EEEFRIFET— 47, 1, €028 (2008)

EEEXBAHICEDRARB Y RN J B O RS ERENT

I K S S LT SRR - SESRAE AR - X B A TR E
HEBRRERFBLEMER - (L5 - EMTFEL - EWRELES B

s & EE OBEAN?

($efm H 2008/4/10, F-fFa H 2008/5/21, =¥LH 2008/5/22)
F—U— R fMRE, R T, A FURA, ElE X,
=

A7 ha—E, VAR ERFEREITO RV IR KRR 2 XD E F T,
HERMOFHL S X7 B O X B E T 217 5 FIR, KOEESEZELHO-HLOT
b5, BT BORE MG 21T 2 Yt HER - OMEAZFHET 572012, fhidm
\ZPd, Pt., Au, Hg, % /A FE\WolzBHEbLEWEEEEAT L), BEin L
FHFIEICL ST, BV X NI EGFICEATHIVNERNH T2, bRy
BRSO TWERAFF = RNV AT A DA F U FEFOREHILAZFIHcEE. 29
WoTelhiBEETHZ el MMHFHEEZITY Z EMNARRICAR D, L, A4 VETOR
WHELOZBEPTRE T T 2 F 51, BRSO L S L CIEEITNE L, BHICH
ERREICHONTLE Y, A A UVRTFORFEHELIL, X S AEERIT RSN E
TIIREICEKGFE L TEREIZEEREL R0, BRED XBERAWEENAL TH
o LU, BED XBIIWEIZ L D2WINAKE W=D, JHIET — 2 OREENMETT 5,
INEEGET DIZITEDO TRPMEL 2D | S BT —ZITOBRICEH, HETNE R
N D,

WE - HE - AEK

RS EREMEATCX AL — AT A ROEREZD X FIE (1.5 - 2. 3AFLE) |
PUBHMER IR A& & o N7 ik i At e B (Hampton 8451 v > )L — 7 CrystalCap %) |
TR X A H AR

EBRTFIHE

1) B 7V OFHE
2) fEdmo~ 2k
3) X#REHrT — & Ik
4) T — X RNt



EEEFRIFET— 47, 1, €028 (2008)

EBROFEHM

1) o 7L OFHE

ATT DV TN, FEREFRRIRIL & L R D E F TONMNFERE (Native—SAD) 15 L
TWENEIDDOFRED 1 DIZ, AT UVDEEERNEZToND, FUoRXIEHITEENDA
F ORI, ATFAF= ROV AT A VERIEICHKT 208, @BHOZ 7 EThHIE,
INHOEITZITIUEZIE L, MR EIITAERNCE < . BEEELOEETE 3. RS
FER ONE R L, 20 FAZHRT DHE&ER 1O R EELZE AF ORER 1 F 235
CAP /B> (1, 2) 12 ko> T, iR ED R %2, HOREHN T2 8 TE 5, ZH
BRI EFDORESIIRT DA G VIRAOEIZE DB, WEICHIKTT 5, CAP /<P
% http://castor. sci. hokudai. ac. jp/watanabe/S—count/dD X 9 72— V%&{HiH & 7
JBRECHIN O B RE S D Z LN TE 5, YWREOEENS, ZOMEN 1.0O%L ETH D &
NARFFE DRI T D ATREME DN E Y, O MU OCAR/<KPEAZFIE L, Z0N 1. 0% L
EHIUE, £7 Native-SAD IC K AR EZRITT D E LV, BLEOHRLE LT, 1.5
AD XA ENT H5E . 100 7 EH7-0 4 47 5H.2. 380 X B TlI 2 HRREHITE W,

2) fEfR DO~ b

FBWE XBRIT. WEEOBEEBEERNRKEV, O, fEfEEICAFET DGO
WVENZ X DWW RN T T — X ORFEICRESEELTCLE Y, BRUANOWE &1,
BARWINZIZ Y A4 AW TH D, ZOREEF/NRICMA D201, X o7 ERkEho~
vy b EEE TR LR TR B0,

