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K4, SHELXLIZ X K%L 17 7 4 LRk,

& CrystalStructure 401
File View Display Parameters HKL Utilities Graphics | Tools Window Help
Administration...

5. CrystalStructure - TOREEL 7 17 275 4 SHELXL DR,

SHELXL Refinement Menu

Main IRestraints & Constraints | Twin |

Number of cycles: I5 [V Use existing reflection file

I~ Refine extinction
Scale factor: |01129
[~ Absolute configuration

Extinction parameter: |E\ 00000 I Edit%t file before SHELXL run
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Max

Resolutions @theta): | DDU 0.000

Weight = 1/[sigma(Fa™2)2 + (  [0.1000 * P)2 + [0.0000 *P]
Select Program
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G ion Options
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Fourier Options
Number of peaks:  [20

[V Fourier after LS
[V Plot molecule

Coefficients: |D|fference v |

Dampine factor:  [0.00

Use recommended weights |

Save Options
( [~ Save current project

[~ Save current atom data ‘

ok |  Gancel | save |
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C3A

7. NIRRT O AL

eak coordinates and height

peak height =
=P 27060 0.2695

—1.720
0.570
0.550
0.540

0.4210
0.6138
0.6056
0.3404

1 N

0. 5001
0.5493
0.4278
0.5471
0.6252

Peak radius

0.80

z -
0.7678
0.7254
0.7997
0.7292
0.7127

8. MREIABHIREO TN (8

TEEOKE).

Count | Atom Atomic# X ‘ y 2 | Occ Beq ‘ Refined Mul b’
13 ] 6 04453 04294 07814 1.0000 2829 Aniso 1
14 G2 6 04486 05233 0.7600 1.0000 == 3620 Aniso 1
15 C3 6 02114 05454 07299 1.0000 m==p- 3676 Aniso 1
16 C4 6 02028 06357 07139 1.0000 4384 Aniso 1
17 C5 6 03532 07347 06524 1.0000 1.898 Aniso 1

9. Mk

BHEIEHE, nZ-1P 258 DEDEFTIZT 3.
ADFEZIZT S &, WNMHEETHAET 2R T L UMh
DOPART HZIZIE T 5 1 L DR IIERIP S 5.

TlE, X7 @ IZ/RL7=CLA 5 CAD R FEH M,
X7 (b) 1 d &9 BAHHIE 4 & 5548 D@

&R TN 5.

FOERI O ANHHAIRSE TH 2 TaelEi, FEEE
DR E H 54 5. [Utilities] X = = — @ [List Peaks]
% ¥4 % L& [Peak coordinates and height] & 4 7 1 &
Ry s 2ARFREhd (X8). HRRHATRLZ2DD
BTEEY -0, N TREICREWZ 2D
2%, %7z, [Utilities] # = 2 — @ [List atoms] % &R
T5L, [Atomlist] ¥4 7a s Ky 2 ZANFREND
(X19). %K T Beqa "5 &, C2LCIDREIFT
OWER T2, RO D FIZHARTRENZ &b »
5. L7n->T, C2LCINABHAIEE L 22 DE
LTI 2RBERHDZHTH 5.

FZBR D shelxlins 7 7 4 L\ PART i 47 D A F114il %
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C2A L C3AIZEH L, PARTIOZ L—T& L, BT
HHEY—-2sQllQarZzhFThC2BLCBE L,
PART2DZ )L —F & LTW5, PART1DMAOME T
IZ2% % C2A & C3A, PART2D @i DI NiZd 5 C2B
ECBARUINL—TIZBL, PARTOTZ L — 7%
IR T 3L EERL TS,

F 72, A # L site of occupancy (sof) & X 5
K66 DHDN 7 ATHRETS. HT Rk EIC
VBT OBAIE, sof DI [11.0] 127 > TV 3 23,
AHHFSE OSAI1E11.0 2 105 1IEH 4 5. HEED
{12 CrystalStructure D GUI E20 6 3 ZH 42 Z L8 T
&%, 11.00 [1.0] FhH5AFEL%, 1050 [05] Fdh

