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RBREREKETORIE

Bruker APEX Il CCD
Mof&EiR (L = 0.71073 A)
HASE 60.8 mm

BROXKES HFE  ATEE TOEX-BHIOISLA

0.05-0.5mm 150 ~ (3000) 90 ~ 300K Bruker APEX Il, Shelx

SPring-8

+oEFEEN GO NZL

ERODEREQEELLVIC—BMGRAESESEERLET.
FITRAZBEWEZDITEBE XX =Bruker APEX Il CCDEIMFTETZFE AL TREE1TLY,
shelxZx AWV CTETZFITo>TWVET.

(FEAEDEFESRIL0.05 ~ 0.5 mMmODFERDKES, 57 F=150 ~ 100051 T DT
APEX IIDEBE CEICESEZZAVTIEERBITZTOICENHEEFET.

LAL, ESLTH, REVWEERLBFONEL, HAWIDFENKESAFREL S
[T+ A EEHEABONEWNMEELAHYFET. ZOKSILEHUTILIZDONT, H Al
SPring-8MiRLXEEZ ALV TRIEZEITLVELT-.
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L&MW A (CyH,NO,S = 289)
0.05 % 0.05 x 0.03 mm

ER=E BL38B1

sl X 8

100 K (SPring-8) 298 K

1=0.71073 A L=070A

60 s / frame 35/ frame

Camera Distance 60.8 mm Camera Distance 75 mm

+ oG EFREENAFONGL

ChLITRLIZIEE YA, DFE289M IEF(Z/NELV0.05 x 0.05 x 0.03 mmD B fEZD
EERFEE LSPring-8, BL38BITHAIELzEFA A—CERLET.
ERFEBECEIEREFRTITASP—FBROEMBRENSGONDIEM, 100 KELFF
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Bruker APEX Il CCD Quantum 210 ADSC CCD
Mo#RiR (L=0.71073A) W& (L=070 A) REZEA
HASE 60.8 mm HASE 75 mm — 150 mm ZEE 7]
0.05- 0.5 mm &/l 0.05 mmELTF
0.05 mmELF Tl 0.05 mmEAETIE
fEmDKES + S ETERE A Mosaicityh' K&EL{% S
wmoniily SENBL
150 ~ (3000)
_ DFEHIKEALD HRAL
NFE E+HtEAE
HELHEL

SEERZE &SPring-8(BL38B1) THRIE D E 4 HELVERLELT .

EREXETIIEEMOBRETRREZEEL, WMASRUVES FEMEREZRAETS
CENETHAIENDH60.8 MmmIZETELTULNET.
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e FE AT (1)

/ colourless needle

0.31 x0.03 x 0.03 mm

2RITNMR : BRI F DB EHEEITRE TERL
XAHMEY THEOLORELEZNESNAL
BEHOIARBLYTI) IV OBEIIEBNREEES

CDILEMIHIEMDENSEBINTE-LDTY.

EREERIX 7)o B DB B E DI DIAERELTH AT IETRET
BENHEFT DT, BERLEON, BERXIEEEBTNITASEREEEN
FHRMNEONET.

LHL, COIEEYIEBHMELMEONT, SOoN-EHEREIBLITRT L5120.31
x 0.03 x 0.03 mm3&IEFEIZT/INENEDTLT-.
F2RTENMRTIIBE L ZCHELDHBERFDREIXEHFETH=LDD, FELH
BHoTULVELT-.

COEBITOVWTIIEREREREE, SPring- 8 A THRET—INZoNFELI-=DTED
HERIZDOWLWTRLET.
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o e AEAT (1)

FERTAEE LB138B1D HLER

FERREE BL38B1
BIERE BE (A) HA5R BIEERE RIEHE resolution

¢ ! (mm)  (s/frame) (h) (A)

EEEHR  -123 071073 60.8 60 13 1.1

BL38B1 20 0.7 75 20 1 0.68

ENRBER, H555Pring STOEFEETT

FERERTIE-123E, FIrHR6c0R CRIERM13RHEZEMNTTLIA ETO A
T—REBBHONE—HTLED, ST TIEIE R TEICHERE 205 T8I E B 16

TO.68AETO R REED T —R%E1/HENHEFELS-.

