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State-of-the-Art Single-Crystal X-Ray Diffractometer

CCD System
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The area detector CCD system revolutionized the speed, accuracy, resolution, and quality for single
crystal X-ray intensity data collection, thus allowing crystallographic analysis for smaller and more
complex structures. In this report, we will introduce the advancement of CCD detectors, unique
functions as well as its enhanced utility and matchless problem-solving capacity through actual cases.
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FERHBCHANR A —1ie - SEHERYE
NETHI & R PR EER] - EMEARIFTARERIL)
REME > WTDABUER ATl - (RS E RN &
s FERLEIRE - AT E Y R B M R R KR
HEIN - ERIEEERET - REATAS AT SRR
VIEASTBHOMITE - AR T AR eL - iRE
S E TR R E B TIRE INCARER - p5E=
ez fE A R B A BT R 2 B e X OtHE S
(single-crystal X-ray diffraction) %" = FIJF X J#E4t
Bhy o WEEE SRS S AL (crystal planes) HY
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TSR - B RFE(RL (phase solution) KAt kg
& (structure refinement) ZEMHEFEY > — kAl
SEIFEMA AR E R O RS E B (cell
contstants) ~ ZEfH ¥ AL (symmetry space group)
{BE23 (chemical formula) ~ Z5FE (density) ~ JT-HY
TEELEAE (crystallographic site) » HEEENRE R T
(thermal parameter) ~ #5555 E IS (bond length
and bond angle) ~ DK R F[E 2R 4R (atomic
connectivity) °

1 HERE{EHIES (area detector) RATHET > B,
X ST B R E B o RS0 B e e
RO PO BE(E ISR (point detector) » —KHE



1. B £ X8 APEX % 4 E:#7 A8y CCD X &
—#1AR % APEXII »

S H BB — (&R B (reflection point » —fH & [
FEAERIRRGT) TR - — R A5\ 80— 100
{EFEATERE PRI —(E B TR A NS BT RS IR
(unit cell volume, V ~ 2000 AY) ~ E=#}52 (triclinic)
AR, BRI —E RS E SRR g > =
TR RARGH AR ¢ HLAN > R B R AT
IR T R AL B A R o T HIRR A s - R B
F—EGENEEEEOTER  FEEENE
F > BORATEHEST By —(EESE - (22 - BB
fERENEMEEMETE - BEE SR I
HHEHERE > ELAIECE CCD (charge-coupled device)
EHE I SN E R R AT AR A I - HBREEDE

DIAEPIERERIZR A5 LA L » i B —ZREEEmr LA
BRI oA AR R PT B RE s Ba - LR EiE
A e e 2 B NP R [ (3R 1) - R

A e R Y R DA PR S AT I Se A A -
AT TR R ET R APEX 11 X SGIE{ERIE ~ ©
HUREFTRINRE ~ Lt APEX B2 HAHRTHY CCD SMART
1000 ~ SMART 1K HYMEREZE SR 5 & LB flER
BHEHTECfE APEX 11 {(HHIZ5HY X8 APEX B AL #E4T
A (B 1) By BERE -

—~ CCD X iR BlzsnyEs Rin R B4F1E

CCD X StH{EHI% & —THErr i i - &
F3EE 1994 FH—H K EV#ELEE (R&D 100
Award) > HJFEABRIAH 1993 4 1 H - BEARE 1P
(image plate) HEI{HHIZsMBFEZERELR > (HEH
1994 4 3 H SMART 1K CCD B il b 5 A IE =
W R% > Ny TR HT (small molecule
structure analysis) HIBTFEE &R F/E— 4 {5 R
R fEEBEMEREENR - BUfF CCD H{HHIZRHY

AL BRI T oEs - SR E SRR
BT R A (1969 —1994) WAL - 55 X,
CCD {28 SMART 1000 7£ 1997 4 12 H#
% BHYEHIZE SMART APEX £ 1999 4 8
A - BRI APEX IT (EHIZSHY 2004 4
3 H#gsE > BEEYJHEFE (dream machine) X8 APEX
BB A AT S -

(I) 1K CCD Detector (Area Detector) * 1.
HIBIN SRR ~ (BROERERT / frame + FEHIFERT) X no. frames o {88 25 5 25 AR R 23 ) B M R AR -
6.5/10.7h 10s 1271 /2082