BHEPEFDOS5THB I EERL TS,
PART @iy 47 & WY, TEW%L%%@LT% Sl &

FITLUZER, MRCKRELEBTFEEOKRIIT AL
o7 (X11). 727 L, PARTLEPART 2D 1D
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P(ee ) E
1 C1 1 0. 443763 0.429210 0. 781702 11. 00000 0.05127 0.02933 =
i 0.02096 -0.00479 -0.00985 0.01810 ;
| PART 1 :
1G2A 1 0. 448646 0. 523293 0. 760039 10. 50000 0. 00634 !
1 C3A 1 0.211417 0. 545348 0. 729897 10. 50000 0. 00896 i
! PART 2 ;
1C2B 1 0. 2695 0. 5001 0.7678 10. 50000 0. 04580 i
1C3B 1 0.4210 0.5493 0.7254 10. 50000 0.04436 :
| PART 0 ;
1 G4 1 0. 204090 0. 635347 0.714014 11.00000 0. 12055 0.02533 =
: 0. 02431 0.01054 -0.01068 -0.00434 !
PG ) :
10. shelxlins 7 7 4 JL\D PART i £y D A 34,
Peak coordinates and height
peak height 4 v z -
1 0.490 0.3345 0.6264 0.7118
2 0.430 0.5913 0.4241 0.8021 Peak radius
P pi s s <‘ —
5 0.390 0.1228 0.5314 0.7434
H1l. PART @A &M L7220 — 755 DR (B TEE0kX).
Atom list X
Count [ Atom [ Atomic# [ 52 [ y z | Occ | Beg [ Refined [ Mul [;I
13 1 6 04438 04292 07817 1.0000 2673 Aniso 1
14 GC24 6 04514 05250 0.7598 05000 === 0501 Iso 1
15 C2B 6 02774 05021 07674 05000 == 3616 Iso 1
16 C3A 6 02097 05442 07305 05000 =P 0.707 Iso 1
17 C3B 6 04247 05507 07281 05000 == 3503 Iso 1
18 C4 6 0.2041 06353 07140 1.0000 4479 Aniso 1
19 c5 6 03513 0.7350 06526 1.0000 1.888 Aniso 1

X 12.

PART fii 47

TEDITIEAENELITHS (M12). 2D &S &l
B, WMICHEEREEZ TRHELEZFEITL, Hohk
WENRTERERGD 1) EXVEHARIZAS LI
TE2DLELIDODNHETH 57, SHELXL T2 T 4%
WS & AR EN TS LA TE S,

4.3.2. freevariables (FVAR)
HEZEOREZE(LIZ X free variable (FVAR) % f#iFH -4
5. FVARTI A DIHFEHDIST A — & — 135 IZEKD

Zr — )LIRT (overall scale factor) T&H 5728, 2% H
D% SHEED/ST A =4 —L LTHRIT2Z &0k
5. Z0LE, 02510 TYIMIELZEESTS. Z
DfEH, 8EL7ZPARTHFIZE T2 FO iR L
LThEiEnS. disd 2o bha%RIT [1-35
5E U 7= free variable D) ] £ 2%5%. ¥4 F—F X4V
DEAEN %L T ThiuE, BT HEEICHT
BHGIXNFEFEALE LN, ARHIFEEIZZEL &<
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c4

EHIFL 7220 — 703 OFER GREZKT).

f@ib&n.tﬁ , WP HFZOREEFEFE T2
GENBEEE, BAITXoTII1I5%IEE TEETE
Etﬁﬁé%ﬁﬁk%<&5;&#bb,fﬁ%%m
EERLI-MBHPLEE LI H 5.

