888713
LMIB 100 mg HE =5 FA
¥# 31

=2 mg/ 73 Al mg/ 73 A %

(LMT 2A) (LMTMZA) (Fofvh)
G 7]
LMIB(# %] 15 0802100070)  [100.00 163.03 32.61
= Az Ty E (3 4Y8E|329.00 265.97 53.19
(Pearlitol) 200 SD)
AR AEZ A 50.00 50.00 10.00
J2A¥HE 15.00 15.00 3.00
2got 24 6.00 6.00 1.20
= A 399 500.00 500.00 100.00
g5 74
Zonld 4=e& (7FE3)|8.80 8.80
)
A 4.00 4.00
o] itslE] EE 3.10 3.10
vl 3 2 (Macrogol) PEG 3350 [2.47 2.47
gA g (5 0.70 0.70
Abstd A= 0.47 0.47
olt] ¢ Ft=wl <FmE #Ho]|0.45 0.45
El
= dF 349 AA 520.00 520.00
A Z2} 2} (Piramal),

Gt w2 2]
A o] WA HS A02581
Az A=} 20099 109 15¢
M= BAE A7) Z1AE vk 2SR A Aol o Az F, 2F IZYEATHAA A 1

Ao 11: LUTY 75 mg E5 25 A

* 32
=z mg/ A (o] EA) mg/AA (HAA) |% (FZo7H)
gA o]
LMIM( 3R =] WH5(75.00 126.80 24.15
800225510 &
80224450)
= Az Y E (3 ¢Y|354.00 302.20 57.56
2 & 200 SD)
nAEAAE AEZ A 75.00 75.00 14.29
J2A¥HE 15.00 15.00 2.86
2glot 24T ¢ 6.00 6.00 1.14
% AA Fo] 525.00 525.00 100.00
5 =4
ZYnd d3E& (UH5E|13.86 13.86
3 5
24 6.30 6.30
o] Ats}E] Eh 4.89 4.89
ul = 2 3 PEG 3350 3.89 3.89
A E () 1.10 1.10
Abstd A= 0.75 0.75
de 72T &Fu)HE|0.71 0.71
gol
% 9= 35 AA 556.5 556.5
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[0923]

[0924]

[0925]

[0926]

[0927]

[0928]
[0929]
[0930]

[0931]

[0932]

[0933]

[0934]

[0935]

S=50dl 10-1888713

A 22} sehd, g 22
2A
QA FZo WA HS A04827
Az A=} 2010 89 59
A7 e A= HAAE A7 714" vkl 22 HHA rate o8] Az &, 5 ZHIFIHAA 1
Ax)
A 12 - §& AF
AA e 10 D 1104 AxF LMB 2 38 AA(3X100 mg) L LMIM BAN(4X75 mg)E 50 rpme] HE &
MRS 19 FF), F7 A HHUSP 34) E o]3F WAlE FAS o]gsty &3 =5 HUISI T
7171 &4
F 33
vl 7} zAa
ufj 2 0.1 M HCI(He HH o2 &7|H)
]2 % 1000 ml, 670 £7]
i <3.00 ppm
|2 e w 37°C£0.5C
= HZZ HE
e £5 50 rpm
Z A3 10 ml-wj & w7} §lS
I E HDPE 10 pm
A 10, 15, 30 9 45%
/7] g(oBRE BEH)
A maxtit 255 nm
Al 2 s=(ng/ml) 5 pg/ml(fF7] A7IZA) LMT
¥ 2 s=(ug/ml) &5 pg/ml(fF7] A7IZA) LMT
(Q = 4580l 75%. S19] A5, 6712 HAAE F 6707} 458 80% o]4+e] &a&S 714)
A7t &) Fel vk k.
LMIM(4x75 mg; ™| No: A04827)
L3 (&3lE %)
F M4
471 T=10% T=15% T=30% T=45%-
1 94 95 97 99
2 90 91 94 95
3 94 94 97 97
4 95 94 97 97
5 92 92 94 94
6 93 92 96 97
Bt 93 93 96 97
LMIB(3X100 mg; ®1X] ¥ 3: A02581)
L (LS %):
F 35
d T=10% T=15% T=30% T=45%
1 91 95 96 96




SS=50dl 10-1888713

2 96 100 99 99
3 95 98 98 99
4 93 95 96 96
5 96 98 99 100
6 98 102 102 102
Ht 95 98 98 99
[0936] A Z7(25T/60% RH) HEE '2E#H A Z7(40°C/75% RH) sl kst A7k 5o 243 AAE =3 59
WS o] &3t A3l
[0937] A= ot woll ek Q.
[0938] LMTM(4 <75 mg: WA] No: A04827) - 25°C/60% RH ol A%
[0939] (LA %):
¥ 36
[0940] At Az o T=10% T=15% T=30% T=45%-
1€ 1 97 97 97 99
2 96 98 101 101
3 98 99 102 102
4 95 97 98 100
5 97 98 101 101
6 98 98 100 101
Bt 97 98 100 101
3714 1 91 93 95 97
2 92 95 96 96
3 93 94 95 97
4 92 93 96 96
5 93 94 95 96
6 90 91 94 95
Ht 92 93 95 96
6714 1 89 89 90 91
2 91 90 93 94
3 98 97 98 98
4 97 97 99 99
5 94 94 96 96
6 88 90 93 93
Bt 93 93 95 95
9714 1 92 93 92 94
2 90 94 95 97
3 86 91 90 93
4 85 91 96 94
5 90 85 94 94
6 92 96 94 96
Ht 89 92 93 94
[0941] LMTM(4 <75 mg; B3] No: A04827) — 40°C/75% RH &tell A%
[0942] 3 (E3E %)
F 37
[0943] (A% A 27 T=10% [1=15% T=30% T=45%5"
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[0944]

[0945]

[0946]

S=50dl 10-1888713

170 1 94 95 97 98
2 94 96 96 97
3 94 96 94 96
4 94 95 95 95
5 100 102 103 101
6 93 94 96 97
Rekis 95 96 97 97

371 1 92 93 95 96
2 93 94 95 97
3 89 91 92 92
4 89 89 89 91
5 93 95 96 97
6 93 95 98 97
At 91 93 94 95

671< 1 69 84 92 94
2 93 94 97 91
3 64 85 92 94
4 74 89 92 94
5 91 95 95 96
6 73 90 93 94
Rekin 77 89 94 94

LMTB(3>x100 mg: 3] No: A02581) - 25°C/60% RH 3fell %
NS %
* 38

A Nz 471 T=10% T=15% T=30% T=45%

35 1 96 98 98 98
2 94 97 97 98
3 94 97 97 97
4 98 100 101 101
5 92 94 95 95
6 92 95 97 97
At 94 97 98 98

34 1 89 92 92 92
2 89 92 93 92
3 93 96 96 96
4 95 98 99 98
5 95 96 96 96
6 96 99 98 97
Rekin 93 96 96 95

6714 1 96 97 96 97
2 95 101 100 101
3 95 97 96 97
4 95 95 95 96
5 96 98 99 99
6 95 94 94 96
At 95 97 97 98

971 < 1 87 91 93 91
2 88 92 94 92
3 90 93 91 92
4 91 95 93 94
5 91 93 93 92
6 94 95 95 93
Rekin 90 93 93 92

12714 1 92 97 98 97
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SS=50dl 10-1888713

2 91 92 92 92
3 95 96 95 96
4 94 95 95 95
5 89 89 89 89
6 97 98 98 98
At 93 94 95 94
[0947] LMTB(3>100 mg: W] No: A02581) - 40°C/75% RH tell 1%
[0948] (L %):
£ 39
[0949] A Az [ 8] T=10% T=15% T=30% T=45%-
35 1 94 98 99 98
2 96 100 100 101
3 94 97 96 97
4 94 98 98 98
5 95 97 98 98
6 95 97 98 97
Hat 95 98 98 98
371€ 1 92 93 94 93
2 93 97 97 97
3 90 92 92 92
4 84 89 94 94
5 84 97 97 97
6 93 94 93 94
ot 89 94 95 95
671< 1 8 72 96 96
2 48 82 95 96
3 91 93 94 94
4 94 98 98 99
5 13 71 93 93
6 74 87 92 93
Bt 55 84 95 95
[0950] M - ZA3) dolH
[0951] LMT.EDSAS tieF Zg8f dlo]E (X 17a):
F 40
[0952] LNT.EDSAS theh 24 oy 3 += 44
A g 6408CM136
/é']_ ;j }ﬂl C18H27N307SS
2 ek 493.62
25 100(2) K
Dl s 0.71073 A
AR A AL A
3 C2/c
sl A A a=18.2832(3)A a =90"°.
b =11.8667(3)A B = 114.1990(10) ° .
c =10.9539(2)A y =90".
A 2167.74(8) A’
Z 4
U (AXA) 1.519 Mg/n’

_76_



[0953]

[0954]

[0955]
[0956]

S=50ol 10-1888713

w5 A 0.389 mm

F(000) 1048

A4 471 0.28%0.21%0.18 mn’

tlolg R sk AEF A 2.11 A 27.51° .

A4 19 -23<=h<=23, -15<=k<=15, -14<=1<=14
T3 kA 25214

59 dkAL 2487 [R(int) = 0.0486]
AERZ o] 24 = 25.00 99.9%

5 B3 SeeZRE] A

Ao 2 HAH EAs 0.9333 2 0.8989

24 U F2o] Wik APA-FH A5
o] o] ]/ A gkA}/ vl 7l ¥ 4 2487/0/144

onﬂ e 1.080

HZF R AF [1>2A] vk (D] R1 = 0.0315, wR2 = 0.0906
R AFL(EE HolE) R1 = 0.0336, wR2 = 0.0925
Ad A4 A2 % 43 0.333 2 -0.654 e. A

[3E 41]

LMT.EDSAS] 3t 9974 HIE(X10) 2 55

1/30.% Aeld,

& S waAl wAESE(A %100, Uleq)

X y z U(eq)
S(1) 10000 2270(1) 12500 19(1)
S(2) 3802(1) 204(1) 9934(1) 11(1)
N(1) 10000 ~370(1) 12500 18(1)
N(2) 7750(1) 1619(1) 7782(1) 12(1)
o(1) 3943(1) -435(1) 11137(1) 18(1)
0(2) 3830(1) 1425(1) 10131(1) 17(1)
0(3) 3063(1) -144(1) 8793(1) 15(1)
Cc(1) 9411(1) 1332(1) 11218(1) 13(1)
c) 9493(1) 154(1) 11332(1) 14(1)
C(3) 9040(1) -512(1) 10228(1) 16(1)
C(4) 8481(1) -30(1) 9061(1) 16(1)
C(5) 8383(1) 1126(1) 8996(1) 13(1)
C(6) 8852(1) 1814(1) 10051(1) 13(1)
c(8) 7127(1) 2225(1) 8087(1) 16(1)
C(9) 8070(1) 2352(1) 7003(1) 17(1)
C(10) 4593(1) -141(1) 9448(1) 13(1)
0(1S) 5000 2293(1) 2500 24(1)
[ 42]

_77_
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[0957]

[0958]

LMT.EDSAC gk 2

t;;jl—

Aol[A] 2 2

S(1-C(M
S(1)-C(1)#1
S(2)-0(1)
S(2)-0(2)
() O(3)
-C(10)

o}

#1
)
)
)
)
)
)
)
)

C(2) cE3
C(3)-C(4)
C(3)-H(3)
C(4)-C(5)
C(4)-H(4)
C(5)-C(6)
C(6)-H(6)
C(8)-H(8A)
C(8)-H(8B)
C(8)-H(8C)
(9)-H(9A)
C(9)-H(9B)
C(9)-H(9C)
C(10)-C(10)#2
C(10)-H(10A)
C(10)-H(10B)
0(1S)-H(101)
O(18)-H(201)

1.7696(13)
1.7696(13)
1.4488(10)
1.4629(10)
1.4747(10)
1.7802(13)
1.3826(15)
1.3826(15)
0.8800
1.4785(16)
1.4959(17)
1.4970(17)
0.9300
1.3913(17)
1.4049(18)
1.3972(19)
1.3908(19)
0.9500
1.3804(19)
0.9500
1.3881(18)
0.9500
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
1.522(2)
0.9900
0.9900
0.7486
0.9717

102.05(9)
113.66(6)
112.60(6)
111.52(6)
106.77(6)
106.71(6)
104.89(6)
126.50(17)
116.7

_78_
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[0959]
[0960]
[0961]

[0962]

[0963]

)
)-C(3)-C(2)
)-C ()
)-C(3)-H(3)
)-C(4)-C(3)
C(5)-C(4)-H(4)
)-C(4)-H(4)
C(4)-C(5)-C(6)
C(4)-
)

C(5)-N(2)
C(5)-N(2)

C(1)- C(G)—H(G)
N(2)-C(8)-H(8A)
N(2)-C(8)-H(8B)

H(8A)-C(8)-H(8B)

N(2)-C(8)-H(8C)

H(8A)-C(8)-H(8C)
H(8B)-C(8)-H(8C)

N(2)-C(9)-H(9A)
N(2)-C(9)-H(9B)

H(9A)-C(9)-H(9B)

N(2)-C(9)-H(9C)

H(9A)-C(9)-H(9C)