CHEEOY Y N —T R FOFEFEHEHTAES

BEO~T L M—THHWTH TS~ T T A5AIE, oA XL
IFIEFRIURXXONL—T 5L ek e V— 7T ORI OEIENPR 1D 72 70 A X H 12T 5,

cHEEO~T L M= RN T L CTHERTA5E

WEO~D Y M—TZNTT %5 & T, WKEEZmmIDR LT, Z o7 B
ZYTMTHZENARETH D,

- B0 EHRL(X 1)

FA O N—TD—EWEN y T LT, $IVERRD~ Ty MERENED Z LA TE
éo

- Sl AL (X 2)

V=T HRMEZ FOIZH » b T D & DB BRI DNIIRREED Z LN TE D,
AT DERICIE, T DO ZROMIC Y 37 B i & 2T,

D 2O0KEE, BEOS YL =T EERT 55E LHBLT, fREL O
BEOWHZD T Z LN TE D,



EEEFRIFET— 47, 1, €028 (2008)

7., Yur A x—7% (http://www. pro—wave. co. jp/) DU V)L —T7L. Aldhtt
(http://www. so—sho. jp/) ®» 7 U A % ) % ¥ 7 F ¥ — _ MiTeGen #t
(http://www.mitegen.com/ : H KK #H JE X . 7 v Vv <~ 7 7 & X %t
http://www. pharmaxess. com/) D MicroMount 72 FOHiIRY — /L& fEH = & T, BHEDO~ Y
VML= T %S L bAEREHORREE D L CHRE X TE S, 2L, 22T
ILTEHERS, ZNHOHIROY — NV EEAT 255 3R PN THE A=V x0T
WO THEEDVLETHD,

CEYET U — kv T RO (K 3)

KU RTERERIC A A=V 5230, B, FEROJEAFIZ Y T A AEERMEIELSF
FEL72WIREECRES 2~ T v N D HIENBREINTWD (3), ZOHIEIX, WD AT Z A
Xy 7V —%~v U M—7 OV, fEfmEE S EL5THIC, 7 AF YTV
—HZBUL T I TR ERGIBRET D, D, TIAXYET ) —LZOirE42H
fEL., ¥ 7V =0z, T/ e —"7%285 LT 5700, EH4 554
DHTZAX 7Y —iL, MREMFIFEHEN DY ET V) —TT7 2L T
BUWET D Z ERHKD, BEDH 5 HIXEE O ISEE L TV EHTIEEERNM T2 &
NTE D,

(F: ZOFEFLENINV—T LA~ T N EFEATW N, =713 L CHL T — X F5E
WIERESEELRZVWOTELTCLE>YGAERHY . 00X ¥y 7 U —hy
TN EREATHTND, )

. T IATWEE E LT, RXT RoRT T 4 oA Ao T lliREEE WD
BB OEND, KRFECZOWTH, 29 LIEMEEROFERIXRER WA, Wiz LT
IR EDNDIRVIEI RR W SICEDVIZRNVO T, T SR B RN IR RE THifs .
XFTHERW, NT NUATKERE WO, fEEEFAOER AR BREIZSL, 20K
EIZFEARETH DL, EFOITELARMED T 47V A A NV flio TN D,

3) X #RETT — & I

A F A O A B EELZE 2 WE T 572010, HEBRIEWIRE O X 2 W CEdr
EERAAIT O, BEDERZRTIE 1.7, 1.8, 2.0 AbWo-EERHWSLNS, Bk X S
2. BREHEEFSOERBE 13, A A VEACEL UL, BEERIEEENRE 2D,
WENELS RDIZLEN-T, T—XREEDKRTFTLIHHE LD, EBRERO X B34 EE
TiX., Cu Kaf(1.54 ) LISMZ, Cr KafR(2.290) WHWBILD, KiE XRIC X 2 a1
F—ZHIE T, ZRMERROBMIC LD XN OEE L /NS SIMZDLERDH 5,
FIREAD X MRRAERE T CrKaMREHHAT 2551, ~U U L8R, R O 2
MEIRFBEADOE DTy — MR LUTZEENTRSNTWD @), S5, 2 A—FD
FI, v v TIROEGEEZMINL, 2V A= biERE TOERUICT X D EELE D &
5L TELG), T—FHEICEL T, —f&ic, @FEoRPTT—Z2HE LY L ITE
J (Redundancy) & LI TREGGHE Z LT 5 &0 RORERMEOND, Ll BIERH D