X132 Al &9, FVAR & Ernh=17D1oOH
DIST A =2 —1F, BEROZTr =L TBANERT
W5, 2FHDOFVARICHEROYIHIE L L C0.6F21E
DA ATTT 5. #\T, PARTLIZIET B I 1D sof
%1105 5031057 521,012 H 4 5. PART 21
JE % JH 1 Dsof i -21.0 I H 5. PART 1D sof
[21.0] &, 10 D i} free variable D &H 5, 1D A EH
AuERLTNWS, DFD, 23 HOD free variable [0.6]
@11*&0).54ﬁff;15%> LEBRL TS, £/,
PART 2 D sof [-21.0] 1%, [1-(23F H D free variable D
fi)], 2% v yIEIX1-06T [04), ZD1ED LA
RBLwnHZLitnd MENEZFETTS L, PARTL
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' FVAR 7.00571 0.6 i
P(ee )
PC1 1 0.443763  0.429210  0.781702  11.00000  0.05127  0.02933 =
! 0.02096 -0.00479 -0.00985  0.01810 !
I PART 1 i
1C2A 1 0.451376  0.524978  0.759837  21.00000 0. 00634 5
'C3A 1 0.209660  0.544225  0.730452  21.00000  0.00896 |
' PART 2 !
iC2B 1 0.277380  0.502052  0.767447 -21.00000  0.04580 i
1C3B 1 0.424709  0.550687  0.728097 -21.00000 0. 04436 ;
! PART 0 !
1C4 1 0.204090  0.635347  0.714014  11.00000  0.12055  0.02533 =
: 0.02431  0.01054 -0.01068 -0.00434 ;
P ) |
K 13. shelxlins 7 7 4 LD FVAR A D AT (1).
! FVAR 7.00571 0.6 i
P(ee )
PC1 1 0.443763  0.429210  0.781702  11.00000  0.05127  0.02933 =
! 0.02096 -0.00479 -0.00985  0.01810 !
{PART 1 C21.0D i
1C2A 1 0.451376  0.524978  0.759837  10.50000 0. 00634 5
'C3A 1 0.209660  0.544225  0.730452  10.50000  0.00896 |
| PART 2 |
iC2B 1 0.277380  0.502052  0.767447  10.50000  0.04580 i
1C3B 1 0.424709  0.550687  0.728097  10.50000 0. 04436 ;
! PART 0 !
1C4 1 0.204090  0.635347  0.714014  11.00000  0.12055  0.02533 =
: 0.02431  0.01054 -0.01068 -0.00434 ;
P(e )
K 14. shelxlins 7 7 4 LD FVAR A D AT (2).

Count ] Atom ] Atomic# [ x y z Oce Beq Refined ] Mul El

13 (03] 6 04443 04293 07816 1.0000 2681 Aniso 1

14 C24 6 04503 05248 07597 06497 1623 Iso 1

15 c2B 6 02754 05011 07678 03503 1681 Iso 1

16 C34 6 02097 05444 07304 06497 1827 Iso 1

17 C3B 6 04223 05512 07272 03503 1686 Iso 1 J

18 C4 6 02041 06354 07140 1.0000 4513 Aniso 1

19 Cc5 6 03515 0.7350 06526 1.0000 1891 Aniso 1

] 15.

EPART 2D HELEDOF M [1] 12745 K 9 I free vari-
able L E N 5.

SOFEITIE, A E IS AT 5728 21.0
B L<IE-2008 L7, RHRMLEIC S 2R DGA
&, 7=l A2 R R0 b B A AR
2305, 4l Li2h 25513 AEN02BE K557
¥, sof DEIZZNZH2058 L<1E20.25124H T3
DR D 5.
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ABIHIRE & U ORFSHE L 78558

%8, sof DI, PARTMIADHAIZANTEEL
HIZERFH &, PARTICIET 2 510D sof 8 HEIHY IZ 7
Mz ohs (X14).

HAEEERENL MR, K150k 510k - 7%,
PART1D 2L — 7O 5 H #1349 0.65, PART2D
=T DOHEEIZHN035E K> T\D. HERFIZ#F
LWEE AL Ko7,
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(= =)
0. 0568 0.0366 0.0223 C14 |
i 0.5526 0.0468 0.0288 C15 may be split into 0.1299 0.0969 0.5045 and 0.1043 0.0616 0. 5033
0. 0454 0.0301 0.0226 C16

(-

16, FGPERER /ST X — 2 —I2F LR TUEDS R S 2545 D shelxlIst 7 7 4 L O H .