H(9B)-C(9)-

H(9C)

C(10)#2-C(10)-5(2)

C(10)#2-C(10)-

H(10A)
C(10)-H(10A)

C(10)#2-C(10)-H(10B)

(
(
5(2)-
(
§(2

H(10A)-
H(101)-0(1S)

)-C(10)-H(108)
C(10)-H(10B)
-H(201)

116.7
113.51(10)
112.13(10)
111.06(11)
106.5
106.5
106.5
120.17(12)
116.69(10)
123.14(10)
118.76(13)
122.44(13)
118.79(12)
120.95(13)
119.5
119.5
119.15(13)
120.4
120.4
121.24(12)
118.50(12)
120.25(12)
119.54(12)
120.2
1202
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
111.21(12)
100.4
109.4
109.4
109.4
108.0
100.8

o YAE TAAT
#1 —x+2, y, -z+5/2
[ 43]

LMT.EDSA9]

2 11
ax U + ..

gk olgAd

#2 —xt1, -y, —zt2

12
+2h k a* bx U ]

WA wAEE(A x107) .

o] uc]—/H

_79_

A

214

A

L
L

5

& Ak

10-1888713

—2p2 [hz



[0964]
[0965]

[0966]

[0967]

[0968]
[0969]

[0970]

S=50dl 10-1888713

U11 ys3 U2 U13 U12
S(1) 20(1) 14(1) 0 6(1) 0
S(2) 10(1) 9(1) 0(1) 2(1) 0(1)
N(1) 22(1) 14(1) 0 -3(1) 0
N(2) 12(1) 9(1) 0(1) 2(1) -1
o(1) 16(1) 13(1) 5(1) 5(1) o)
0(2) 17(1) 17(1) -2(1) 4(1) o(1)
0(3) 11(1) 13(1) -1(1) 0(1) -1(1)
Cc(1) 12(1) 11(1) -1(1) 2(1) 2(1)
C(2) 12(1) 13(1) 0(1) 2(1) (1)
C(3) 19(1) 14(1) -2(1) 3(1) -1(1)
C(4) 16(1) 12(1) -2(1) 2(1) -1(1)
C(5) 12(1) 10(1) 1(1) 2(1) o(1)
C(6) 13(1) 12(1) 0(1) 4(1) o(1)
C(8) 13(1) 15(1) 1(1) 5(1) 1(1)
C(9) 18(1) 12(1) 2(1) 6(1) -2(1)
C(10) 11(1) 10(1) -2(1) 3(1) -1(1)
0O(18) 25(1) 18(1) 0 -7(1) 0
[ 44]
a4 FE(x 104) SHbAg wA vl <4(A2x 10 3)for LMT.EDSA.
X y z U(eq)
H(1) 10000 1111 12500 22
H(2) 7492 1019 7227 15
H(3) 9114 -1305 10275 19
H(4) 8171 -489 8319 19
H(6) 8791 2610 9978 15
H(8A) 6937 1734 8616 23
H(8B) 6675 2426 7248 23
H(8C}) 7359 2911 8596 23
H(9A) 8321 3023 7531 26
H(9B) 7629 2582 6164 26
H(9C) 8469 1933 6802 26
H(10A) 4571 -955 9239 16
H(10B) 4521 284 8628 16
H(101) 5146 2050 3190 29
H(201) 4556 1790 2015 29
LMT. 2EsOHe] g e+ A3} glo]El (= 17h)
F 45
LMT.2EsOHoll W3k Z2A dlolg 9 Fx HA.
ke A 6408cm173c_Om
a4 CaoiN;06S5
A T 505.66
s 100(2) K
DI 0.71073 A
AR A AL A
7kt C2/c
5 A X5 a = 40.8384(12) A a =90"°.
b = 25.2658(7)A B = 115.4540(10) ° .
c =20.3833(6)A y =90 ° .
iﬂ ] .3
18990.2(9) A
7 32

_80_



[0971]

[0972]

[

S=50ol 10-1888713

] . :
o5 (A 4H4]) 1.415 Mg/m’

- — -

= A 0.354 mm

F(000) 8576

P

A4 =7 0.32x0.24x0.18 mn’

0.98 WA 25.00 ° .

A4 M4 -48<=h<=48, -29<=k<=30, —-24<=1<=23
T3 "AL 108984

53 WA 16707 [R(int) = 0.0912]

A ERE O] ¢hH]4d = 25.00C 99.9%

Er BRA T EZHE Y

Al 2 HA ES 0.9391 2 (.8952

F2o tiet A3ad-F LA

vl o] 5 /A g}/ ) /) ¥ 16707/25/1205

Fol dist g3t 1.085

HE R A [1>2A 20D ] R1 = 0.0628, wR2 = 0.1638
R A (EE dHolH) R1 = 0.0986, wR2 = 0.1918

-
It

Ad 84 93 8 4F

2.683 2 -0.811 e. A

46]

LNT.2BsOHOll &k 92k RE(x10) 2 55 S04 wA wis(A2x 103). Uleq)= Har U
1/302 Ao g},
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S=50dl 10-1888713

X y z U(eq)
S(1A) 256(1) 3950(1) 1866(1) 69(1)
N(1A) -401(1) 3176(1) 1220(2) 29(1)
N(2A) 980(1) 2230(1) 2700(2) 25(1)
N(3A) -743(1) 5348(1) 744(2) 25(1)
C(1A) -207(1) 4102(2) 1408(3) 33(1)
C(2A) -297(1) 4633(2) 1295(3) 32(1)
C(3A) -652(1) 4786(2) 916(2) 24(1)
C(4A) -926(1) 4413(2) 664(2) 27(1)
C(5A) -836(1) 3880(2) 784(3) 28(1)
C(BA) -479(1) 3714(2) 1142(2) 25(1)
C(7A) -60(1) 2948(2) 1584(2) 25(1)
C(8A) -27(1) 2402(2) 1631(2) 24(1)
C(9A) 308(1) 2154(2) 1988(2) 25(1)
C(10A) 614(1) 2468(2) 2318(2) 24(1)
C(11A) 588(1) 3011(2) 2281(3) 29(1)
C(12A) 254(1) 3255(2) 1917(3) 32(1)
C(13A) 1017(1) 1896(2) 3334(3) 36(1)
C(14A) 1092(1) 1933(2) 2196(3) 41(1)
C(15A) -662(2) 5526(2) 130(3) 50(2)
C(16A) -670(1) 5712(2) 1375(3) 33(1)
S(1B) 2816(1) 1091(1) 1548(1) 26(1)
N(1B) 2213(1) 258(1) 1144(2) 21(1)
N(2B) 3639(1) 517(1) 2667(2) 27(1)
N(3B) 1743(1) 2378(1) 956(2) 22(1)
c(1B) 2355(1) 1198(2) 1329(2) 19(1)
C(2B) 2237(1) 1719(2) 1291(2) 22(1)
C(3B) 1873(1) 1825(2) 1032(2) 21(1)
C(4B) 1620(1) 1417(2) 832(2) 22(1)
C(5B) 1738(1) 896(2) 890(2) 21(1)
C(6B) 2104(1) 778(2) 1128(2) 21(1)
C(7B) 2566(1) 73(2) 1537(2) 22(1)
C(8B) 2628(1) -468(2) 1684(2) 23(1)
C(9B) 2974(1) -666(2) 2055(2) 24(1)
C(10B) 3263(1) -320(2) 2304(2) 24(1)
C(11B) 3213(1) 220(2) 2178(2) 23(1)
C(12B) 2866(1) 417(2) 1788(2) 22(1)
C(13B) 3693(2) -973(2) 3183(3) 38(1)
C(14B) 3785(1) -651(2) 2126(2) 29(1)
C(15B) 1835(1) 2684(2) 426(3) 34(1)
C(168B) 1872(1) 2660(2) 1668(3) 35(1)

[0973]

_82_



[0974]

o

(1C
(1c
(2C
(3c
(

zZ Z

)
)
)
)

=2

3
c(1C)
c(20)
C(30)
c(4c)
C(5C)
C(6C)
c(7C)
C(8C)
C(90)
¢(100)
c(11C)
C(12C)
c(13C)
C(14C)
€(150)
C(16C)
S(1D)
N(1D)
N(2D)
N(3D)
c(1D)
c(20)
C(3D)
C(4D)
C(5D)
C(6D)
c(7D)
C(8D)
C(9D)
C(10D)
C(11D)
C(12D)
C(13D)
C(14D)
C(15D)
C(16D)
(2)
(3)
(4)
(5)

S
S
S
S
S(6)

5390(1)
4792(1)
6224(1)
4310(1)
4925(1)
4803(1)
4436(1)
4184(1)
4307(1)
4676(1)
5145(1)
5213(1)
5559(1)
5847(
5788(
5443(
{
(

1
1
1
1
1
1
1
1
1
6374(1
1

6807(2)
7078(1)

525(1)

827(1)
1743(1)
3048(1)
5663(1)

3672(1)
2826(1)
2099(1)
4945(1)
3774(2)
4289(2)
4388(2)
3984(2)
3464(2)
3350(2)
2651(2)

5280(2)
1349(1)

547(1)
-331(2)
2694(1)
1484(2)
2011(2)

1235(2
10372
1126(2
1388(2)
1833(2)
1990(2)
2384(2)
2639(2)
2493(2)
2087(2)
2499(2)
3576(2)
496(3)
1771(3)
2060(1)
(2)
2894(2
1136(2
@

2
1304(2
11173
1238(3
1536(2)
1971(2)
2063(2)
2370(2)
2608(2)
2537(2)
2212(2)
3435(3)
2294(3)
3973
1700(3

)
)
)
)
)
)
)

)
)
)
)
)
)
)
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S=50ol 10-1888713

S(7) 5874(1) 2562(1) 455(1) 34(1)
S(8) 8160(1) 2896(1) 1391(1) 23(1)
$(9) 8481(1) 615(1) 291(1) 26(1)
o(1) 619(4) 884(5) 1948(7) 56(2)
o) 392(10) 52(10) 1452(19) 70(6)
o) 886(4) 594(6) 1706(8) 55(2)
o1 342(2) 769(3) 1689(4) 61(2)
02) 419(8) 77(6) 1226(11) 70(5)
03) 893(2) 480(4) 1357(5) 58(2)
04) 1009(1) 2335(1) 358(2) 35(1)
0(5) 1031(1) 3269(1) 635(2) 41(1)
0(6) 718(1) 2970(1) -613(2) 27(1)
o) 1911(1) 3966(1) 826(2) 45(1)
0(8) 1422(1) 4299(1) 282(2) 45(1)
0(9) 1667(1) 4851(1) 790(2) 30(1)
0(10) 3321(1) 2861(1) 1185(2) 41(1)
o(11) 2835(1) 2637(2) 1525(3) 68(1)
0(12) 3217(1) 3392(1) 2047(2) 46(1)
0(13) 5318(1) 542(2) 1772(2) 56(1)
0(14) 5728(1) -26(1) 1506(2) 80(1)
0(15) 5964(1) 678(1) 2388(2) 42(1)
0(16) 5932(1) 2520(1) 212(2) 32(1)
o(17) 5774(1) 2071(2) 681(2) 57(1)
o(18) 6182(1) 2836(1) 1038(2) 39(1)
0(19) 8126(1) 2360(1) 1113(2) 31(1)
0(20) 8540(1) 3032(1) 1876(2) 35(1)
0(21) 7918(1) 3019(1) 1720(2) 31(1)
0(22) 8264(1) 640(1) 494(2) 26(1)
0(23) 8590(1) 62(1) 534(2) 31(1)
0(24) 8786(1) 983(1) 553(2) 33(1)
cus) 298(2) 782(2) 463(4) 62(2)
C(2s) 387(2) 1337(2) 396(3) 45(1)
C(39) 2064(1) 4682(2) 95(3) 30(1)
c(s) 1928(1) 5196(2) -337(3) 39(1)
C(58) 2748(1) 3452(2) 689(3) 3701)
C(69) 2934(1) 3925(2) 551(3) 32(1)
c(79) 5504(1) 2984(2) 239(3) 39(1)
C(88) 5570(2) 3516(2) -63(4) 54(2)
C(98) 5626(2) 921(2) 1016(3) 38(1)
C(108) 5990(3) 881(4) 989(5) 100(3)
c(118) 8047(1) 3340(2) 650(3) 28(1)
C(128) 7648(1) 3320(2) 118(3) 38(1)
C(138) 8200(1) 808(2) 708(3) 27(1)
C(148) 7876(1) 454(2) 490(3) 34(1)

[0975] C(158) 414(1) 2769(2) 254(3) 36(1)
C(16S) 186(2) 3261(2) 66(3) 49(2)

[0976]

[0977] [F 47]

_84_



[0978]

[0979]