EEEFRIFET— 47, 1, €028 (2008)

F 25 LRSI L 2T — 2 EOKR T RBEFICENDLI bbb, £, L
OREETTREE A LI 5 LT FRE/2 T — 2 DD DO E V5 K 5 e 72 el 1 X7 1E
L7aVy, YBFFER O FEE TIE, EHREEIC X 2 RIPTEERE OEE /2R & W72 RS
PFE L7 WA, TUREEDS 16~20 LU THIUIAARRE (SR L, MR AT RE 70 87
ERELNTWD, 360 EOHBEORET — ¥ OILEE, OB T 257 7 o iEO%f
MEOEX2 (22 T2HEIIKEERICAD EEEHD EE2 D 2[0]) TRENMIHETE 5,
Bz iE, R2,22, THIUE, 7 7B mom TEGALEIL 8 720D T, 8X2=16 £721 . 360
IR EE A RS & T L ERRIKRO IR EIXIZITHER T 23 EIZR D,

4) T — 2 AT

T — ZREAT IR, E O B R FEEGELYE (SAD 15) & EEARMICIIZE D LR, 22T
IZ HKL2000(5) ., SHELXC/D(6) Z I\ 5Bl Z A3 %, MIE LIz A A=Y %280, A7
— ) 79 %, HKL2000 Zf# 3 584 . Scale Z 7 H1®D Scale Anomalous A4 73 3 I
LT, @mILEEICHE CTE 581 0n 12, ffmOHENMRW e EOBH T, ®ItEE
WCHIE CTE 2o 23581385 @ Anomalous A7 a3 L TWb, —HTF—XE~—
LTLEI &, bLDOT—ZDBFo TOWIEHEHERB LD TLEY, ZOZRDOWLHET
SHELXC (7) 2 F L 7= 55 B IS HEEHE I DR 5 7o fed8 23 ok 7 < 72 B 7 ob S Al S D R EE %
=Y LW EFEORITRET —Z 7 7 A L E/ES TBWIE 9 BV, Scalepack TlX
no merge original index A7 > 3 L AffIT TR EAEETH S (X 4),

A F T JRF o O Ol oD F 5 BELR - O AL & P E 1L, SHELXD (8, 9) 2 FVNTAT 9, SHELXC
K> SHELXD Z A7 DB, HKL2MAP (10) Z IV 2 & 7T 7 4 U MITHEIET 5 Z &N TE S
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Site Configuration Crystal Information

Help

Add Meacrn ‘ [iemove Macr!

—Eelure Indzsxing
[huring Befinement

AddMacro | Remove Macro |

Project | Data | Summary | Index | Strategy | Integrate | Scale | Macros | Credits | Copyrights

J

~During Intsgration— —
| AddMacro | Remove Macro ‘

|

[NO MERGE ORIGINAL INDEX T

| AddMacrc | Remove Macro ‘

 'mmediate Execition

[ Run Macro

E4 HKL2000DGUID, <49 O%FdhdT 585 DN TEERL,
ScalingBr DA 73 UMD T, @IZNO MERGE ORIGINAL INDEX &
A4 TLTRAAd MacrosZEV ) v o3 dE, @OERIZA T aon
EHRIND. CORETRy—)20095E, 7—PLTWNVELNT—
AMTILTy hEnb.
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File Tools Help