10.0/16.5h 20's

13.5/223h 30s *~85s

17.0/28.1 h 40 s ‘coverage ~ 88%

24.0/33.7h 60 s bcoverage ~96%

(IT) Scintillation Counter (Point Detector)

D.C.time | N (total # reflns) =~ 33.5 (sinf ., JA)’ - V |  speed’

20~72 h° 14000 20, =50.0° 2000 A’ ~100

30~104 h° 20800 20, =57.5° 2000 A’ ~100

‘N = 7-10.4 V (per sphere); “no. reflns per hour; ‘maximum 4 octants.
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Fiberoptic Taper

2.

3+#y 1K CCD 44
AE X LR
FEAZAR 7 BR T A
(a) £l (d) °

E—1RH 1K 55 A9 SMART 1000 [Hi{H
HIZE > R 25 x 25 mm’ /MR 1K CCD &
Fr o R RS EHE (fiberoptic taper) (& 2) » HHA
HAEZEER (transmission) EREREERTSE 5 R EL
TME(EHIZR PR (scintillator screen) FEIEAY
X AT B H BRI AR SERIRHY CCD & Fr &S]
FIEERE (R 25 1) M GgEEZE
RIS - 55 =09 APEX {EHIZRHIEH 62 x
62 mm’ KRR 4K CCD &4 F ([ 3) ﬁﬁﬁ%ﬁﬁ lE=
fE PO T LOE R A5 R HR 1 1 1 S22
AV B G - KA DUES %E’J%%%%& (cell
constants) 5 58 FHAABE(EEAR B TAE /) - (E4NP E
APEX HHIZ R T EFERIRIHEZAR o BLAS -
APEX [ 4K CCD #iFr DU LsdGa A E (B 4)
ERGEEEREE 1600 kHz (4-port, 1.6 MHz read-out
electronics vs. 200—500 kHz for 1K CCD) » & HiHF
MI7E 512° BRAFTEE T4 0.16 £ > 1024° BRAFTEEY 0.65
o #K i EALREHHAEE RIS > #E§ T CCD
AR (dead time) © [& T _FSMAEREL
R EREE LU G IR - B 4K CCD aa)#
H) APEX {HIIZR ERUE (sensitivity) FIEATE
(resolution) 115 1K CCD HY%f% - RIFL{EHITIEER
TR > FELU T EEIHRSE—/ T
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= X-rays
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Scintillator

(c)

. CCD B
Tﬁ F

B L AR IS N EE (data collection) FAfE = E
HE - FEE AN A EERIRNE o (F I ERES
ISR RS R B2 (intensity data) Z T » 44
HELSAGE YRR ¢ (1) T bt il B g2 5 e P A
AR A (R (orientation matrix) © (2) Ff
FEMEER 0 Q) EmamisZ BN (crystal system
and Laue group) * (4) s B &AL (reflection plane)
FEEBETINEAE 20~ @ x ~ ¢) > 4 REFIFILA
HETRER 5 EEHYHIE (intensity data collection) © 2&
i > B CCD EEHIZ R AN TR EE DL E Ry
AR - ST DIE SRS —HERIRBET #2428 (frame
data) 5 ZEJAVTAIAERE ~ SAS H HE R ST SEE
k> AR A EICEE TR R AT FIFE MR
TR B R 43 B = AE AT R RS BE ST SR (Bragg
intensity) FYEE" - (ER SIS ITHE -

FHAA AT BRI & T AEZEH - fEEF L CCD
R0 25 A S 65 1 B e B BB AR B9 5 (1 - B
A1 > (EEMBER E FEEGE AT (super cell) B
o B MERRRLET - B R EASEEDEE » kAR
BB R e ST IR s S—EEN

mm e A B U BB RV 5



Fiberoptic Taper
(a) (b)

(RIETE B UIII'I&:IH.—[

o X rays
Large Format CCD Scintillator
Large Format CCD
Scintillator
(d) (c)
~lfmmm X-rays