LNT.2EsOHoll thgh Ajt dol[A] 3 2z}
S(1A)-C(1A) 1.756(5)
S(1A)-C(12A) 1.759(5)
N(1A)-C(TA) 1.390(6)
N(1A)-C(6A) 1.389(6)
N(1A)-H(1AA) 0.8800
N(2A)-C(10A) 1.485(5)
N(2A)-C(14A) 1.492(6)
2A -C(13A) 1.495(6)
2A)-H(2AA) 0.9300
N(3A) C(3A) 1.474(5)
N(3A)-C(16A) 1.489(6)
N(3A)-C(15A) 1.494(6)
N(3A)-H(3A) 0.9300
C(1A)-C(2A) 1.384(6)
C(1A)-C(6A) 1.404(6)
C(2A)-C(3A) 1.371(6)
C(2A)-H(2A) 0.9500
C(3A)-C(4A) 1.384(6)
C(4A)-C(5A) 1.389(6)
C(4A)-H(4A) 0.9500
C(5A)-C(BA) 1.384(6)
C(5A)-H(5A) 0.9500
C(7A)-C(8A) 1.387(6)
C(7A)-C(12A) 1.399(6)
C(8A)-C(9A) 1.391(6)
C(8A)-H(8A) 0.9500
C(9A)-C(10A) 1.384(6)
C(9A)-H(9A) 0.9500
C(10A)-C(11A) 1.376(6)
C(11A)-C(12A) 1.388(6)
C(11A)-H(11A) 0.9500
C(13A)-H(13A) 0.9800
C(13A)-H(13B) 0.9800
C(13A)-H(13C) 0.9800
C(14A)-H(14A) 0.9800
C(14A)-H(14B) 0.9800
C(14A)-H(14C) 0.9800
C(15A)-H(15A) 0.9800
C(15A)-H(15B) 0.9800
C(15A)-H(15C) 0.9800
C(16A)-H(16A) 0.8800
C(16A)-H(16B) 0.9800
C(16A)-H(16C) 0.9800

_85_
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[0980]

S(1B)-C(12B)
§(1B)-C(1B)
N(1B)-C(6B)
N(1B)-C(7B)
N(1B)-H(1B)
23)0(1
(14
N(ZB) (13B)
N(2B) (2BB)
(3B)-C(
38)-C(
N(38)-C(

3B)-C(3B)
( >
N(3B)-
N(SB)
1B)-
1B)-
2B)-
2B)-

-C
H
¢
-C(168)
C(158)
H(3B)
C(2B)
C(6B
(3B
H(2B
0(35 cl
4B)-C(
(

)
)
)
4B)
5B)
4B)H4B)
C(5B)-C(6B)
C(58)- ( )
C(78)-C(
C(78)-
C(88)-
C(8B)-H
C(9B)-C
C(9B)-H
C
(
(
(

6B
5B

C(1ZB)
C(98B)
(8B)
(10B)
(98)
118
128
11B)
13D)
13E)
)

C(118)
(12B)
(
(
(
(13F
(
(
{
(

10B)-C
c(118)C
C(11B)-H
C(138)-H
C(138)-H
C(13B)H
C(14B)-H
C(14B)-H(14E)
C(14B)-H(14F)
C(15B)-H(15D)
C(15B)-H(15E)
C(15B)-H(15F)
C(16B)-H(16D)
C(16B)-H(16E)
C(16B)-H(16F)
S(1C)-C(12C)
S(10)-C(1C)

14D)
14E

1.474(6)
1.502(6)
1512(6)
0.9300
1.479(5)
1.496(6)
1,501(6)
0.9300
1.392(6)
1.410(8)
1.372(8)
0.8500
1.391(6)
1.391(6)
0.9500
1.389(6)
0.9500
1.399(6)
1.406(6)
1.377(6)
0.9500
1.381(6)
0.9500
1.384(6)
1.388(6)
0.9500
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
1.760(4)
1.765(4)
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[0981]

c(oc
cpe
cic

)-C(11C)
>
)
C(13C)-
>
>

(120)
(11C)
(13G)
C(13C)-H(13H)
C(13C)-H(131)
C(14C)-H( 14G)
C(14C)-H(14
c(14c)- H(14|)
C(15C)-H(15G)
C(15C)-H(15H)
C(15C)-H(151)
(16C)-H(
(16C)-H(
H(

rxrrxdod

C(16C)-H(16G)
C(16C)-H(16H)
C(16C)-H(161)
S(1D)-C(12D)
S(1D)-C(1D)
UD)CU )
1D)-C(6D)

1.387(5)
1.395(5)
0.8800
1.469(5)
1.498(5)
1.503(5)
0.9300
1.482(5)
1.484(6)
1.497(6)
0.9300
1.377(6)
1.411(6)
1.380(6)
0.9500
1.381(6)
1.380(6)
0.9500
1.397(6)
0.9500
1.397(6)
1413(6)
1.378(6)
0.9500
1.386(6)
0.9500
1.384(6)
1.377(6)
0.9500
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
1.760(4)
1.764(5)
1.381(6)
1.389(6)
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[0982]

N(1 )(1)
N(2D)-C(10D

N(2D)-C(13 )
N(2D)-C(14D)
N(2D)-H(2D)
N(3D)-C(3D)
N(3D)-C(15

N(3D)-C(16

N(3D)-H(3D)
C(1D)-C(

C(1D)-C(6D)
C(2D)-C(3D)
C(2D)-H(20D)
C(3D)-C
C(4D)-C
C(4D)-H
C(5D)-C
C(5D;

C(7D

D)
D)

2D)

~2

4D)
5D)
4D)
6D)
5D)
8D)
12D)

\,
e
EEQEE,QQ,QEE
w0
o

C
C

(BD
(8D)-
{9D)-
(9D)-
{
(
(
{

)
)

[
o

Q
o

(@]
go_;

)
-C(11D)
(120)
(11D)
(
H(

(@)

10
C(11D)-
C(11D)-
C(13D)-H(13J)

C(13D)-H(13K)

C(13D)-H(13L)
C{14D)-H(14J)
C(14D)-H(14K)
C(14D)-H(14L)
C(15D)-H(15J)
C{15D)-H(15K)
C(15D)-H(15L)
C(16D)-H(164)
C(16D)-H(16K)
C(16D)-H(16L)
$(2)-0(2)
8(2)-0(3)
$(2)-0(1')
S8(2)- ()
(

(

2
IIOO

S(2)-0
S(2)- ()

0.8800
1.471(6)
1.486(6)
1.495(6)
0.9300
1.483(6)
1.495(6)
1.504(6)
0.9300
1.389(6)
1.405(5)
1.379(6)
0.9500
1.381(6)
1.385(7)
0.9500
1.377(6)
0.9500
1.394(6)
1.409(6)
1.385(6)
0.9500
1.384(6)
0.9500
1.391(6)
1.388(6)
0.9500
0.9800
0.9800
0.9800
0.8800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
0.9800
1.32(3)
1.359(16)
1.423(7)
1.481(8)
1510(16)
1,503(13)
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[0983]

$§(2)-C(18)
$(3)-0(5)
$(3)-0(6)
S(3)-0(4)
S(3)-C(158)
S(4)-0(7)
S(4)-0(9)
S(4)-0(8

w n
o O
< =
o O
= =
n>

0(1)}-0(3)
C(18)-C(28)
C(18)-H(181)
C(1S)-H(152)
C(28)-H(281)
C(25)-H(282)
C(28)-H(283)
(38)-C(4S)
(38)-H(381
(38)-H(
{48)-H(
C(4S)-
(4S)-
(58)-
(5S)-
(38)-

w
(]
N

48
(453
(

N

48
58
5S
58

(551)

H
H
H
H
H
c
H
H(5S2)

O

1.756(6
14423
1.459(3)
1.469(3)
(5)
(4)

)
)

1.795(5
1.446(4
1.461(3)
1.466(3)
1.779(5
1.438(4
1.456(4
1.483(3
1.775(5
1.453(4
1.456(4
1.458(4
1.749(5
1.442(4
1.479(4
1.482(3
1.744(5
1.447(3
1.452(3)
1.479(3)
1.776(4)
1458(3)
)
3)
)

)
)
)
)
)
)
)
)
)
)
)
)
)
)

1.458(3
1486
1.765(5
1.56(2)
1.470(8)
0.9900
0.9900
0.9800
0.9800
0.9800
1.534(7)
0.9900
0.9900
0.9800
0.9800
0.9800
1.506(7)
0.9900
0.9900
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SS=50dl 10-1888713

C(6S)-H(6S1) 0.9800
C(6S)-H(6S2) 0.9800
C(6S)-H(BS3) 0.8800
C(75)-C(8S) 1.550(7)
C(7S)-H(7S1) 0.9900
C(7S)-H(7S2) 0.9900
C(8S)-H(8S1) 0.9800
C(8S)-H(8S2) 0.9800
C(8S)-H(8S3) 0.9800
C(9S)-C(108) 1.511(10)
C(9S)-H(©S1) 0.9900
C(9S)-H(9S2) 0.9900
C(108)-H(10A) 0.9800
C(10S)-H(10B) 0.9800
C(10S)-H(10C) 0.9800
C(115)-C(12S) 1.522(7)
C(118)-H(11E) 0.8900
C(118)-H(11F) 0.9900
C(128)-H(12A) 0.9800
C(125)-H(128B) 0.9800
C(125)-H(12C) 0.9800
C{138)-C(148) 1.498(6)
C(13S)-H(13M) 0.8900
C(135)-H(13N) 0.9900
C{14S)-H(14M) 0.9800
C(14S)-H(14N) 0.9800
C(14S)-H(140) 0.9800
C(158)-C(168) 1.500(7)
C(155)-H(15M) 0.9900
C(15S)-H(15N) 0.8900
C(16S)-H(16M) 0.9800
C(16S)-H(16N) 0.8800
C(16S)-H(160) 0.9800
C(1A)-S(1A)-C(12A) 102.6(2)
C(TA-N(1A)-C(6A) 126.5(4)
CTA-N(1A)-H(1AA) 116.8
C(BA)-N(1A)-H(1AA) 116.8
C(10A)-N(2A)-C(14A) 112.3(4)
C(10A)-N(2A)-C(13A) 112.8(4)
C(14A)-N(2A)-C(13A) 111.3(4)
C(10A)}N(2A)-H(2AA) 106.7
C14A)N(2A)-H(2AR) 106.7
C(13A)-N(2A)-H(2AR) 106.7
C(3A)-N(3A)-C(16A) 114.4(3)

[0984]

_90_



[0985]

C(3A)-N(3A)-C(15A)
C(16A)-N(3A)-C(15A)
C(3A)-N(3A)-H(3A)
C(16A)-N(3A)- @M
C(15A)-N(3A)}-H(3A
C(2A)-C(1A)- @N
C(2A)-C(1A)-S(1A)
C(6A)-C(1A)-S(1A)
C(3A)-C(2A)}-C(1A)
C(3A)FC(2A)-H(2A)
C(1A}-C(2A)-H ZM
C(2A)-C(3A)}-C(4A)
C(2A)-C(3A)-N(3A)
C(4A)-C(3A)- N(3A)
C(3A)-C(4A)-C(
C(3A)-C{4A)- H(4A)
C(5A)-C(4A)-H{4A)
C(BA)- C(5A) Cl4n)
C@M 5A)-H(5A)
C(4A)-C(BA)-H(5A)
C(5A)-C{6A)-N(1A)
C(5A)-C(6A)-C(14)
N(1A)- (1A)
C(8A)- (1A)
C(8A)-C(TA)-C(12A)
N(1A)-C(TA)-C(12A)
C(7A)-C(8A)-C(3A)
C(7A)-C(8A)-H(BA)
C(9A)-C{BA)-H(8A)
C(10A)-C(9A)-C(8A)
C(10A)-C(9A)-H(9A)
C(8A)-C{OA)-H(9A)
(
(

A

(6A
6A
7A)-

)-

)-

-

C()1'

C{TA}N(1
C(

C(11A)-C(10A)-C(9A)
C(11A)-C(10A)-N(2A)
C(9A)-C(10A)-N(2A)
C(10A)-C(11A)}-C(12A)
C(10A)-C(11A)-H(11A)
C12A)-C{11A)-H(11A)
C(11A)-C(12A)-C(TA)
C(11A)-C(12A)-8(1A)
C(7A)-C(12A)-S(1A)
N{2A)-C(13A)-H(13A)
N(2A)-C(13A)-H(13B)
H(13A)-C(13A)-H(13B)
N(2A)-C(13A)-H(13C)

111.3(4)
110.1(4)
106.8
106.8
106.8
120.3(4)
116.7(3)
123.003)
120.4(4)
119.8
119.8
120.6(4)
120.2(4)
119.1(4)
118.8(4)
1206
1206
121.8(4)
119.1
119.1
119.7(4)
118.0(4)
122.3(4)
119.7(4)
118.4(4)
121.9(4)
121.9(4)
119.0
119.0
118.4(4)
120.8
120.8

119.8
119.9(4)
116.5(3)
123.5(3)
109.5
109.5
109.5
109.5

_91_

[
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[0986]

H(13A)-C(13A)-H(13C)
H(13B)-C(13A)-H(13C)
N(2A)-C(14A)-H(14A)
N(2A)-C(14A)-H(14B)
H(14A)-C(14A)-H(14B)
N(2A)-C(14A)-H(14C)
H(14A)-C(14A)-H(14C)
H(14B)-C(14A)-H(14C)
N(3A)-C{15A)-H(15A)
N(3A)-C(15A)-H{15B)
H(15A)-C(15A)-H(158)
N(3A)-C(15A)-H(15C)
H(15A)-C(15A)-H(15C)
H(15B)-C(15A)-H(15C)
N(3A)-C(16A)-H(16A)
N(3A)-C(16A)-H(168B)
H(16A)-C(16A)-H(16B)
N(3A)-C(16A)-H(16C)
H(16A)-C(16A)-H(16C)
H(16B)-C(16A)-H(16C)
C(12B)-S(1B)-C(1B)