71 Lk,

4 He
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o am EAT 51 (1)

BRT 2D

REEEF | BL3SBI
Size (mm?) 0.31 x 0.03 x 0.03
Crystal System Triclinic
Space Group Al
z 2
Tem?=er?ture -123 20
AR 0.71073 0.70
&) B.968(5) 8.693(5)
LA 12.821(8) 12 853(5)
A 14,769(10} 14.781(5)
al* ) I00EI2(7) | 1008415
A ) 91.40%8) 91.113(5) =
FAu 102.824(8) | 103.604(5)
V(A3) 1623.6(19) | 1572.4012) PEREEM LHEF
resolution (A) 1.1 0.68 ERbNBAE—SEFEDR
R, (all data) 0.1390 0.0823 !
whi, (I> 26 (1)) 0.1647 0.1456 1 e
*gor 0.950 1.056 ORFDERE

EBEO@EFTT—2TY.

WA EF AT S ETRIEIXI0%ZYIY, SHIZHEREL RN EMNS2RITNMR TLL
BERTRRESEBERFN, BMOAFLUKZF2AFEEDONEQE—INERINT=
CETREHFEZFELS-.

Ff=, JIILaA—ADIABRENSTI IV DiEREELREHEFELS .
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fE BRI (2)

ERFOEEDHNRICI DA EERE
ERTECIIERGEARBERE
RES MRS+ IHFEESEEOER

BHE MofRiR(0.71 A)
ERER |

AR E N KY BLERCURIBR(1.54 A)ICEZ AN EHY

BL38B1 REE@E L TEE, ARISERVIE TR
0.70A~ 1.90A

ERFOEEDHIRICEIDD FORMEERELITIICIKEESHIRLS+5
[CHAFHRDBEULGRVEREESCENEETY.

BE, ERETIEMOBREZFALTEY, MoDKfETIXE#ILEMPRIZEETNSS,

PS Cl, DRLGERFDEESHIRI/NSK BEITHRMBEEREZITIICIELY
ROVERDCUIRIRICEZDBENHYET.

LAL, CulRiRICEZ, BIET ASEEIRMEMBEL TRELGFH NERRABEELY,

BARTT-WETHYET.
€ TBL38BITIE/ NV DRFEE L THE, MRICKREEZADEMNHRLS

EQG, CONEMEFIALTEMBEEDREICEAT AERBLESUVISAEAEEITLE
L7-.
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fEEm AR oI (2)
SEF OREA MRS SEANEERTE
(73]

1.2 =07 A TRIE, BFZTL, RREFEEREES

SEEEDLWVEREERITAT—4

2. EfELTAL=13ATRIEL, Boh-RiTT—2L£0.7 ATRD =&
REFEFZAVTHEESRELLIRMEEIRE

1

BLG/NAAIVMHDEER, BABEZRET ST 2

0.7A:- BEMITAT—4 13A:. EXREERERAT—4

BMIESHTFORES BN REHAL TEAREBOREE[TIETT.
FEEET, BROTATHRIEDLVHEMERI AT — 20 b RERTEEES
£

HBEZTOEELTRE ACEER, BHLTRES SR M HEH
TF—5ERET.

CORET—4E07 ATREL-BEETERE RN CHERELETL ATk
HOEDDENBEERELELL.

0.7 ATIEBEBERAANT—4, L3 ATHEARBREAD T —5£85°L%
AMELTLET.

RIZEROHRT—2ERLET.
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tE e R (2)

D BEARETEIRILKRITIR

Q.

f
O"'"s"'D
(C1eHoNO,S = 289) 0.05x 0.05 x 0.03 mm
A &4
; X hASE B YA . B 72 B A
B (W) (mm) (s/frame) (° /frame) ¢C) (min)
0.7 75 2 1 180 6
1.3 75 1 3 180 1

<D SPring-8TIZEMK B ELLTAIELTWSBERDET HRILKRVTIRTY.
ERICAEL-FESTY.