Fiber Optic Faceplate

B B EIR IR - SRR S
i (structure model or phase) fHEEfE R » 75 5 HAL 5,
F&FEEE (Bravais lattice) ~ ciU8t L% H B EEEHA Lave
SRR - BEEHIEEEE - L5 SRS
HIHEST - FE¥ > CCD HllEH MG as e
EWER > —EHIETDIEERM - 0 - ek
TE H e IEERY S A% ~ Laue %I L5 &R 70 F7 A% 58
& o TR R E N ER SRR TR R A B
e - W15 > HFZ EE®E 5 (twin crystal) B
S 0 A0 AT OIS AT R RYAR B S8 - B IS 2045HS
SIATROBE S o B 5 2 (I A Tk AN R Y L R R
(rocking curve) * Z5—{[E Ry FEEAE AL (non-merohedral
twin) BRALEURHYER B B AR (overlapping peaks) °
W a WA AIE-A SIS (super lattice points)
FEE FERTE RS A E IR E (PLRFES 2 A B ()
A R REE SR B RY) » SN PRI AL B (R T 28 S
RS YERE - (E LR SL ARG RS R AU Al 2 4 R e A
CZEHETEL - AR EER ARG
Y R1~18% > fEfETHE—ERT (EIEEK
+) #RRES IR A HE 2K (1 6) » 55 —{E 2
B AN —E S 0 FTEA L E R RIS A R 5
ME - HEW CCD HElIERATik EAYRBEST I
AMERZER AR A AT E A E - T HAS S

B 3.
KAEHR 4K CCD ¢
F %3ty APEX
18 ] & & A1 R &
B AR 4
(a) #8 T X B 4
v (b) $2 (c) #Aw
NG 101
04 Rl (A H
AE = 25:1)
(d) #8 R4k
BERERE -

ST EAE R AT LUES] R1= 5.6% L — B~ EHR
B CCD meit A EmBEbanie It 7 Ha s H 3
futéEr - JREUR CCD HIEAVEUR AL E M > RIE
EREEANME > RS ERE BRI E
FEIGHAGERONTRER - BIHYAEE FEHTEH &
B HIAERY - NRE MMER A THAIRE -
FEAT CCD IR BRI ~ fRATIE (RERVUERTD) R
B HERR S IR R IR B IR ORHIRBE R

T (i — 2K R] W SR B B S T R
1% > HIEH e BRSO CIR R B > (EU2 B,
{HHEIESFHEL - CCD WU BRI AL AN SZ FR N i e

Small CCD chip with

single port read-out Large CCD chip with

four port read-out

B 4.CCD dh 3k h 8 F -
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—136s-135 —-134

_]%mmgn IDJ']] G

—136 -135 —1]-1
TR T AT — 37100 55000

wraAaeo

- -136.8 -1

36.8 =13
Oand (Neng) Omr-l_qd {Dey

B 5. RAE A &b 893 8% (rocking curve) > IEF H

B 6w mPTkE o) —(B42550 B LB 245 -
/ﬁ—_ﬁi twin correction X A7 * HEARERME A ZE
=~ 15.5% (1613 18 unique reflections) ° EF)’T
7#1‘@’3 R F (B P DRIK) ETAFHE IR
TFTEAB EE R
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© 319
Eg.:: (Dey)
" 316 %17 318 319

PR EER R -~ B¥AE o AEM BT LER B
HERTE AEGOGEHELERTERI =56% -

B~ RIS HETE - Lave BN - DUEFHIEN R
REATRIAE R A (6,0 © KL P E R RS
W SR BRI P BE & RS BB TE ~ 6, BUESEER
(parameters) WRMEZESHSEER R > CCD
BER AT TR RS B2 EERY 5 B E U N
E’ﬂ%ﬁﬁ EZHRFE 1) - BE » [FAl—RKZAEEIELL
K SERAS TR ECORIEFEAZT (routine) 5 5340
SRR [ B - v
HE—HAE— ~ /IR A TE RS I B S A5 E A i e
A HAAREN LAY KA FRE T 3 AR
WroEtie TR AR RIS (2R %K 2) -

& 2. vuE 5T A B KPR F B AKX

Wide-angle Scan* Normal Scan

Step width per

. 3° 03—0.5°
frame in @

Data collection

- ~ 40 min ~65h
time

*Advantages by using [ wide-angle ] data-collection
* Opening possibilities for poor quality crystals
« Finding correct Bravais lattices at the earliest stage
e Getting preliminary structure models at the earliest time
* Increasing exposure time for tiny crystals