C(6B)-N(1B)-C(7B)

C(6B)-N(1B)-H(1B)

C(7B)-N(1B)-H(1B)

C(10B)-N(2B)-C(14B)
C(10B)-N(28B)-C(13B)
C(14B)-N(2B)-C(13B)
C(10B)-N(2B)-H(2BB)
C(14B)-N(2B)-H(2BB)
C(13B)-N(2B)-H(2BB)
C(3B)- ( B)-C(16B)
C(3B)-N(3B)-C(15B)
C(168B)- ( B)-C(15B)
C(3B)-N(3B)-H(3B)

C(168)-N(3 )H(SB)
C(15B)-N(3B)-H(3B)
C(28) C(1B ( B)
(
(

C(2B)-C(1B)-S(1B)
C(6B)- C(‘IB) S(1B)
C(3B)-C(2B)-C(1B)
C(3B)-C(2B)-H(2B)
C(1B)-C(2B)-H(2B)
C(2B)-C(3B)-C(4B)
C(2B)-C(3B)-N(3B)
C(4B)-C(3B)-N(3B)

109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
100.5
109.5
109.5
109.5
109.5
109.5
109.5
101.6(2
125.1(4
1174
174
111.3(3)
114.6(4)
110.7(4)
106.5
106.5
106.5
113.0(3)

)
)

106.9
120.4(4)
117.8(3)
121.5(3)
119.7(4)
120.2

1202

121.1(4)
120.3(4)
118.7(4)
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[0987]

C(5B)-C(4B)-C(3B)
C(5B)-C(4B)-H(4B)
C{3B)-C(4B)-H(4B)
C(4B)-C(5B)-C(6B)
C(4B)-C(5B)-H(5B)
C(6B)-C(5B)-H(5B)
N(1B)-C(6B)-C(5B)
N(1B)-C(6B)-C(1B)
C(5B)-C(6B)-C(1B)
N(1B)-C(7B)-C(8B)
N(1B)-C(7B)-C(12B)
C(8B)-C(7B)-C(12B)

C(9B)-C(8B)-C(7B)
C(9B)-C(8B)-H(8B)
C(7B)-C(8B)-H(8B)
C(8B)-C(9B)-C(10B)
C(8B)-C(9B)-H(9B)
C(10B)-C(9B)-H(9B)
C(9B)-C(10B)-C(11B)
C(9B)-C(10B)-N(2B)
C(11B)-C(10B)-N(2B)
C(10B)-C(11B)-C(12B)
C(10B)-C(11B)-H(11B)
C(12B)-C(11B)-H(11B)
C(11B)-C(12B)-C(78B)
C(11B)-C(12B)-S(1B)
C(7B)-C(12B)-S(18B)
N(2B)-C(13B)-H(13D)
N(2B)-C(13B)-H(13E)
H(13D)-C(13B)-H(13E)
N(2B)-C(13B)-H(13F)
H(13D)-C(13B)-H(13F)
H(13E)-C(13B)-H(13F)
N(2B)-C(14B)-H(14D)
N(2B)-C(14B)-H(14E)
H(14D)-C(14B)-H(14E)
N(2B)-C(14B)-H(14F)
H(14D)-C(14B)-H(14F)
H(14E)-C(14B)-H(14F)
N(3B)-C(15B)-H(15D)
N(3B)-C(15B)-H(15E)
H(15D)-C(15B)-H(15E)
N(3B)-C(15B)-H(15F)
H(15D)-C(15B)-H(15F)
H(15E)-C(15B)-H(15F)

119.2(4)
120.4
120.4
121.1(4)
119.5
119.5
120.1(4)
121.4(4)
118.5(4)
119.9(4)
121.8(4)
118.3(4)
121.6(4)
119.2
119.2
119.0(4)
1205
1205
121.4(4)
120.8(4)
117.6(4)
119.5(4)
120.3
1203
120.3(4)
118.2(3)
121.2(3)
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
1095
109.5
109.5
109.5
109.5
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[0988]

N(3B)-C(16B)-H(16D)
N(3B)-C(16B)-H(16E)

H(16D)-C(16B)-H(16E)

N(3B)-C(16B)-H(16F)
H(16D)-C(168)-H(16F)
H(16E)-C(16B)-H(16F)
(120) S(1C)-C(1C)
1C)-C(6C)
C 7C) N(1C) H(1C)
C(BC)-N(1C)-H(IC)
C(10C)-N(2C)-C(14C)
C(10C)-N(2C)-C(13C)
C(14C)-N(2C)-C(13C)

c(re
(
(6
(
(10C)-N
{14C)-N(
C(10C)-N(2C)-H(2CC)
(14C)-N(
(
(
(
(

1
1

G(14C)-N(2C)-H(2CC)
C(13C)N(2C)-H(2CC)
G(3C)-N(3C)-C(15C)
G(3C)-N(3C)-C(16C)
C(15C)-N(3C)-C(16C)
C(3C)-N(3C)-H(3C)
G(15C)-N(3C)-H(3C)
C{16C)-N(3C)-H(3C)
C(2C)-C(1C)-C(6C)
C(2C)-C(1C)-S(1C)
C{6C)-C(1C)-8(10)
C(1C)-C(2C)-C(3C)
C(1C)-C(2C)H(2C)
C(3C)-C(2C)H(2C)
€(2C)-C(3C)-C(4C)
C(2C)-C(3C)-N(3C)
C{4C)-C(3C)-N(3C
C(3C)-C(4C)-C(5
(

)

( )
C(3C)-C(4C)-H(4C)

{

{

OO

C(5C)-C(4C)H(4C
(5C)-C(6C
(5 )

-
)-
C(4C)-
C(4C)-
C(6C)-
C)
C)
)

Z

(GC)
(6C
{

(@]

C
C
C
C)}-C
C
5C)-C
C

(1
N(1
( )
N(1C)-C(7C)-
N(1C)-C(7C)-
C(8C)-C(7C)- C)
C(9C)-C(8C)
C(9C)-C(8C)-

109.5
109.5
109.5
109.5
109.5
109.5
101.7(2)
125.4(4)
17.3
173
114.903)
110.2(3)
111.2(3)
108.7
106.7
106.7
111.2(4)
112.9(4)
111.5(4)
106.9
106.9
106.9

121.8(4
118.6(4
119.5(4
118.7(4
120.7
120.7
120.9(4)
119.5
119.5
119.9(4)
121.3(4)
118.7(4)
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[0989]

C(7C)-C(8C)-H(8C)
C(8C)-C(8C)-C(10C)
C(8C)-C(9C)-H(9C)
C(10C)-C(9C)-H(9C)
C{1C)-C(10C)-C(9C)
C(11C)-C(10C)-N(2C)
C(9C)-C(10C)-N(2C)

C{120)-C(11C)-C(10C)
C(12C)-C(H1C)H(11C)
C(10C)-C(H1C)-H(11C)
C11C)-C(12C)-C(TC)
C(11C)-C(12C)-S(1C)
C(7C)-C(12C)-S(1C)

N(20)-C{13C)-H(13G)
N(2C)-C(13C)-H(13H)
H(13G)-C(13C)-H(13H)
N(2C)-G{13C)-H(13])
H(136)-C(13C)-H(13)
H(13H)-C(13C)-H(13I)
N(2C)-C{14C)-H(140)
N(2C)-C(14C)-H{14H)
H(14G)-C(14C)-H(14H)
N(2C)-C(14C)-H(14l)
H(14G)-C(14C)-H(141)
H(14H)-C(14C)-H(14I)
N(3) C(15C)-H(156)
N(3C)-G(15C)-H{15H)
H(15G)-C(15C)-H(15H)
N(3C)-C(15C)-H(151)
H(15G)-C(15C}-H(151)
H(15H)-C(15C)-H{151)
N(3C)-C(16C)-H(166)
N(3C)-C(16C)-H(16H)
H(16G)-C(16C)-H(16H)
N(3C)-C(16C)-H(161)
H(16G)-C(16C)-H(161)
H(16H)-C(16C)-H(161)
C(120)S(1D)-C(1D)

C{7D)-N(1D)-C(6D)

C(7D)-N(1D)-H(1D)

C(6D)-N(1D)-H(1D)

C10D)-N(2D)-C(13D)
C{10D)-N(2D)-C(14D)
C(13D)-N(2D}-C(14D)
C(10D)-N(2D)-H(20)

119.2
119.3(4)
1203
1203
120.5(4)
117.5(4)
121.8(4)
1204(4)
1198
1198
120.1(4)
118.4(3)
121.3(3)
109.5
109.5
1095
1095
100.5
1095
1095
1095
1095
1095
109.5
1095
1095
1095
1095
1095
1095
1095
1095
1095
1095
1095
1095
1095
1024(2)
126.5(4)
1167
116.7
145(4)
111.3(3)
107(¢)
1066

_95_

[
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[0990]

C(13D)-N(2D)-H(2D)
C(14D)- ( D)-H(2D)
C(3D)-N(3D)-C(15D)
C(3D)-N(3D)-C(16D)
C(15D)-N(3D)-C(16D)
C(3D)-N(3D)-H(3D)
C(150)-N(3D)-H(3D)
C(16D)-N(3D)-H(3D)
C(2D)-C(1D)-C(6D)
C(2D)-C(1D)-S(1D)
C(6D)- C(1D) S(1D)
C(3D)-C(2D)-C(1D)
C(3D)- (20) H(2DD)
(1D)-C(2D)-H(2DD)
(2D)-C(3D)-C(4D)
C(2D)-C(3D)-N(3D)
C(4D)-C(3D)-N(3D)
C(3D) C(AD) C(5D
(

el o]

C(3D)-C(4D)-H(4D
C(8D)-
C(6D)-
C(6D)-
C(4D)-
C(5D)-
C(5D)-
N(1D)-
)
D)

)
)
D)-H(4D)
D)-C(4D)
C(5D)-H(5D}
C(5D)- H(5D)
N(1D
(1D)
6D)-C(1D)
7D)-C(8D)
C(7D)-C(12D)
-C
-C

(
C(sl
(
C(6D)-
-C(6D)-
-C(
N(1D)-C(
N(1
C(8D)-C(7D)-C(12D)
C(9D)-C(8D)-C(7D)
C(9D)-C(8D)-H(8D)
C(7D)-C(8D)-H(8D)
C(10D)-C(9D)-C(8D)
C(10D)-C(9D)-H(3D)
C(8D)-C(9D)-H(9D)
C(9D)-C(10D)-C(11D)
C(9D)-C{10D)-N(2D)
C(11D)-C(10D)-N(2D)

C(12D)-C(11D
C(10D)-C(11D
C(11D)-C(12D)-C(7D)
C(11D)-C(12D)-S(1D)
C(7D)-C(12D)-S(1D)

N(2D)-C(13D)-H(13J)

H(11D)

(8

(

(

( )
C(12D)-C(11D)-C(10D)

( )-

( )-H(11D)

{

(

106.6
106.6
111.2(4
114.3(4
111.2(4
106.5
106.5

120.4
121.5(4)
119.2
119.2
118.7(4)
118.6(4)
122.7(4)
119.7(4)
121.5(4)
118.7(4)
121.8(4)
119.1
119.1
118.3(4)
120.9
120.8
121.7(4)
121.0(4)
17.1(8)
119.5(4)
120.3
120.3
120.0(4)
116.4(3)
123.4(3)
100.5
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[0991]

N(2D)-C(13D)-H(13K)
H(13J)-C{13D)-H(13K)
N(2D)-C{13D)-H(13L)
H(13J)-C(13D)-H(13L)
H(13K)-C(13D)-H(13L)
N(2D)-C(14D)-H(14J)
N(2D)-C(14D)-H(14K)
H(14J)-C(14D)-H(14K)
N(2D)-C(14D)-H(14L)
H(14J)-C(14D)-H(14L)
H(14K)-C(14D)-H(14L)
N(3D)-C(15D)-H(15J)
N(3D)-C(15D)-H(15K)
H(15J)-C(15D)-H(15K)
N(3D)-C(15D)-H(15L)
H(15J)-C(15D)-H(15L)
H(15K)-C(15D)-H(15L)
N(3D)-C(16D)-H(16J)
N(3D)-C{16D)-H(16K)
H(16J)-C(16D)-H(16K)
N(3D)-C(16D)-H(16L)
H(16J)-C(16D)-H{16L)
H(16K)-C(16D)-H(16L)
2)-0(3)

0(2)-S(
S(2-0(1
S(

S(2

02
o3
02
0@
O(1)-8(2)-03)
0(2)-5(2)-0(2)

(2

(

(3)-5(2)-0(1

(

(

(

(
0(3)-5(2-0(2)

(1

(37-

(

(

(

(

(

(

)-
) )
)- )
)-S(2}-0(3)
)-5(2)-03)

o(1')- () 0(2)
0(3)-5(2)-0(2
0(2)-8(2)-0(1)
0(3)-8(2)-0(1)
0
0
0
o2
03
o(
ot
(
(1)
(