Project name :  |3f0deq_nomerge h

U

I SHELXC - prepare +F or FA data from experiment 00:00:08 (I
Prepare Fa data from  SAD | experiment.
|Native in : | |  Browse |
[HAn : |homeryury ork/CrExp/Thaumatin/040711/Try2/Reff360deg_nomerge sca Browse |
Cell: a [57.901 b [57301 ¢ [150.189 apha |30 beta |30 gamma |30
Space group name or number : |P41212 confirmed : & h
[native out : | [3B0deg_nomerge hkl Browse I
|Faout : |3B0deq_nomerge_fa hki ' wrse

more options | view graphics | Run SHELXC |
[~ SHELXD - find heavy atoms

[T SHELXE - phasing and density modification

21 Current status of data preparation, substructure solution and phasing :

/ SHELXCY,/SHELXD\/SHELXE original),/ SHELXE inverted\
SOM 1/2-X, 1/2+¥, 1/4-2
SYMM ¥, X, -2
SYMM 1/2+X, 1/2-¥, 3/4-E%
sy -v, -X, 1/2-2
SFAC SE
UNIT 256
SHEL 999 2.7
PATS
FIND 8
MIND -1.5 -0.1
NTRY 100
SEED 1
HKLF 3
END

L

B T B O S
+ SHELEC for 360deg_nomerge finished at 10:10:30 on 01 Apr 2008 +

B o I S L S o o o o B & & 2 S SN S

| KL

K5 HKL2MAP SHELXCERHZERBEILI=414 > K.
DFEFTIRDzH FEEANDS. BHIEEELLZITIIE,
CORBBBTI T R IT7AILDARNFERAESNS.
@Native-SADDIZE 1L, Native nDH S LIFZER TR
, HA InOASALIZHELEREZ274ILEANS. B
I—PLTWEWLWRE I 74 ILEFESKIL BFEHE
HROEMBEZANLAETNIEAZESEL. ADLEL,
TRIBZDIEEDEAIZH A, confirmed Ry I XIZF vy
J&EAND. @WRunTELHES. view graphics?RA > T,
DTS I7ERAHEMNTES.
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File Tools Help I

Projectname :  |360deg_nomerge

|~ SHELXC - prepare «F or FA data from experiment 00:00:08

| SHELXD - find heavy atoms COmax : 50.69 Try : 100 /100 00:08:50

e
_F

IFa in: |350deg_numerge_fa.hkl Browse
|Ins in : fSGDdeg_numerge_fa.ins Browse

Find (10 heavy atoms oftype |5 .Usedatafrom (393  to [22  Aresolution.
Allowr 1nn special positidis? 1&5 % no t
Limit nuimiber of tries to :

|PDB out : [360deg_nomerge_fa,pdb ' wWSe

more options | view graphics I Run SHELXD |

|~ SHELXE - phasing and density modification _/
_1 Current status of data preparation, substructure solution and phasing :

4.2 - Data input and E-values
0.5 - Generate TPR
161.6 - PATS
161.2 - Full symmetry PSHMF
34.1 - FIND
0.0 - PLOP
0.0 - GROP
137.9 - all FFTs
27.2 - all peak-searches
0.0 - Rest
B o B T T S T T SR e
+ SHELXD finished at 10:23:54 Total time: 527.63 secs +
+++ £ 5 1 okl o ++++ —;

K6 HKL2MAP SHELXDERRZ#EBEL -1 > K.
MSHELXCZELEB-EEEE, COAMTLIZEFHY
[CEEASN TS, QEEMELRFOE S S ZTDH,
FRFBAAIEF IS] TEL), DETHNIEDEEEE
B, Y4 O HELEETSH. QRunTELHED. view
graphics(R2 VT, MFDIT S I7ERDHIEMTES.

12



EEEFRIFET— 47, 1, €028 (2008)

- «d"/sig> vs. Resolution- - Seif-Anomalous CC vs. Resolution
«d"fsig> Self Anomalous CC
5 e 100
NAT NAT
90
SAD SAD
4 80
70
3 60
50
2 40
30
1 o 20
10
0 M M M M 2 M M N M # Resolution [A] [ | N M M a . M M M : # Resolution [A]
inf 218 109 73 5.4 4.4 3.6 3.1 2.7 2.4 2.2 inf 218 109 73 5.4 4.4 3.6 3.1 2.7 2.4 2.2

(a) (b)

7 (a) SHELXC, <AF/o(F>EDHfEREICRT S TAY k. (b) SHELXC, T
— R EFEICRBILI-Y Ty FEIOEREREZEDHEBICC(anom)ED 7 fREEI
3 HTAY k.