BIEEEIXKRE7 ATE :'cH#F'Eﬁz% IRENALEE, afh18otk, BIE L6 &, KE
1.3 ATEABEELF, IREIA3E, | 1‘51;&601‘51 BIERME15 T, .:.nJr,ﬂll;EE‘—'FF'aEllo
55&@&)(%55%%‘1’6200);’&’510),,5'] FT—REBBIENHEFEELE.
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i am R AT A (2)

BRANETHAILFRUTINOHERT—4

Formula, F. W. C,gHgNO,S, 289.39
Crystal System Orthorhombic
Space Group P2,2,2,
a, b, c(A) 9.961(5), 10.651(5), 13.963(5)
V(A3) 1481(1)
Z | 4
Wavelength (A} | 0.7 | 1.3
R (all data) 00324 00432
Reflection No. 13760 2004
Correct 1839 541
Incarrect B93 146
Caorrect / Incorrect 21 37
Flack Parameter | 0.00(5) | 0.000(6)

CHELNERT—52TY.
RIEEFXELLEHEMETT .

NATYRRIZDWTRTHETE, BEO7ADOBIXESADLEN2.1TTA, 1.3A0D
FRE3.7EKYBLRBENRRLON, COHENERTHA I ENOLMYELT-.

RIIERBERMDILEMTAEETVELE.



BRSNSV, ERERTEERFNR oML

a5 e FEHT51(2)

QFFTFIFAYIT—

A(

(Co7H3N;0,S, = 533.75)

colourless plate 0.20 x 0.03 x 0.01 mm

[RIE &)
. . HASER BEAER iy s A58 B R
B (A (m;) (s/frame) (* /frame) ¢C) (min)
0.7 75 20 1 180 60
1.3 75 10 1 180 30
9:7J'7J~‘75\\21|§|L‘f‘*b7"_ AVII—THEZTVWEL. ZOEEYIEHEEEINEL

Fi-, BoNbFER$0.20 x0.03 x 0.0l mmE/NELVED, EBRERDEE TIEIELR

E‘Ii)\e?%bhit%ffbf—

AE %#li::l RLFBYT, KR0.7 ATERHFRE208), IRENA1E, BIERM I

607>, 1.3 ATEJHEE108, IREIA1E, AIERRMIL305

EMHEELE.

, E|FEEI0S TR ZSHZ
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E A AR AT (2)

@ FATIRA)ITT—DEFE

=134

CHLMNRKRLIZATOEFEBRTY. BRENABVIEELHY, BETFARYLDFRNT
WBHETHLHYFETH, BAEAETLOMAYHTHET.
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o mm AEAT151(2)

@ FATIRA)TT—DiERT—4

X Formula, F. W. CyyH3gN;0,S,, 533.75
/O{%N‘@N‘{%N‘« Crystal System Orthorhombic
o] s S o Space Group P2,2,2,
a b, c(A) 7.203(1), 13.912(3), 28.665(6)
V(A3) 2873(1)
z . 4
Wavalength (A} | 0.7 | 1.3
i (all data) 0.0443 0.0462
Reflaction Na, 1764 924
Correct 1820 282
Incorrect 1144 65
Correct / Incorrect 1.6 4.3
Flack Parameter | 0.00(5) 0.13(4)

EEDT—FTY.

WIFhDERTEREIXIVMENEONTEYET.

RIZINATYRFIZDWNTTIT A, 0.7ATIXELADLENL.6THADIZXL, 1.3AT
[F43EKYEBRLGENFIONTIVET.
CDT—ARAXYZDFATIFA)II—DREBEERTTHL, N EBEDRELIT
AFELT .

MNRERECIRBEEEICETAERTIIRRO7TADT—4%, B ERE(ZE
TEINATIERDT—RLERIZADT—FERANSFETY.