)

1)-8(2)-0(1)
3) () ()
2)-8(

> () ( )
»S(2)-C(1S)
$(2)-C(1S)
(2)- (1S)
(2-C(18)

)-C(1S)
)-0(6)

1)
3)-8(
0(2)-S
O(1)5(2
0(5)-5(3

109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
108.5
109.5
118.5(17)
87.9(12)
108.0(8)
17.2(14)
31.5(6)
138.3(6)
23.8(18)
115.1(10)
110.6(8)
101.4(8)
111.9(14)
85.7(9)
4256(5)
95.8(7)
134.1(9)
117.0(16)
118.1(6)
99.4(4)
97.8(4)
104.8(8)
114.6(5)
113.5(2)
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[0992]

0(5)-
0(6)-
0(5)-
0(6)-

(5)-5@3)-0(4)
(
(
(
O(4)-
(
(
(
O(

)-
3)-0(4)
3)-C(158)
3)-C(15)
3)- c<1ss)
4)-0
4)0()
4)-0(8)
-C(35)
4)-C(3)
(4)-C(39)
S()OUH
S(5)-0(
S(5)-0 10
S
S
S

o(7)-
o(7)-
0(9)-
7
09
0@
o1

(
(
(
(
{
{
{
(
1-S5(4)
(©)-S(
S
1
1
2

-S
-S
-S
-S|
-Si
-S
-S
-S
-S(4)
-S
-S

o1
o(1
ot
0(12)-S(5
0(10)-8(5
0(14)-S(8
0(14)-S(6
0(15 S(6

)
)
>
)-8(5
)-

0(18
o7

UB) I

(16)-S(7)-

0(21) S(8)-

0(21)-5(8)-

19)8()

(21)-(8)-

0(19) -S(8)-

y

>

>

>

r

>

>

)-C
>
>
a
>
)-
)
>
)
)
>
)
>

0(20)-5(8
0(24)-8(9
0(24)-8(9
0(22)-5(9
0(24)-
0(22)-
0(23

9
9
9
1-0(1)-0(3)
S( }-0(3)-0(1)

C(25)-0(18)-S(2)
C(25)-C(18)-H(181)

-C 133)
-C(138)
-G

S
-S
S
S
S
)-5(9)-C(138)

(
(
(
(
(
(

e 02
114.2(2
110.7(2
105.8(3
105.3(2)
106.0(2)
114.3(2)
11.7Q2)
111.95(19)
106.3(2)
108.1(2)
103.7(2)
113.23(19)
112.94(19)
111.07(18)
106.1(2)

)
)
)
)
)
)
)
105, 6(2)
)
&)
)
)
)
)

108.3
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[0993]

S(2-C(1S)H(181)
C(25)-C(1S)-H(152)
8(2)-C(1S)-H(152)
H(181)-C(1S)-H(152)
C(15)-C(28)-H(281)
C(18)-G(28)-H(282)
H(251)-C(25)-H(252)
C(15)-C(28)-H(253)
H(251)-C(2S)-H(253)
H(252)-C(25)-H(283)
C(4S)-C(35)-S(4)

C(45)-C(38)-H(381)
S(4)1-C(3S)-H(381)

C(4S)-C(38)-H(352)
5(41-C(3S)-H(352)

H(351)-C(38)-H(352)
C(35)-C(4S)-H(4S1)
C(35)-C(4S)-H(4S2)
H(481)-C(4S)-H(4S2)
C(35)-C(4S)-H(4S3)
H(451)-C(4S)-H(4S3)
H(452)-C(4S)-H(4S3)
C(69)-C(55)-5(5)

C(6S)-C(58)-H(551)
8(5)-C(55)-H(551)

C(69)-C(55)-H(552)
S(5)-C(55)-H(552)

H(581)-C(55)-H(552)
C(58)-C(6S)-H(681)
C(55)-C(6S)-H(6S2)
H(8S1)-C(6S)-H(6S2)
C(59)-C(6S)-H(S3)
H(6S1)-C(6S)-H(6S3)
H(6S2)-C(6S)-H(6S3)
C(88)-C(7S)-8(7)

C(88)-C(7S)-H(7S1)
S(7)-C(7S)H(TS1)

C(8S)-C{7S)-H(7S2)
S(7)-C(7S)-H(7S2)

(731)0(73) H(7S2)
C(75)-C(8S)-H(8S1)
C(75)-C(8S)-H(8S2)
H(881)-C(8S)-H(8S2)
C(75)-C(8S)-H(8S3)
H(851)-C(8S)-H(8S3)

108.3
108.3
108.3
107.4
109.5
109.5
109.5
109.5
109.5
109.5
111.3(3)
109.4
109.4
109.4
109.4
108.0
109.5
109.5
109.5
109.5
1095
109.5
112.7(3)
109.0
109.0
109.0
109.0
1078
109.5
1095
1095
1095
109.5
109.5
110.6(4)
109.5
109.5
109.5
109.5
108.1
109.5
109.5
109.5
109.5
109.5
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H(8S2)-C(8S)-H(BS3) 1095
C(108)-C(6S)-5(6) 104.5(5)
C(10S)-C(9S)-H(EST)  110.8
S(6)-C(9S)-H(9S1) 110.8
C(10S)-C(S)-H(9S2) 1108
S(6)-C(98)-H(952) 110.8

H(9S1)-C(9S)-H(9S2) 1089
C(99)-C(10S)}-H(10A)  109.5
C(9S)-C(108)-H(10B)  109.5
H(10A)-C(10S)-H(10B)  109.5
C(95)-C(108)-H(10C)  109.5
H(10A)-C(10S)}H(10C) 1095
H(10B)-C(10S)}-H(10G)  109.5
C(125)-C(115)-5(8) 113.0(3)
C(128)-C(11S-H(11E)  109.0

S(8)-C(11S)-H(11E) 108.0
C128)-C(11S)H(11F)  108.0
S(8)-C(118)-H(11F) 109.0
H(ELC(11S}H(1IF)  107.8
C(1S)-C(12S)H(12A)  109.5
C(118)-C(125)-H(12B) 1095
H(12A)}-C(128)-H(12B) 1095
C(11S)-C12S}H(12C)  109.5
H(12A)}-C(12S)H(12C) 1095
H(12B)-C(12S)-H(12C)  109.5
C(148)-C(138)-5(9) 111.6(3)
C(14S)-C(13S)H(13M)  109.3
S(9)-C(138)-H{13M) 109.3
C(148)-C(13S)-H(13N) 1093
S(9)-C(138)-H(13N) 100.3
H3M)-C(13S)}-H(13N)  108.0
C(138)-C(14S)-H(14M)  109.5

C(138)-C(14S)-H(14N)  109.5
H(14M)}-C(14S)-H(14N)  109.5
C(135)-C(14S)-H(140)  108.5

H(14M)-C(14S)-H(140)  109.5

H(14N)-C(14S)-H(140)  109.5
C(165)-C(158)-S(3) 112.7(4)
C(16S)-C(158)-H(15M)  109.0
§(3)-C(158)-H(15M) 109.0
C(16S)-C(155)-H(15N)  109.0
S(3)-C(158)-H(15N) 100.0
H(15M)-C(158)-H(15N)  107.8

C(15S)-C(16S)-H(16M) 109.5
[0994] C(158)-C(16S)-H(16N)  109.5
H(16M)-C(16S)-H(16N)  109.5
C(15S)-C(16S)-H(160)  109.5
H(16M)-C(16S)- H(160) 109.5
H(16N)-C(16S)-H(160) 1095
[0995]
[0996] e 9AE WA= b AMEEHE U WE:
[0997] [ 48]
[0998] LNT.2EsOHell ot oA A wizliS=(A2x 103). oA wA A} A& olste] FHE FHehoh: -2p2[h

a*2U11 + .. + 2h k a* b* Ul12]

- 100 -



[0999]

un U22 U33 yz2 U13 U12
S(1A) 18(1) 21(1) 121(2) 12(1) -15(1) -2(1)
N(1A) 15(2) 24(2) 36(2) 1(2) 0(2) -3(2)
N(2A) 19(2) 20(2) 27(2) 5(2) 1(2) 0(2)
N(3A) 17(2) 23(2) 27(2) -1(2) 3(2) 1(2)
C(1A) 20(3) 22(2) 39(3) 3(2) -4(2) -1(2)
C(2A) 17(2) 24(2) 39(3) 2(2) -4(2) -1(2)
C(3A) 22(2) 22(2) 25(2) -1(2) 7(2) -2(2)
C(4A) 17(2) 29(2) 31(3) -5(2) 7(2) 2(2)
C(5A) 15(2) 28(2) 37(3) -6(2) 9(2) -6(2)
C(6A) 18(2) 23(2) 26(2) -2(2) 3(2) -3(2)
C(7A) 22(2) 23(2) 25(2) 0(2) 5(2) -2(2)
C(8A) 21(2) 25(2) 21(2) -3(2) 6(2) -7(2)
C(SA) 25(2) 22(2) 24(2) 2(2) 7(2) -3(2)
C(10A)  189(2) 24(2) 22(2) 3(2) 4(2) 2(2)
C(11A)  19(2) 23(2) 33(3) 2(2) 1(2) -8(2)
C(12A)  20(3) 22(2) 42(3) 6(2) 2(2) -1(2)
C(13A)  28(3) 39(3) 30(3) 15(2) 0(2) -2(2)
C(14A)  34(3) 44(3) 37(3) 1(2) 7(2) 13(2)
C(15A)  86(5) 26(3) 36(3) 3(2) 37(3) 2(3)
C(16A)  32(3) 26(2) 30(3) -9(2) 4(2) 6(2)
S(1B) 17(1) 18(1) 39(1) 3(1) 7(1) -1(1)
N(1B) 21(2) 16(2) 25(2) -2(2) 8(2) -3(2)
N(2B) 29(2) 24(2) 20(2) 4(2) 1(2) 6(2)
N(3B) 21(2) 19(2) 21(2) -2(2) 3(2) 2(2)
C(1B) 17(2) 20(2) 18(2) 0(2) 5(2) 0(2)
C(28B) 21(2) 23(2) 16(2) -3(2) 3(2) -4(2)
C(3B) 22(2) 18(2) 18(2) -2(2) 6(2) 1(2)
C(4B) 16(2) 23(2) 20(2) -1(2) 3(2) 0(2)
C(5B) 16(2) 21(2) 21(2) -1(2) 5(2) -4(2)
C(6B) 25(2) 20(2) 17(2) 0(2) 9(2) 1(2)
c(78) 22(2) 24(2) 20(2) -3(2) 9(2) 0(2)
Cc(8B)  29(3) 19(2) 27(2) 0(2) 17(2) -2(2)
c(98B) 32(3) 20(2) 25(2) 3(2) 16(2) 4(2)
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[1000]

C(10B)
c(11B)
C(12B)
C(138)
C(14B)
C(158)
c(168)
S(1C)
N(1C)
N(2C)
N(3C)
c(1C)
C(2C)
C(3C)
c(4C)
C(5C)
C(6C)
c(7C)
C(8C)
c(ec)

20(2)

24(2)
23(2)
18(2)
30(3)
30(2)
22(2)
30(3)
21(1)
22(2)
19(2)
28(2)
25(2)
24(2)
20(2)
34(3)
26(2)
24(2)
29(2)
22(2)
20(2)
25(2)
24(2)
19(2)
30(2)
23(2)
45(3)
33(3)
23(1)
23(2)
35(2)
24(2)
28(2)
29(2)
24(2)
31(3)
29(3)
24(2)
27(2)
27(2)
29(2)
30(2)
32(2)
24(2)
60(4)
33(3)

3(2)
-2(2)
-6(2)
-5(2)
19(3)
3(2)

7(2)
6(2)
9(2)
11(2)
4(2)
15(2)
2(2)
6(1)
4(2)
6(2)
7(2)
2(2)
6(2)
6(2)
7(2)
6(2)
7(2)
6(2)
9(2)
10(2)
5(2)
6(2)
7(2)
9(2)
7(2)
29(3
43
13(1
12
7(2)
16(2
1002
132
13(2
102
8(2)
10(2)
9(2)
15(2)
9(2)
8(2)
7(2)
11(2)
112)
16(2)