5. AHAIBENDHER
T, MEMAHHEESEIZED L IR L2 &
WDEAIM. ET =) IVy TII2DDETEE
=R 6N2 DN TH 55, FEERZIZZS
EQRY/AV A RNICR S AR
&mefmﬁaATi,ﬂﬁﬁﬁﬁﬁ%ﬂax—
—IZELWEGUER R 6N B84, shelxlIst 7 7 4
Jo@ﬁ%l@%ﬁ#&béhé(mm.tﬁ
M200ﬁ4b@ﬁ%ﬂfwﬁ100ﬂﬁﬁﬂﬁ
A= —=T22OD F XA VOEFMIRER T4 LT
%&L\J:')f; A%, [may besplitinto] ® A v+ —
&, CrystalStructure T, R 172 H 2

a b
17, 2[alfill 12 & 320 .

U v 7 LTERNE NS [Splitatom] DHREZE FHV 5 &, BIEEY -2 (@ ENEETHROT 5T T
HEIRIZE 72200201 5 2 &R TE 5. ZFIRL 7= (b).

HHENE, ALK TRREAFRENIL TH 0
Bk DH7E LNy, ARAREEO DO x4~
CHTZES &, 65 —HDF A4 VIcHY T 58
B —ONBNDZLndb. ZOEAEE, shelxl
res7 7 A ILDQDKE X, & 5 ik CrystalStructure
DE—=2 ) X b EERTS. 72, MKETLEEZ
5L, TNELWGTORNPAATSS5ILELRH 5.

6. ﬁ%ﬁ%?@ﬁﬁ%%ﬁ
BT, DT BRRNEICAAET 255 TH 5. 77
?Wﬂhﬁéﬁﬁuh®ﬁﬁﬁf%éo%%ﬁﬁ%%

MEIZ S THPET 258108, TONMERE & 7274
WTFRPE DR ZE AT #E@‘% HBHWIE, ABHI
MidEe LTS, M3 gd s b33, 2

DYy, ADPARTI B EfMHT5Z L1245
2 Ficd 2 REEFEBAEFICR TALS (X117
mﬂ.gmivﬁ@T EY -2 AR O BGA, 2
B OIZH 2ETEEE - 21220 F FF T4
&, WHEfETEROT NS TA2KRL 26
LA BE ARSI A >TLE S (X17 ().
ZOBOEAE, K18IZRTEH1Z, KEar vy B18. 2l 1= b 2 % B E RO
TED2ODREBEHME L THTT 2B ENDH 3.
SHELXLD AN 7 7 4 MIEK19D K 51274 5. PART 12k - TE, BEROEAAARHIGE 2 A3 5 A5

ﬁ%ufﬂjab,mMiHMJabfwé.%% IEET A2 HBH7EAD. TOEAIE, 1,1
23, B BV id 4l FIZH 255, sofid T h D DA FLHINAE & EBALIZ 1D D free variable % #] ) 24 T
ZHh [10.333] %L<1fm2& EHT S, 5. Thbb, sofid21.0&-21.0, 31.0& -31.0, 41.0

E-41.0D K H 1Tk D, KIS, ZHEFHROAHHIKEE
7. BEOAMICE 5 h 3 AEEEE BB TTIX, PART1, PART2L LT A —T 00 %# ¢

i 7z RS AU HAIERE Ol &2 T X 7228, 56 5. CENIHEBEOABARE I N2 g DT

VA Y % —F L 44(2) 2013 31
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H B W, free variable (X i K99l F TiRE T 5 Z & 4
T% B 7%, SHELXL Tl 984 i O A JHLHIAE & 12 %)
T AIENTE S,

8. Restraints, Constraints

ARANKEE 2 %5 By, KL TRE ST X — 2 —
ORMNFLLBATLED 20, FiIc kb Kotk s
INT A=A —DILEERL I B NEIITT EBEIT
X BLGANH 5. HOFEMIXRestraints & IFFIZH, 1t
Y, PIEA IR S, RREICHIREZ A 2 8 DT
bp. 72EZR, AEBRIPFEMETHLII LR
tert- 7 FIL DI DD X FIULFITHE LW Eidbh > T
WA, WEBRRNTL S &5 A ICi3mEic
B4 2 it & 2T .

Restraints 1%, /33 * — 2 — OIS 0 h, K
EICET 3 IELWERZIEINT 2 Z 8T, HIER
ISR B E VT *— 52 —DHIZE 4 5. Constraints
KB REIST X — 2 — DS .