KNI FOiEmIEE

RIZERDERARDHNSLEBE D FOREVKIRRD FOBRT —2EHBNLT-
WEBWET.
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tEenfEzATHI (3)

B FRRKIEEY
‘ B(OH), Q ~
7:&&&%&@%&5&&;
oo WOO¢
Z S g: %BO o] BOd

BeESREABRRKIEORS—MEEY

F7(F, BOFRERIEEYMTY.

CDEIBEFIFNEBRERTATISA I FERVBEHLIXH T TRIGSED
& BEMICESLTIDISIGIRILBEREZEEMNICEASEZHAFRELTY
EX N

CORIFRIEEMEIT=FUHET, EBELGHFA T ANEEIRTDHIETID LK
BIEBEZEHMALES FRIT—ELTHREET DTEN /TSN TVET. EhonkE
mIEEEHRNLET.
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o em ARAT A (3)

OB FRFRIEEHOREFTERER

KEKAEORS—rOHEE(1)

@gfﬁa "
o oY

(CgsHgyByN O, = 1491.14)

Colourless needle 0.08 x 0.03 x 0.03 mm

SFmA, BattE
EBRFERTHE2EHIRSALIZL
BIEBE hASE  BAEME  RYA ¢ IR BRI .
¢ B W) (mm) (s/frame) (° /frame) (° ) (min) resolution (A)
27 0.7 80 10 1 180 30 0.72 (0.90 cut off)

KEBRIEEVMDHF AT ARLTIDESIBTUEZD LD FERIRTDE, 5
ERBENEDDHUNTBEESNEONELT-. ZOEHES0.08 x 0.03 x 0.03 mm%x
SPring-8IZT=ER, BAFM10%), IREALE A TR0 TRELEL:. 265
IR EBYERBOBIEICKYEECTA AASE mmD B DR KN REE0.72 AZE
THRLEREIFEBONEFATLED, 09 AXTIERIFLARFNEZRINELS-.
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o e AR (3)

KERRREQRS—tD#EREEE()

Maonoclinic P2,/n
a=11.360(1)
b =37.056(1)
c=19.087{1) A

f=92314(1)°

V=8028.2(9) A3

Z=4
Shell Limit R
Lower — Upper (A) nt
1.01 - 097 0.082
097 -093 0.102
0.93-0.90 0.145
090 -087 0,556

Resolution 0.90 A : R, = 0.0646, wR, = 0.1943 [/ > 25(/)]
Resolution 0.72 A : R, =0.0845, wR, = 0.2115 [/ > 25(/)]

CHEOLNEBROIEREETT.

7oA UM RBRAEQRS—FDORBIZTUEZ I L3N FHAMY AT EHEEE
HELTWAIENHLMYZET .

ERT—2ELTScalingDFEER, 0.90 AZIRITRINDIENELLDTWNDIEMND, o fF
BEZ0.90 AT o= T —AREZSTHWNVT—2M2EEEHAEL, ERF=E23, 090AT
Pot=ADRENLNZENTENEL . D FENTRERENLKREVDFDIBSIC
(XHAIEEBDEREEZY > THEEREILEITOICEL— DD AETHAIEMNTS
nELT-.
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tEeRfEATAI(3)

QB FARRRIEEMOEFTRER
REHKREORS—OHiE(2) R 120
o (L TR * : -

Lamnest

(Cy26H124B4IrN, 105, s = 2335.02)

/
red prismatic 0.05 x 0.05 x 0.05 mm ) e 4
SFRK, BRIEE N
BERE BE (A) HhASR  BAERE  RYA ¢ BIEEFRA  resolution
) (mm) (s/frame) (© /frame) (! (min) (A)
=173 0.7 150 20 3 180 20 1.14 cut off

KRET AT UEZDLAFAUTLED, AR DBIZRLETS.
CHLIFSHIZHFENKRERGY, BREDLENSG, HATRZEIS0 mmETEREL, Al

EEITVWELE. 48, COIEEYOREET —2E[HETIZIXZ LD RIE B EFFHE
AhMYELE.



fE en fE T (3)

RERAEORST—DHEREE?2)

Guest - Guest - Guest - Guest

Triclinic P-1, @ = 21.698(14), b = 22.607(14), ¢ = 27.010(8) A, = 67.78(8) ° , f=73.26(9) °
7=68.21(8) ° V=11220(10) A%, Z=2, R, = 0.1673, wR, = 0.3921 [/ > 25(/)], Resolution 1.14 A.