9(2)
-1(2)
2(2)
17(2)
6(2)
3(2)
10(2)
o)
-5(2)
o(1)
5(2)
0(2)
-1(2)
5(2)
42)
-102)
-1(2)
2(2)
-6(2)
-2(2)
1(2)
7(2)
2(2)
3(2)
-2(2)
11(3)
8(2)
-4(1)
-4(2)
2(2)
2(2)
0(2)
-4(2)
12)
-1(2)
6(2)
0(2)
-1(2)
-3(2)
-2(2)
0(2)
6(2)
-12)
10(3)
5(2)
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C(150)  51(3) 34(3) 41(3) 6(2) 23(3) 10(2)
C(16D)  35(3) 26(2) 47(3) 12(2) 19(3) -3(2)
s@  36(1) 27(1) 45(1) 9(1) 18(1) 2(1)
s@  23(1)  22() 24(1) -3(1) 4(1) (1)
S 18(1) 23(1) 40(1) 4(1) 4(1) 1(1)
SG) 23(1) 24(1) 41(1) 8(1) 12(1) 4(1)
se)  42(1) 19(1) 29(1) o) (1) 2(1)
s 3(1) 28(1) 39(1) 4(1) 12(1) 101)
s@)  20(1) 19(1) 24(1) (1) 4(1) (1)
s@  23(1) 23(1) 27(1) (1) 1) 4(1)
o)  67(4) 53(4) 52(5) 19(4) 29(4) 10(4)
0Q2)  56(6) 25(9) 107(14) 17(8) 13(8) 20(7)
0@3)  554) 54(d) 57(5) 23(4) 25(4) 8(3)
oy 79(5) 68(4) 48(4) 25(3) 39(d) 31(4)
02)  53(4) 20(7) 109(13) 14(6) 9(7) -4(5)
0@3)  3503) 71(5) 88(5) 41(4) 21(4) 9(3)
o4)  26(2) 26(2) 44(2) 3(2) 72) 2(1)
o5 402) 33(2) 35(2) -10(2) 02) 8(2)
06  23(2) 31(2) 26(2) 2(1) 9(1) 8(1)
on 212 27(2) 723) 112) 112) 0(2)
oB)  16(2) 4202) 57(2) -18(2) -3(2) 2(2)
00)  24(2) 29(2) 38(2) 2(1) 14(2) -3(1)
o(0) 432 49(2) 332) 122) 18(2) 30(2)
o) @) 48(2) 95(4) 34(2) 42) 1(2)
o(12)  78(3) 30(2) 342) 2(2) 28(2) 32)
o(13)  523) 72(3) 56(3) 16(2) 35(2) 33(2)
o(14)  94(3) 25(2) 35(2) 2(2) 32) 13(2)
o(ts)  37(2) 40(2) 352) 92) 12) 5(2)
o(6)  23(2) 37(2) 36(2) -16(2) 13(2) 8(1)
o7} 59(3) 36(2) 58(3) 23(2) 21(2) 5(2)
o(8)  28(2) 52(2) 322) -9(2) 9(2) 02)
o019 33(2) 19(2) 34(2) A(1) 72) 21)
0(20)  20(2) 24(2) 45(2) 4(2) 1(2) 2(1)
oR1) 320 34(2) 28(2) 3(1) 14(2) 2(1)
o@2)  26(2) 27(2) 24(2) 2(1) 9(1) 2(1)
0(23)  26(2) 23(2) 39(2) 3(1) 9(2) 8(1)
o(24)  26(2) 25(2) 42(2) 5(2) 8(2) -4(1)
C(1S)  60(4) 50(4) 56(4) 14(3) 5(3) 8(3)
c(s)  48(3) 52(3) 36(3) 10(3) 19(3) 2(3)
c@3s)  20(2) 37(3) 30(3) -4(2) 6(2) 5(2)
c@s)  323) 57(3) 28(3) 14(2) 12(2) 8(2)
Ci5S)  23(3) 31(3) 50(3) 112) 9(2) 8(2)
cies)  37(3) 32(3) 26(3) 8(2) 13(2) 3(2)
c7s)  32(3) 47(3) 38(3) 2(2) 14(2) 12)

[1001] C(8S)  48(4) 22(3) 73(4) 9(3) 8(3) 3(2)
C9S)  45(3) 31(3) 43(3) 12) 24(3) 72)
C(108)  118(8) 88(6) 104(7) -11(5) 58(6) 22(6)
C(118)  30(3) 25(2) 30(3) 32) 14(2) 2(2)
C(125)  40(3) 40(3) 30(3) 32) 1(2) 2(2)
C(138)  29(3) 25(2) 26(2) 02) 1(2) 12)
C(14s)  35(3) 32(3) 37(3) 202) 18(2) 2(2)
C(158)  38(3) 39(3) 35(3) 22) 19(2) 2(2)
c(i6s) 514  50(3) 63(4) 53) 40(3) 43)

[1002]

[1003] [ 49]
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[1004] LMT.2BsOHOll thab o2 R (x10) 2 5w wa] wAds(A x10").
X y z U(eq)
H(1AA) -585 2958 1019 35
H(2AA) 1142 2510 2886 30
H(3A) -993 5379 587 30
H(2A) -112 4894 1482 38
H(4A) -1173 4519 414 32
H(5A) -1024 3623 616 33
H(8A) -239 2190 1412 29
H(9A) 327 1779 2005 30
H(11A) 801 3220 2506 34
H(13A) 956 2107 3668 55
H(13B) 1268 1770 3586 55
H(13C) 853 1592 3162 55
H(14A) 950 1606 2041 62
H(14B) 1350 1846 2447 62
H(14C) 1048 2153 1770 62
H(15A) -399 5529 288 75
H(15B) -759 5883 -21 75
H(15C) -775 5281 -280 75
H(16A) -638 5607 1762 49
H(16B) -652 6075 1222 49
H(16C) -306 5694 1555 49
H(1B) 2048 25 885 25
H(2BB) 3779 -238 2945 33
H(3B) 1492 2364 765 27
H(2B) 2408 2001 1444 26
H(4B) 1368 1494 658 26
H(5B) 1566 616 765 25
H(8B) 2428 704 1523 28
[1005] H(9B) 3012 -1036 2140 29
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[1006]

H(14F)
H(15D)
H(15E)
H(15F)
H(16D)
H(16E)
H(16F)
H(1C)
H(2CC)
H(3C)
H(2C)
H(4C)
H(5C)
H(8C)
H(9C)
H(11C)
H(13G)
H(13H)
H(131)
H(14G)
H(14H)
H(14)
H(15G)
H(15H)
H(151)
H(16G)
H(16H)
H(161)
H(1D)
H(2D)
H(3D)
H(2DD)
H(4D)
H(5D)
H(8D)
H(9D)
H(11D)
H(13J)
H{13K)

3416
3579
3953
3582
3650
4042
3758
2099
1729
1737
1800
1763
2137
4627
6358
4060
4971
3932
4137
5015
5601
5987
6256
6636
6327
6168
6544
6177
4636
4280
4252
4450
4333
4723
7088
8828
6618
7510
6459
6639
7452
8028
8478
8654
9004

453
-889
-1033
-1293
-952
-744
-345
2713
3039
2500
2460
3014
2692
2587
2390
4939
4574
4060
3182
1871
1857
3052
1619
1887
2230
1769
1621
1339
5189
5544
4970
5092
5614
5354
320

271
2283
1833

950
-429
-812

655
656
-828

2358
3507
3472
2905
1829
2383
1811

612

363

1997
1591
1883
1195
3285
950
1649
845
1006
1821
2480
2673
2248
2761
2142
3891
3871
3323
631
406
55
2174
1683
1894
1462
3133
1123
1724
909
1112
1911
2416
2709
3792
3683

28
57
57
57
43
43
43
50
50
50
53
53
53
30
24
32
25
30
27
26
25
25
39
39
39
36
36
36
70
70
70
70
70
70
34
33
32
32
38
38
28
30
31
65
65
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H(13L) 8618 -1085 3187 65
H(14J) 8622 -820 2060 46
H(14K) 9023 -587 2493 46
H(14L) 8707 -220 1935 46
H(15J) 7042 2819 377 61
H(15K) 6720 3214 295 61
H(15L) 6632 2612 33 61
H(16J) 7101 2976 2179 54
H(16K) 6965 3437 1582 54
H(16L) 7320 3101 1708 54
H(1S1) 354 568 117 74
H(1S2) 34 756 315 74
H(281) 348 1552 757 67
H(2S2) 230 1466 -93 67
H(2S3) 641 1363 479 67
H(351) 2296 4750 523 36
H(3S2) 2109 4415 -213 36
H(4S1) 1692 5133 -749 59
H(4S2) 2102 5315 -517 59
H(4S3) 1901 5469 21 59
H(5S1) 2641 3235 241 44
H(5S2) 2548 3575 803 44
H(6S1) 3029 4152 984 48
H(6S2) 2760 4126 137 48
H(6S3) 3134 3806 444 48
H(7$1) 5283 2814 -129 47
H(7S2) 5465 3051 679 47
H(8S1) 5796 3675 290 81
H(8S2) 5368 3758 -148 81
H(8S3) 5587 3453 -521 81
H(9S1) 5428 806 551 46
H(9S2) 5579 1289 1119 46
H(10A) 6182 981 1462 150
H(10B) 5993 1119 613 150
H(10C) 6028 516 875 150
H(11E) 8109 3705 840 33
H(11F) 8195 3253 387 33
H(12A) 7581 2956 -55 57
H(12B) 7605 3553 -295 57
H(12C) 7500 3438 363 57
H(13M) 8341 797 1242 33
H(13N) 8118 1177 569 33
H(14M) 7744 447 -41 52
H(14N) 7716 589 698 52
[1007] H(140) 7955 95 671 52
H(15M) 272 2476 -63 a4
H(15N) 475 2669 763 44
H(16M) 317 3544 407 74
H(16N) -43 3188 97 74
H(160) 135 3371 -430 74
[1008]
[1009] LUT. 2UsOHe] bist A3l glo]El (= 17¢)
I 50
[1010] LMT. 2MsOHel tish 24 dloly 2 F+x Z2A
28 e 644125C171
AE A C18 H27 N3 06 S3
A T 477.61
- 150(2) K
DI 0.71073 A
AR A AAL A
T P-1
S A A5 a=11.6401(6) A a = 104.682(2) ° .
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= 12.0744(6) A B= 92.386(2) ° .
c = 18.4846(9) A y= 116.151(2) ° .
A4 (3
2220.42(19) A
7 4
1 = P
HECIEA) 1.429 Mg/m'
&5 2~ I~ _
w5 s 0.374 mn |
F(000) 1008
_]
24 271 0.30%0.18%0.04 mn’
doly #=xo disk Aer He |1.16 WA 27.57 ° .
A4 H -15<=h<=15, -15<=k<=15, —24<=]<=24
T3 HHAL 42564
= HHAL 10184 [R(int) = 0.0662]
HAEt= 2] ¢hulAd = 25.00 ° 99.6%
T BA T ERHE Y
Ad 49 A Eg 0.9852 2 (.8962
27 9 F2o tiet Aad-F LA
dlo] & /A A}/ vl 7] A = 10184/198/552
onﬂ 3 Aae 1.071
HE R A4 [1>22]79H(D] [R1 = 0.0593, wR2 = 0.1399
R AF(EE dolE) R1 = 0.0909, wR2 = 0.1566
= 3| A i (=173 A -
Ad 24 A3 % 43 1.192 2 -0.905 e. A
[1011] [¥ 51]
[1012] eull_onel Old A4 HE(x10) 2 B8 FIdx wA viARE(A %10, Uleq)= Jm U BlA ] 270

1/322 Ao x},
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[1013]

X y z U(eq)
C(14) 2847(3) 7453(4) 3069(2) 28(1)
C(2A) 2545(3) 8117(3) 2643(2) 27(1)
C(3A) 3528(3) 9173(4) 2496(2) 29(1)
C(4A) 4823(3) 9566(4) 2760(2) 3NN
C(5A) 5121(3) 8863(4) 3154(2) 39(1)
C(6A) 4156(3) 7809(4) 3317(2) 34(1)
C(74) 3630(5) 5911(5) 3768(2) 48(1)
C(8A) 4139(5) 5179(5) 4015(2) 55(1)
C(9A) 3314(5) 4011(5) 4119(2) 58(1)
C(10A) 1978(5) 3531(5) 3953(2) 52(1)
C(11A) 1451(5) 4217(4) 3678(2) 45(1)
C(12A) 2292(4) 5408(4) 3601(2) 42(1)
C(13A) 3947(4) 10426(4) 1555(2) 39(1)
C(14A) 3035(4) 10981(4) 2698(2) 36(1)
C(15A) 479(5) 2617(4) 4788(2) 56(1)
C(16A) 422(9) 1431(7) 3338(3) 212)
C(16) -175(7) 1295(6) 3509(4) 382)
C(1B) 1734(3) 3733(3) 1573(2) 20(1)
C(2B) 467(3) 2802(3) 1532(2) 20(1)
C(3B) -556(3) 2949(3) 1228(2) 20(1)
C(4B) -328(3) 4011(3) 986(2) 21(1)
C(5B) 938(3) 4959(3) 1054(2) 22(1)
C(6B) 1992(3) 4819(3) 1335(2) 21(1)
C(7B) 4382(3) 5861(3) 1707(2) 21(1)
C(8B) 5559(3) 6955(3) 1766(2) 22(1)
C(9B) 6724(3) 7111(3) 2126(2) 22(1)
C(10B) 6691(3) 6167(3) 2435(2) 20(1)
C(11B) 5535(3) 5073(3) 2382(2) 20(1)
C(12B) 4385(3) 4907(3) 2011(2) 20(1)
C(13B) -2276(3) 1245(3) 1673(2) 27(1)
C(14B) -2081(3) 892(3) 317(2) 27(1)
C(15B) 8932(3) 7573(3) 3209(2) 26(1)
C(16B) 8431(3) 5579(3) 2180(2) 29(1)
C(1s) 3536(4) 59(4) 4695(2) 38(1)
C(2S) 8797(4) 7948(3) 434(2) 33(1)
C@38) 5403(4) 3853(4) 327(2) 40(1)
C(48) 6718(6) 3037(5) 4356(2) 67(2)
N(1A) 4480(3) 7134(4) 3726(2) 46(1)
NQ2A) 3126(3) 9915(3) 2118Q2) 29(1)
N(3A) 1056(5) 2317(4) 4117(2) 68(1)
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[1014]
[1015]