_______________________________________

8.1. 1&&ICEA9 % Restraints

DFIX, DANG 35 ihEEicBad 2 0icdh 5.
BEAEEOMETIEE T 5. 72& 213, [DFIX 1.540.02
ClC2] E AN LA, ClE C20iEE % 6=0.02
TLI5AAICH§ 5 Z L 23K L T 5. HAIZL
D, cDMEENSLSTHLEEADKEZLS LD,
HWOMENKREL k5.

SADI & fEAHEECBIT 2R M TH 5. BE L 22
THIOKAMEEA% L <35, [SADIC1C2C3C4]
EANIL A, ClEC2, C3&CADFEAMHEEA S
LB LEEBKRL TN,

FLAT (37 & [A—Fi LIcES fidTch 5. B
EERO ik 2 IS 5. X200 & 5 554,
Cl, C2, C3LIEFIZIE L=< & BN, H\WIZHih
72JH - OJEIZ [FLATC1C3C5C2C4C6] D& S ITdE
ETBE, FMOMENLDEL 5BL5TH 3.

SAME 3 SADI & [RIBRICAS A FEBEICBE 3 2 T b
3. LSRRGS A E C o3 R8N 23MFAE S B Al
L, 220 F x4 YEITHEIMNIZ1,2-, 1,3-855 M

0.011297 10.50000  0.08714
0. 002352 10.50000  0.14423
0.005475 10.50000  0.08811
0. 002502 10.50000  0.12856
0.004182 10.50000 0. 15350
0. 000699 10.50000  0.09516
-0. 005421 10.50000  0.10471
-0. 008301 10.50000 0. 15669
-0. 005368 10.50000 0. 14498

! 1

101 4 -0.089341 0.046171
102 4 -0.009078 -0.020421
1 C7 1 -0.039769  0.057042
1 G1 1 -0.017741 0.170276
102 1 -0.050917  0.260096
1 C3 1 -0.029728 0. 365710
ic4 1 0.022853  0.378377
1 C5 1 0.056396  0.291310
1 C6 1 0.035165 0.185819
i PART 0

H ( — )

19.

LFVAR ...

| PART 1

'S

'S

P01A 4 ...

1CIA 1 ...

1C2A 1 ...

TC3A 1 ...

PCAA 1 ..

| PART 2

'01B 4 ...

1B 1 ...
B20. 5% KB FLAT @ fr. 1C2B 1 ...

1C3B 1 ...

'C4B 1 ...

' PART 0

21.

VA Y % —F L 44(2) 2013

210l I & 2 REFBOMHIZ I 5 shelxlins 7 7 4 LD A 14l

21.000

... 21.000 Pt
......... 21.000 | C4A  CIA
......... 21.000 |

......... 21,000 | C3A — G2A
......... ~21.000 | w28 — o8
......... ~21.000 | -
......... -21.000 | / 0\
......... ~21.000 | olg o8
......... -21.000 | 15

shelxl.ins 7 7 4 JL\D SAME i 4 D A Jf5l.
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IZBH9 % SADIfi A 64ET 5. X21121F, O1A» 5
C4A L O1B » 5 C4B O THFE A A HHAIKEE 4 & B 8554
DANIERL T B,

SAME (ZSADICEH XA 52 23 TE %523, K21
D SAME i 7 & SADI i 129 2 L IEWIZZ < O fy
EANLETNEES W (K22 ). &, KT
DY A MIBATHBRFRFTHIUL, TRTORTH
EANEFTICRED (>) d50hAD (<) Ot
FTETIEETES (K22 (b).

8.2. BRERTFICEAT % Restraints

DELU, SIMU, ISOR 33/ [X-12 B3 % Restraints
Tdh 5. DELUIE, MItRKEA &AL L, fEATTIHERST
DOWERF2E TS5 LI ITHM$ 5. SIMU I,
J 7 R AN R L 7B DL T DI - 25 P A 1
RIS 5 K 51T 5. DELU M & —FEIC i
ENBZENEW. ISORIE, K T2
BB &I HM 5. R KT 2 Non-positive
definite (NPD) 12 28185 R2H 5.