- ARG FRELES RKIRKAEORS—OZEAZEEL . S EE K

J. Am. Chem. Soc., 2009, 131, 1638

RERTY.

ENWCKBRRAEQRS—FDEALZIT A FRITHAEREL, EEEEERL
TWAIERDLMYZET .

HRET—RIZELTIE, RiEL16%, D fREEL.14 AT, U ELOHEIIHEFFATL
=M, BB FIcEF WY FEEL-.
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5 en A2 AT (4)

BiERA JTJO“?:IF##I?XHI:A%

QN/'CU Alky!atlon
A g ; Oa

> Dealkylatlon

Extended Structure Folded Structure
R ©
N—}
'ﬂ 7N
L
o=t WH &
~ M =y NaH, MPM-CI, DMF
bt M e R
Om{  “mme, NHA, i TEA, CHyClp —_—

— A ABRESKETIFEAY

RZ= p-methoxybenzyl

LI—D2DHERDKRFRIEEYDHITY.

TIREDNLEZEZTZILFILE, BR7ILEIVIET BZETTIRDcis, transh il {EIH S
CEERAIIBELTUVET. ChEFIALTIOBRLEBERMVFUOIRKRIBIRES
Bﬁ;iﬁtﬁ%’éﬁﬂib, BALVERBEED CHE LD EIZ DOV TR RETEITOISENE
KELT-.



i aa g AT 41 (4)

BiERAMyF U BRKBRRERAMEE Y DO EHEER

KRR FESETIFOME — 0.85A
R :0
.-h. "'.
w={ o -
o= BH-4 o 1
_._ : ::N.R! E c
[ == HH-E .:::. .." o
N 4 by
R’ o

(CseHeaNeO; = 947.13)

colourless plate 0.10 x 0.10 x 0.01 mm

HASR BAER RkUA "] BIERFRM  resolution

AERE
¢y BEW T (frame) C Jframe) ) (min) A)
-173 0.7 80 15 1 180 45 0.85

CHLICEITEGRERIESEEERLET.

HREAE FRIENHLLMEESMTI A, 0.10x0.10 X 0.01 mmADKE/NSHH
RREBDIENEE, 1BEZAEBISHIREIALE, AIERM4SHDEETEE
FITWEL. BFEGBEADEOLNMETH, RRDEERE(0.72 A) FTHA RS
NELNEHNST=5120.85 ATY>TWWET. F£fz, —FRARIYIHBTRNTEY, &
ERBNCEADMET.
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& e BT 151 (4)
KIS BT SF DR B
Y

Wiy
ca.6.5A

Monaclinic P2,/c, a = 14.658(1), b = 22.457(1), ¢ = 15.795(1) A, p=105.494(1) °
V=5010.4(5) A3, Z= 4, R, = 0.0798, wR, = 0.2489 [/ > 2:(/)], Resolution 0.85 A.

R ZE T o125, 18196.8 AREHI65 ADFYETA—Z2 AL KIERKBEZLTL
HIENDHMYZFELE.

HERT —RIIREASUENSEIZGE>TUNET.
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ST (BL38B1)Z R HET

- NSV, A TFENKEVESR
THEVT A "/oND

- ERETHRE®RERT 4
HHNEERERT —FEANGEOND

- AR ESFIEESHORMME S
BERTOHLOERRANBIFHES

10ugA T DFE& . I0nMUL T DM TORRBBTNAIRELBYEYT , ChIFBME
DHESAFT



# o

K ZBE (LEXRFEFER)
AHMH EE (RERXFEFI)

=8 E£F (JASRID
Ei5 AE (JASRI)
KE FE (JASRI)

B RS
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