[

N(1B) 3245(2) 5734(3) 13382) 24(1)
N(2B) -1895(2) 1871(3) 1060(1) 21(1)
N(G3B) 7903(2) 6237(2) 2774(2) 21(1)
o(1S) 1876(5) 153(5) 5602(3) 31(1)
0(28) 1457(5) 367(5) 4352(3) 27(1)
0(38) 3166(4) 2156(4) 5329(3) 28(1)
0(28) 3198(4) 1901(4) 4683(3) 26(1)
o(18) 2515(5) 924(5) 5683(3) 25(1)
o(3s) 1291(5) -191(6) 4380(3) 27(1)
0(4s) 10898(2) 10147(2) 1042(1) 34(1)
o(5S) 9224(3) 9462(3) 1796(2) 40(1)
0(6S) 10527(2) 8353(2) 1521(2) 39(1)
o(78) 6954(2) 2997(3) 257(1) 34(1)
0(8S) 6130(2) 2435(2) 845(1) 311
0(9S) 4703(3) 1484(2) -383(2) 44(1)
0(108) 7552(3) 4905(3) 3786(2) 53(1)
0(118) 3403(4) 3384(4) 3483(2) 73(1)
0(125) 6252(3) 2791(3) 2924(2) 57(1)
s(1) 2478(1) 713(1) 4948(1) 30(1)
S(2) 9944(1) 9074(1) 1257(1) 23(1)
S(3) 5818(1) 2588(1) 111(1) 22(1)
S(4) 7286(1) 3562(1) 3574(1) 26(1)
S(14) 1567(1) 6322(1) 3376(1) 32(1)
S(1B) 2994(1) 3393(1) 1838(1) 26(1)
X 52]
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[1016]

[1017]

eull Omol]l thsk A3 do][A] H Z}H[

°1.

C(1A)-C(2A)
C(1A)-C(6A)
C(1A)-S(1A)
C(2A)-C(3A)
C(2A)-H(2A)
C(3A)-C(4A)
C(3A)-N(2A)
C(4A)-C(5A)
C(4A)-H(4A)
C(5A)-C(6A)
C(5A)-H(5A)
C(6A)-N(1A)
C(TA)-C(12A)
C(7A)-N(1A)
C(7A)-C(8A)
C(8A)-C(9A)
C(8A)-H(8A)
C(9A)-C(10A)
C(9A)-H(9A)
C(10A)-C(11A)
C(10A)-N(3A)
C(11A)-C(12A)
C(11A)-H(11A)
C(12A)-S(1A)
C(13A)-N(2A)
C(13A)-H(13A)
C(13A)-H(13B)
C(13A)-H(13C)
C(14A)-N(2A)
C(14A)-H(14A)
C(14A)-H(14B)
C(14A)-H(14C)
C(I5A)-N(3A)
C(15A)-H(15A)
C(15A)-H(15B)
C(15A)-H(15C)
C(16A)-N(3A)
C(16A)-H(16H)
C(16A)-H(161)
C(16A)-H(16J)
C(16)-N(3A)
C(16)-H(16K)
C(16)-H(16L)

1.390(5)
1.408(4)
1.753(4)
1.388(5)
0.9500
1.388(5)
1.472(5)
1.387(6)
0.9500
1.390(6)
0.9500
1.393(5)
1.386(6)
1.394(6)
1.409(5)
1.380(7)
0.9500
1.387(7)
0.9500
1.399(5)
1.502(7)
1.386(7)
0.9500
1.768(3)
1.506(4)
0.9800
0.9800
0.9800
1.499(5)
0.9800
0.9800
0.9800
1.477(6)
0.9800
0.9800
0.9800
1.482(6)
0.9800
0.9800
0.9800
1.563(6)
0.9800
0.9800

- 110 -

[}

10-1888713



[1018]

C(16)-H(16M)
C(1B)-C(2B)
C(1B)-C(6B)
C(1B)-S(IB)
C(2B)-C(3B)
C(2B)-H(2B)
C(3B)-C(4B)
C(3B)-N(2B)
C(4B)-C(SB)
C(4B)-H(4B)
C(5B)-C(6B)
C(5B)-H(5B)
C(6B)-N(1B)
C(7B)-N(1B)
C(7B)-C(8B)
C(7B)-C(12B)
C(8B)-C(9B)
C(8B)-H(8B)
C(9B)-C(10B)
C(9B)-HOB)
C(10B)-C(11B)
C(10B)-N(3B)
C(11B)-C(12B)
C(11B)-H(11B)
C(12B)-5(1B)
C(13B)-N(2B)
C(13B)-H(13D)
C(13B)-H(13E)
C(13B)-H(13F)
C(14B)-N(2B)
C(14B)-H(14D)
C(14B)-H(14E)
C(14B)-H(14F)
C(15B)-N(3B)
C(15B)-H(15D)
C(15B)-H(15E)
C(15B)-H(15F)
C(16B)-N(3B)
C(16B)-H(16A)
C(16B)-H(16B)
C(16B)-H(16C)
C(18)-S(1)
C(18)-H(181)
C(19)-H(182)
C(1S)-H(183)

0.9800
1.390(4)
1.398(4)
1.770Q3)
1.394(4)
0.9500
1.384(4)
1479(4)
1.386(4)
0.9500
1407(4)
0.9500
1.387(4)
1.391(4)
1.397(4)
1.405(4)
1.398(4)
0.9500
1.385(4)
0.9500
1.387(4)
1.478(4)
1.386(4)
0.9500
1.766(3)
1.494(3)
0.9800
0.9800
0.9800
1.503(4)
0.9800
0.9800
0.9800
1.497(4)
0.9800
0.9800
0.9800
1.503(4)
0.9800
0.9800
0.9800
1.755(4)
0.9800
0.9800
0.9800
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C(29)-8(2) 1.768(3)
C(2S)-H(2s1) 0.9800
C(28)-H(282) 0.9800
C(29)-H(283) 0.9800
C(39)-5(3) 1.755(4)
C(38)-H(381) 0.9800
C(38)-H(382) 0.9800
C(38)-H(383) 0.9800
C(48)-8(4) 1.762(4)
C(48)-H(481) 0.9800
C(48)-H(4s2) 0.9800
C(48)-H(483) 0.9800
N(1A)-H(1A) 0.8800
NQA)-H(2A1) 0.9300
NGA)-H3A) 0.9300
N(1B)-H(1B) 0.8800
N(2B)-H(2B1) 0.9300
N(3B)-H(3B) 0.9300
O(18)-S(1) 1.573(5)
0(28)-5(1) 1.422(5)
0(38)-S(1) 1.508(5)
0(28)-5(1) 1.528(5)
0(18)-5(1) 1.312(5)
0(38)-(1) 1.473(5)
0(48)-5(2) 1.449(2)
0(58)-8(2) 1.447(3)
0(65)-5(2) 1.472(2)
0(78)-5(3) 1.458(2)
0(8S)-S(3) 1.467(2)
0(98)-S(3) 1.433(3)
0(108)-5(4) 1.451(3)
0(118)-8(4) 1.417(3)
O(128)-5(4) 1.4433)
C(2A)-C(1A)-C(6A) 119.8(3)
C(2A)-C(1A)-S(1A) 117.7Q2)
C(6A)-C(1A)-S(1A) 122.0(3)
C(3A)-C2A)-C(1A) 120.3(3)
C(3A)-C(2A)-H(2A) 1199
C(1A)-C(2A)-H(2A) 119.9
C(2A)-C(3A)-C(4A) 120.5(4)
C(2A)-C(3A)-N(2A) 116.9(3)
C(4A)-C(3A)-N(2A) 122.3(3)
C(5A)-C(4A)-C(3A) 118.9(4)
C(5A)-C(4A)-H(4A) 120.5

[1019]
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[1020]

CGA)-C(AA)HBEA)
C(4A)-C(SA)-C(6A)
C(4A)-C(SA)-H(5A)
C(6A)-C(SA)-H(SA)
C(SA)-C(6A)-N(1A)
C(5A)-C(6A)-C(1A)
N(I1A)-C(6A)-C(1A)
C(12A)-C(TA)-N(1A)
C(12A)-C(TA)-C(8A)
N(1A)-C(7A)-C(8A)
C(9A)-C(8A)-C(TA)
C(9A)-C(8AYH(3A)
C(TA)-C(8AYH(8A)
C(8A)-C(OA)-C(10A)
C(8A)-C(OAXH(9A)
C(10A)-C9A)-HOA)
C(9A)-C(104)-C(11A)
C(9A)-C(10A)-N(3A)
C(11A)-C(10A)-N(GA)
C(12A)-C(11A)-C(10A)
C(12A)-C(11A)-H(11A)
C(10A)-C(1TA)-H(11A)
C(TA)-C(124)-C(11A)
C(TA)-C(12A)-S(1A)
C(11A)-C(124)-S(1A)
N(2A)-C(13A)-H(13A)
N(2A)-C(13A)-H(13B)
H(13A)-C(13A)-H(13B)
NQA)-C(13A)-H(13C)
H(13A)-C(13A)-H(13C)
H(13B)-C(13A)-H(13C)
N(2A)-C(14A)-H(14A)
N(2A)-C(14A)-H(14B)
H(14A)-C(14A)-H(14B)
N(QA)-C(14A)-H(14C)
H(14A)-C(14A)-H(14C)
H(14B)-C(14A)-H(14C)
N(3A)-C(15A)-H(15A)
N(3A)-C(15A)-H(15B)
H(ISA)-C(15A)-H(15B)
NGA)-C(15A)-H(15C)
H(15A)-C(15A)-H(15C)
H(15B)-C(15A)-H(15C)
NGA)-CL16A)-H(16H)
N(3A)-C(16A)-H(161)

1205
121.703)
119.1
119.1
120.6(3)
118.6(4)
120.8(4)
122.003)
118.7(5)
119.3(4)
120.2(5)
119.9
119.9
120.1(4)
120.0
120.0
120.6(5)
121.4(4)
117.8(4)
118.5(4)
120.7
1207
121.8(4)
121.7(4)
1162(3)
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
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N(3A)-C(16A)-H(16]) 109.5
N@BA)-C(16")-H(16K) 109.5
N(3A)-C(16")-H(16L) 109.5
H(16K)-C(16)-H(16L) 109.5
N(3A)-C(16)-H(16M) 109.5
H(16K)-C(16")-H(16M) 109.5
H(16L)-C(16")-H(16M) 109.5
C(2B)-C(1B)-C(6B) 121.3(3)
C(2B)-C(1B)-S(1B) 116.9(2)
C(6B)-C(1B)-S(1B) 121.5Q2)
C(1B)-C(2B)-C(3B) 118.7(3)
C(1B)-C(2B)-H(2B) 120.7
C(3B)-C(2B)-H(2B) 120.7
C(4B)-C(3B)-C(2B) 121.2(3)
C(4B)-C(3B)-N(2B) 118.7(3)
C(2B)-C(3B)-N(2B) 119.5(3)
C(3B)-C(4B)-C(5B) 119.7(3)
C(3B)-C(4B)-H(4B) 120.1
C(5B)-C(4B)-H(4B) 120.1
C(4B)-C(5B)-C(6B) 120.4(3)
C(4B)-C(5B)-H(5B) 119.8
C(6B)-C(5B)-H(5B) 119.8
N(1B)-C(6B)-C(1B) 122.5(3)
N(1B)-C(6B)-C(5B) 118.7(3)
C(1B)-C(6B)-C(5B) 118.7(3)
N(IB)-C(7B)-C(8B) 119.3(3)
N(1B)-C(7B)-C(12B) 121.7(3)
C(8B)-C(7B)-C(12B) 119.0¢3)
C(7B)-C(8B)-C(9B) 120.9(3)
C(7B)-C(8B)-H(8B) 119.5
C(9B)-C(8B)-H(8B) 119.5
C(10B)-C(9B)-C(8B) 118.7(3)
C(10B)-C(9B)-H(9B) 120.6
C(8B)-C(9B)-H(9B) 120.6
C(9B)-C(10B)-C(11B) 121.4(3)
C(9B)-C(10B)-N(3B) 121.0(3)
C(11B)-C(10B)-N(3B) 117.4(3)
C(12B)-C(11B)-C(10B) 119.73)
C(12B)-C(11B)-H(11B) 120.1
C(10B)-C(11B)-H(11B) 120.1
C(11B)-C(12B)-C(7B) 120.2(3)
C(11B)-C(12B)-S(1B) 117.6(2)
C(7B)-C(12B)-S(IB) 121.8(2)
N(2B)-C(13B)-H(13D) 109.5
[1021] N(2B)-C(13B)-H(13E) 109.5
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[1022]

H(13D)-C(13B)-H(13E)
N(2B)-C(13B)-H(13F)
H(13D)-C(13B)-H(13F)
H(13E)-C(13B)-H(13F)
N(2B)-C(14B)-H(14D)
N(2B)-C(14B)-H(14E)
H(14D)-C(14B)-H(14E)
N(2B)-C(14B)-H(14F)
H(14D)-C(14B)-H(14F)
H(14E)-C(14B)-H(14F)
N(3B)-C(15B)-H(15D)
N(3B)-C(15B)-H(!5E)
H(15D)-C(15B)-H(15E)
N(3B)-C(15B)-H(I5F)
H(15D)-C(15B)-H(15F)
H(15E)-C(15B)-H(15F)
N(3B)-C(16B)-H(16A)
N(3B)-C(16B)-H(16B)
H(16A)-C(16B)-H(16B)
N(3B)-C(16B)-H(16C)
H(16A)-C(16B)-H(16C)
H(16B)-C(16B)-H(16C)
S(1)-C(IS)-H(1S1)
S(1)-C(1S)-H(1S2)
H(1S1)-C(1S)-H(1S2)
S(1)-C(1S)-H(183)
H(1S1)-C(1S)-H(183)
H(1S2)-C(18)-H(1S3)
S(2)-C(25)-H(2S1)
S(2)-C(28)-H(252)
H(2S1)-C(28)-H(252)
S(2)-C(28)-H(253)
H(S1)-C(29)-H(2S3)
H(282)-C(28)-H(283)
S(3)-C(38)-H(3S1)
S(3)-C(38)-H(352)

H(3S1)-C(38)-H(3S82) .