M- CCD EREHBENSENEA
BRI

a5 A TR » CCD AR B SR Ak
AE o Thee Ak Anm o 35 DA JJJELL  POEERIES
{EHIERAT DI S BRI/ 100 um 5081
BHRE I nanysbe - (AR 2= > R IR TRR
s [EEEETEUR (synchrotron radiation) 2R R f
/NEEERIRTE - MRS T > B— ~ (Y 1K CCD
{EHIES RS T > A EE R E RS RSTE
50 um’ ARG ESSEST 25 =(RAY APEX S
SRR Ot > B8 X Rt FEERUE
FH 1K CCD HY 17 {EE g5 52 175 {@ET
PO TR S EE (> 32,000,000 e /pixel) ~ fiHl
BEEMEHAIEE (DQE ~48%) ~ A RIEYE
SHEETMEN (< 0.1 e /pixel - s) ~ DA AR ARAYAE HHERH
(5e) o LR APEX HOEHIE F A TR S fE
PR AL e A o U mT O A A S BT R D N L
(< 50 um’) FOEH - o —TEH T ERIEEER 4
um ERFFAREUERS > AT SMART APEX fE51

IR EIR TS BRI E LRSS o SRS
MRS ERE - i/ NEETTR T —B AR -

EE RN B NMEE B RS R 0 FERIE
B A 5 22 AT P ELBEAERE - et e P it
Bh RS R AR A EE - S AT
U5~ SRR SR EEBEHERF/E 5—6 om IKf - fEATRE
(pixel-to-pixel resolution) % 60 um HJ 1K CCD {&HI
WO IR R RER 39 A 19 P &1
(primitive lattice) HYUREST B 5 APEX 22 [Tt 2 5
0 B 15 um o ATDURNTEEIREE 51 A W P &
¥ o WS FEHAE X8 APEX #2581 FAY APEX 11 {8
WIS - ZSRIfEITERIEE & > TR E 66 A
B P LSRRG o [ 7 Ry —EAA SRRy 65.996
A SRERREET R RIE o BRI T IR AR
HTEE > FEESTE SMART APEX #E85 FHEfTRIR
(100 K) Hg & > n]LUES- SRS > |
RS SRR » Rl ~ 17% 5 {BAERE =%
MrEERY APEX I1 {(HiHI 88 1% KIS » Faag A
SR TT DL RS R VERERUAR RIS IS - Bt o
PGS R1 ~ 5% ©

7. B SR E L 65996 A BEEe S 4tHL B 0 £ B & APEX 1ER] BATAIF LR o b BIE T AT
SRR 2B EER R~ 17% ; A B & APEX 11 & /4 EAARI S 95158 > BTk s ™
B LAt EE o RER WA B R (AEFWNEH BT ER) WRETFIHEERES Rl ~5% °
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WEEEH - HIA X JE CCD & eIRaft - {8
HERTERE TR ~ SRS BRSBTS - 7
HE B LA B RS o T HE A — (T fC T - CCD {E
W23 75 S HT A ARG B TR ~ BRI B fRAT R - 7
kappa FERIEMET » — ([l ZHEZ G E AT E & =5
HR R » A DA RIS R E © BofTAURY CCD
EERRIRET > EARMEEEARERE () 118
HEeG - BRES - FIRRERE/N - E55EE S
SRR AR L AT o AT R E E AR
in s JEZEREHRR o A RR A PTG I HEHERY AR
o ERE > TS RELERREERE - (2)
VUFLEnRRE A E - SRER - A BOERAYE IR
i RFERREHEEEE (1.1 s per frame) + $E5H A
R LB SR - (KT (< 10
e /pixel-s) o [ LHGEHHALFHES | SIS
HIBH 22 5 /2 A Al ik A Fr fE Y = R SR © X OB
CCD {HMI#RHYZE BN E B Ah a2 Ry — (AR
W8 R IEHGE IR A S B LB AR B IR 7T 5%
& o EBEEFAR X SEEHIZ IS RERFTA BT H
T NETHICGE > K2k CCD L FrAyThRE & 2 {n] B
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