13



EEEFRIFET— 47, 1, €028 (2008)

CCall vs. CCweak
CCall
60 g

50 = «e®
40 =

30 =

0 $ § + + + § # CCweak
10 20 2 30 35

K8 SHELXD, & rSA4I2D0WTH, B
LR ERFDOHEEEERMEDHEBEZRECC
DEFHm IOy b. CCliFeREIZxtT 5
CCIETHY, CCweak)LREDTL\REIZ
DWTHCCIETHD. BLIZEENTHII-F
S>TWHEMN, ELWVEEZEZRDIT A
. BEBKT—RAENTETWBEERMN
ZLVEH, COTIL—TOENREZLES.
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- Site Occupancy vs. Peak Number-

Site Occupancy

1.0 ==
Try :57
CCall : 17.58

0.8 =

0.6 =

04 =

02 o

0.0 $ + & + $= Peak Number

9 SHELXDAVRTE LT-EEHILEFD,
S A FE(Occupancy)ZH 4 FEIZTAY FLT=
527, 10 B LIEOEABIRICTN->TH
Y, EEFETOY A FOEEENSIN. &
WEHEARNS.
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File Tools Help [

Project name : [asudeg_nnmerge J

I~ SHELXD - find heavy atoms

[T SHELXC - prepare +F or FA data from experiment r

1 SHELXE - phasing and density modification

|Na’u've in: |360deq_nomerge hkl Browse
|Fa in: |360deq_nomerge_fa hl Browse
|SHELXD out : |36E|deg_nomerge_fa.res Browse

Phase structure and refine density for |20 cycles. h

Use fractional solvent content of D 52 - estimate the solvent content |

Hative data do include 'y atoms.
Invert heavy atog@substructure for phasing? try both enantiomorphs ~ — | -

|Fhases on @ [SBDdeg_nomerge.phs run xfit l Browse |
|Phases inv : | |360deqg_nomerge_iph t run xfit I wse |

il

more options I view graphics | run SHELXE |

.l

1 Current status of data preparation, substructure solution and phasing :

/SHELXC\/SHELXD',/SHELXE original,/SHELXE inverted

L

‘\.l

10 HKL2MAP SHELXEEH ZRBEALI=714 > K.
OSHELXDDEZTHNIEA Ty b T 7/ LIZEET
BHESND MERBROY AV IWNEITNRED200 1 0
LTCEWTI LTy R IZ74LE23BEMICEEESN
6 @%?E;& BUONIEDRFENSRIEL > 1-EK

E%ANTS. QRAELET—42tY MIAFDEF
(heavy atoms) ZBFA TSN T,Mdol #:EIRT 5. @
fEMDTry both enantiomorphs Z &R L TH < &, SHELXD®D
RICH LT 2DODFRTHEHEZTI GQRunTELE
%. view graphicstR2 T, MFDIT T T7ERHIEN
TZED.
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- Contrast vs. Cycle-

Contrast

0.6 ==
original

05 4 inverted

04 o= Pseudo-free CC
66.56%

03 =+ 31.53%

0.2 ==

0.1 ==

0.0 : } } } + Cycle

11 SHELXEIZLAFEDHFER, LHIBEDHY A UL
BT B, F NV ELFMHEE & BESFREEZRE
BLAOBTETWANESIHDBERELLMETETH
SContrastDFD 7Oy b. SHEXLDAVRE L1=A41)
OFIVDEIZ (FR) HA20H 4 J ILEIZ60%E < EFTELREL
TWADIZH LT, FOHFEDFER (F) 1L, KELEHND
HBWTINZERBZSAREETHS. &oT, FOF) OF
IWDERZTHEL-ERENENS LWV R TE S,
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