E-SADI 01A C1A O1A C4A 01B C1B 01B C4B
i SADI C1A G2A G3A C4A C1B C2B C3B C4B

 SADI C2A C3A C2B C3B
+ SADI 01A C2A 01A C3A 01B C2B 01B C3B
+ SADI CTA G3A C2A C4A C1B C3B C1B C4B

| SADI C1A C4A C1B C4B

 SAME 01B > C4B
i SAME O1A C4A < C1A

b
B22. SADIm A TOANBI (a) &ils %M L 7z SAME fir fy
DAI (o).

:"(I".".") """""""""""""""
i PART 1
'C2A 1 0.448646  0.523293
PAFIX 23
PHA 20 0
tHB 20 0
VAFIX 0
i PART 2
iC2B 1 0.2695 0. 5001
PAFIX 23
"HXC 2 0 0
PHD 2 0 0
LAFIX 0
! ( )

8.3. Z MM Restraints

Z Ot @ Restraints & L TSUMP A & 5. SUMP iZ
free variable O & Gt & {1 7 O Al 12 W A4~ 5 BRI fdi
T3, 72213, 32LLED F X4 Va5 kB AHH|
MOEDGE, W, HAROMZLICAS KIITLE
ks swn, FlEE LT, ZThZhO R A4 VE
PART 1, PART 2, PART 3245}, ThZhdD K X A
VI free variable # #| D 4T 5. K7L —TI@md 5
J1- D sof & 21.0, 31.0, 41.0IZZFE L, [X[23D &k (i
SUMP#T A CHIZ LIZ A 5 &5 IZHET 5. smmw
BAICHAE 0)*[] o, HMA & free variable D5 A3t
<.

8.4. Constraints

%2 Constraints T& 5. EXYZ I35 1 0 % 45
LT 2FMTH D, ERBABHIFEIZMHHT 5.
EADPIZJHE FOWMEK 742 F L T HMTH 5.
EXYZ & —HICliHT 2 Z &2 %0,

AFIX I NillAE 7TV ICBI$ 2 HWAETd 5. AFIX 66
ALl N6 D DIFAKZRE 1 T/RNEER, AFIX 56 3
SUTOEDDIEARFE T THEEROMIKET L ED
< 5. it, P A Ze VB SRR 2 BHR TR
SELILAICEARIX 2T 5. AFIX 231
u4mm>AHx%ﬁ 13 -CH; DKEJH+ % J8E X
5. AFIX 137 X AFIX 33 & [l 4k 12 -CH, D K K EH 1
EREXEDZN, REFTFOMO TREFR T % [HliE X
H, BPEEIZE & X< Y TEZE 5/ EIC-CH,
DHEEENRE S 5.

Kl24i2, AHHIFEE % & 5 C2A% &K UC2BIZ,
AFIX 23 # il L T-CH, D K RJF 7 & FE & &
55548 O shelxlins 7 7 £ L ~ND ATl /R L7 &

f f f t
M {RE =EH freevariable No.

X 23. shelxlins 7 7 4 JL\D SUMP i 4 D A J314l.

0.00634 |

0.760039  21.00000
21.00000 -1.200
21.00000 -1.200
0.7678 -21.00000  0.04580 i
-21.00000 -1.200
-21.00000 -1.200

X 24. shelxlins 7 7 4 JL\D SUMP i 4 D A S35,

VKoY v —F L 44(2) 2013
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A DmKEDH 7 LTEERFIZBT 557 X — & —
Th BN, KZEFERTFOWRERT [-1.2] &, AT
PR TOWRERTF O 12151285 Z L 2B LT3,

9. BBHWIZ

SHELXL D4 Z8ifli4 2 Z L2k b, AHEHIRE S
EEELUIREAFITTHILENTES. Lo
T, RIEA TS Ve & X L0 BRI, IR %
XS RTALS. BN TWBETEE DR X PIRE

VKoY v —F L 44(2) 2013

K DfEROHIZ, EROE v P2 EER TS0 E
L, 72720, WER T OF LOETGTERE 17#
JEDFRE N, $NTARANGEIZ L 5 & D LIRS &
V. ARHIRSE & LT 2 17 0 BRICIE, (s w
HaHpBEE R e bmahik<.

ZEX M|

(1) P. Miller: Crystal Structure Refinement: A Crystal-
lographer’s Guide to SHELXL, Oxford University
Press, (2006).
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