S(3)-C(3S)-H(383) .
H(3S1)-C(38)-H(3S3)
H(352)-C(38)-H(383)
S(4)-C(48)-H(4S1)
S(4)-C(45)-H(4S2)
H(4S1)-C(4S)-H(4S2)
S(4)-C(4S)-H(483)
H(4S1)-C(4S)-H(4S3)

109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
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[1023]

H(4S2)-C(4S)-H(483)
C(6AYN(IA)-C(TA)
C(6A)N(1A)-H(1A)
C(TA}N(IA)-H(1A)
COAXNQA)-C(14A)
COBAXNQA)-C(13A)
C(14A)-NQA)-C(13A)
C(3AXNQA)HQA)
C(14A)NQA)-HQA1)
C(13A)-NQA)-H(2A1)
C(154)-N(3A)-C(10A)
C(15A)-N(3A)-C(16A)
C(10A)-N(3A)-C(16A)
C(15A)-NGA)-C(16)
C(10A)-N(A)-C(16)
C(16A)-NG3A)-C(16)
C(I5A)-NGA)-H(A)
C(10A)NGA)-H(3A)
C(16A)-NGGA)-H(A)
C(16)-NGAYHGA)
C(6B)-N(1B)-C(7B)
C(6B)-N(IB)-H(1B)
C(7B)-N(IB)-H(1B)
C(3B)-N(2B)-C(13B)
C(3B)-N(2B)-C(14B)
C(13B)-N(2B)-C(14B)
C(3B)-N(@B)-H(2B1)
C(13B)-N(2B)-H(2BI)
C(14B)-N(2B)-H(2B1)
C(10B)-N(3B)-C(15B)
C(10B)-N(3B)-C(16B)
C(15B)-N(3B)-C(16B)
C(10B)-N(3B)-H(3B)
C(15B)-N(3B)-H(3B)
C(16B)-N(3B)-H(3B)
0(18)-8(1)-0(25)
0(18)-8(1)-038)
0(25)-8(1)-0(38)
O(181)-5(1)-0(38)
0(28)-5(1)-0(35)
0(3S')-5(1)-038)
0(18)-5(1)-0(28)
0QS)-S(1)-0028)
0(38)-8(1)-0(28)
0(38)-5(1)-0(28)

109.5
124.803)
1176
1176
110203)
114.903)
11103)
106.7
106.7
106.7
11L13)
130.2(6)
1013(4)
102.0(5)
119.1(4)
28203)
1039
103.9
103.9
116.0
125.803)
117.1
17.1
114.902)
109.1(2)
11.103)
107.1
107.1
107.1
114.902)
110.62)
110.8(2)
106.7
106.7
106.7
131203)
123.503)
25.1(2)
71.70)
110303)
134.903)
116.53)
84.30)
107.5%3)
45.02)
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[1024]
[1025]

[1026]

[1027]

0(18)-8(1)-0(18) 33.5Q2)
0(285)-8(1)-0(18) 109.1(3)
0(35')-8(1)-0(18) 93.0(3)
0(38)-S(1)-0(18) 103.3(3)
0(28')-S(1)-0(18) 148.0(3)
O(18)-S(1)-C(18) 107.02)
0(28)-S(1)-C(18) 114.7(2)
O(38)-S(1)-C(1S) 102.3(2)
0(38)-5(1)-C(1S) 113.6(2)
0(28)-S(1)-C(1S) 95.2(2)
0(15)-8(1)-C(1S) 104.4(2)
0(48)-8(2)-0(5S) 112.76(15)
0(45)-5(2)-0(6S) 111.68(16)
0(55)-5(2)-0(6S) 112.07(17)
0(45)-S(2)-C(2S) 108.24(17)
O(55)-8(2)-C(28) 106.71(17)
0(68)-S(2)-C(2S) 104.86(16)
0(95)-8(3)-0(7S) 112.41(17)
0(95)-5(3)-0(8S) 113.91(16)
O(75)-(3)-0(8S) 111.12(14)
0(95)-5(3)-C(3S) 105.99(19)
0(78)-5(3)-C(38) 107.38(18)
O(85)-8(3)-C(35) 105.42(16)
O(118)-8(4)-0(12S) 112.8(2)
O(118)-5(4)-0(10S) 114.12)
0(128)-8(4)-0(10S) 110.8(2)
O(118)-S(4)-C(4S) 106.2(3)
0(125)-5(4)-C(4S) 107.6(2)
0(108)-S(4)-C(4S) 104.6(2)
C(1A)-S(1A)-C(12A) 100.76(19)
C(12B)-S(1B)-C(1B) 101.93(14)

FES 942 BYAE 0 AgHE 9F 1

[E 53]

eull_Onol that oMb Al miAWZ(A X10). oW mAl QA A4E
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[1028]

[1029]

[1030]

yn y2 ys us yn yn
C(1A) 22(1) 45(2) 19(1) 2(D) 1(1) 21(1)
C(2A) 17(1) 41(2) 20(1) 4(1) o(l) 14(1)
C(3A) 19(1) 46(2) 15(1) 2(1) (1) 12(1)
C(4A) 19(1) 57(2) 19(1) -4(1) 2D 12(1)
C(5A)  19(D) 66(2) 20(1) -6(1) 2(1) 21(1)
C(6A) 23(1) 59(2) 17(1) -4(1) -2(1) 26(1)
C(7A) 752 90(2) 15(1) 8(2) 5(1) 73Q2)
C(8A)  86(2) 98(2) 19(1) 6(2) o(l) 83(2)
coA)  1012) 92(2) 20(2) 6(2) 22) 86(2)
C(10A)  100(2) 76(2) 18(1) 9(1) 32) 78(2)
C(11A) 86(2) 71(2) 16(1) 14(1) (1) 69(2)
c(12A)  752) 75(2) 15(1) 15(1) 8(1) 672)
c13a)  272) 44(2) 202) 8(2) 42) 3(2)
C(14A) 39(2) 30(2) 25(2) 72) 10(2) 5(2)
C(15A) 104(4) 34(2) 28(2) 4(2) -10(2) 34(3)
C(1B) 17(1) 22(1) 18(1) 4(1) 3(1) 10(1)
C(2B) 21(1) 22(1) 18(1) 6(1) 4(1) 10(1)
C(3B)  19(I) 23(1) 19(1) 5(1) 41 10(1)
C(4B) 20(1) 23(1) 22(1) 6(1) 3(1) 12(1)
C5B) 221 21(1) 24(1) (1) 41 11(1)
C(6B)  18(1) 2(1) 23(1) 5(1) 6(1) 10(1)
Cc(7B)  21(1) 20(1) 23(1) 6(1) 6(1) 11(1)
C(8B) 23(1) 19(1) 26(1) 6(1) 6(1) 11(1)
C(9B) 21(1) 19(1) 26(1) 5(1) ) 9a(t)
C(10B) 19(1) 21(D 19(1) 3 4(1) 10(1)
c(11B)  20(1) 21(1) 20(1) 5(1) 5(1) 10(1)
C(12B) 18(1) 20(1) 20(1) 6(1) 5(1) 8(1)
C(13B)  21Q) 302) 24(2) 10(2) 4(1) (1)
C(14B) 24(2) 26(2) 21(2) oc1) (1) 6(1)
C(15B)  24(2) 22(2) 25(2) 0(1) o(l) 8(1)
C(16B) 27(2) 31(2) 27(2) 0(2) 2(1) 18(2)
C(1S) 33(2) 49(2) 28(2) 7(2) 0(2) 20(2)
cS) 35Q) 29(2) 26(2) 2(2) -6(2) 12(2)
c(S) 62(3) 44(2) 31Q2) 12(2) 9(2) 40(2)
C(4S) 95(4) 51(3) 30(2) 16(2) 22(2) 11(3)
N(1A) 42(2) 88(3) 23(2) 2(2) -6(1) 52(2)
NQA) 20(1) 32(2) 19(1) 5(1) 2(1) 0(1)
NG3A) 159(4) 58(2) 17(2) 1(2) -12(2) 84(3)
N(1B) 18(1) 25(1) 34(2) 17(1) (1) a1
N@B)  17(1) 25(1) 21(1) 6(1) 2(1) 10(1)
NGB)  18(1) 20(1) 21(1) 21) 1(1) 8(1)
o@és) 392 25(1) 33(1) 10(1) 121) 9(1)
o;ss) 312 35(2) 34(2) ol 14(1) 10(1)
0(6S) 30(1) 27(1) 54(2) 14(1) -11(1) 8(1)
0o(78) 27(1) 48(2) 42(2) 28(1) 16(1) 22(1)
0(8S) 33(D) 42(1) 34(1) 23(1) 13(1) 25(1)
0(9S) 33(2) 28(1) 53(2) (1) -5(1) 3(1)
O(10S)  96(2) 27(1) 26(1) 4(1) -11(2) 24(2)
o(11S)  84(3) 128(3) 45(2) 25(2) 15(2) 82(3)
0(128)  43(2) 54(2) 28(2) 2(1) -5(1) -11(1)
SN 21(1) 19(1) 45(1) 13(1) -12() 5(1)
S(2) 23(1) 22(1) 20(1) 5(1) 3(1) 9(1)
S@3) 19(1) 22(1) 28(1) 10(1) 6(1) 11(1)
S4) 29(1) 22(1) 18(1) 6(1) 2() 4(1)
S(1A)  29(1) 43(1) 39(1) 19(1) 5(1) 26(1)
S(1B) 17(1) 2(1) 39(1) 15(1) 1(1) 7(1)
[3 54]
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S=50dl 10-1888713

[1031] eull_Onell i3k S22 HE(x10) R WA WA wAME(A <107,
X y z U(eq)

H(2A) 1662 7847 2452 32
H4A) 5495 10304 2671 45
H(5A) 6007 9108 3318 47
H(8A) 5053 5489 4110 66
H(9A) 3662 3536 4304 69
H(11A) 536 3874 3547 54
H(13A) 4800 11131 1827 58
H(13B) 3517 10752 1260 58
H(13C) 4057 9728 1211 58
H(14A) 2513 10627 3064 54
H(14B) 2623 11370 2445 54
H(14C) 3910 11643 2966 54
H(15A) 1173 3266 5213 84
H(15B) -13 1828 4928 84
H(15C) -105 2958 4669 84
H(16H) -60 541 3357 32
H(161) 1086 1487 3019 32
H(16J) -179 1679 3122 32
H(16K) -683 569 3701 56
H(16L) 94 977 3039 56
H(16M) -708 1698 3407 56
H(2B) 301 2081 1708 24
H(4B) -1035 4090 775 25
H(5B) 1095 5709 911 26
H(8B) 5567 7602 1559 27
H(9B) 7524 7850 2158 27
H(11B) 5531 4439 2601 24
H(13D) -1727 843 1744 41
H(13E) -3189 582 1529 41
H(13F) 2161 1901 2148 41
H(14D) -1922 1307 87 41
H(14E) -2973 184 197 41
H(14F) -1468 547 355 41
H(15D) 9282 8071 2855 39
H(15E) 9634 7519 3485 39
H(15F) 8555 8004 3570 39
H(16A) 7739 4713 1898 43
H(16B) 9145 5506 2426 43

[1032] H(16C) 8752 6089 1829 43
H(1S1) 4324 513 5083 56
H(1S2) 3770 163 4204 56
H(1S3) 3106 -863 4655 56
H(281) 8396 8376 210 50
H(2S2) 8124 7229 571 50
H(2S3) 9237 7616 64 50
H@3S1) 5170 3997 -144 60
H(3S2) 6146 4646 652 60
H(3S3) 4661 3623 594 60
H(4s1) 6520 2129 4255 100
H(4S2) 5930 3121 4436 100
H(4S3) 7389 3569 4811 100
H(1A) 5282 7506 3975 55
H(QA1) 2289 9350 1848 35
H(3A) 1596 2011 4279 82
H(1B) 3327 6282 1083 29
H(2B1) 2456 2212 994 26
H(3B) 7679 5766 3119 ' 25

[1033]
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