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UCCNELOBAHMA MOHOKPUCTANNOB BENKOB
B KOOPOMHATHBIX PEHTIEHOBCKUX [AUGPAKTOMETPAX
C NPONOPLMOHANBLHON KAMEPO# BHICOKOIO PA3PEWEHUA

M.E.AHppunarosa’, 10.B.3anesckuii, A.B.UBaHoB,
A.H.Nonos™* B.A.MewexoHos, ﬂ.M.XeﬁKepf
C.H.YepHenko
OmucuiBaeTCHd KOOPAMHATHBIET aBTOMATHYE CKUH peHTre~
HoBCKHH gudppaxToMeTrp KAPI-3/4/, npenrasnadenHpii s
HCCeJoBaHuil aTOMHOM CTpYKTYpH OGejiKoB. IInbpakroMerp
CO3/laH Ha OCHOBE NpOINOPUHOHAJIBHON KaMcpbi C IIICCKUM
OpeidoBbM NPOMexyTKoM K ObiC TPBIMH  STHHUAAMUY 3agepxku,
ABYKDPYXHOTO I'oHuoMeTpa, MUHU~3BM CM-2, laerTca MeTo~
AHK3 NOJNYYeHHs MOJHOTO H3abopa HMHTEeTrpasibHeIX OTpaxeHuil,
Ha pudpaxroMerpe 3a 2 ropma nosayueno oxomo 40 Maccu-
BOB IHOPAKIHOHHEX OaHHeIX 0T 40 MOHOKpHCTANIOB 6ciIKoB,
H3MepeHo Gojiee 3-106 oTpaxeHur ., llpuBenexs pes3ynubTaThl
CbeMKH MOHOKPHCTAaloB 6GeJjiKoB.
PaGora BmmosiHiena B J1aGopaToOpHH BbiCOKHX SHeprui
OHAH u HucTuryre KpucTamorpadus AH CCCP.

Investigation of Protein Single Crystals
in a Coordinate X-Ray Diffractometer
with a High Resolution Proportional Chamber

Andrianova M,E. et al

A coordinate automatic X-ray diffractometer
KARD-3(4) is described, The diffractometer is used
to study the atomic structure of proteins. It has
been constructed using a proportional chamber with
a flat drift gap and fast delay lines, a two-circle
goniometer and an SM-2 minicomputer. The method of
obtaining the total set of integral reflections is
described. Using the diffractometer, 40 massives of
diffraction data from 40 protein single crystals
have been obtained, more than 3-10% reflections have
been measured. The results of studying the protein
single crystals are presented,

The investigation has been performed at the La-
boratory of High Energies, JINR and the Institute
of Crystallography, USSR Academy of Sciences.

HHCTuTyT KpHCTamnorpaduu Al CCCP um, A, B.lly6HuKOBAa,
MockBa
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fNapannenbHoe uamepeHMe UHTEHCUBHOCTW OAHOBPEMEHHO BO3-
HUKaWUX AndparupoBaHHLIX Ny4yel B Cny4ae MOHOKpUCTannos
c GonburMKu NEepuogamMu pemieTKu MPUBORUT K YCKOPEHMI0 3KCNepu-
MEHTa B KOOPAMHATHHIX PEHTreHOBCKUX audpakToMmeTpax bonee
yeM Ha NOPAAOK MO CPaBHEHWUID C OAHOKAaHaNbHLIMK AUOPAKTOMET-
paMu NpyY TaKOM WE YMEHbWEHWM A03u obnyueHua obpasya /1-57,
370 NO3BONAET UCCNEROBATH C BLHICOKUM pPaspeleHWeM aTOMHY
CTPYKTypy 6enkoB ¢ GonbuwuMm MONEKYAAPHbIM Becom, HecTabusnb-
Hole GeNKoBbE KOMMIEKCH, YMEHbWMTL UYUCHRO HEOBXoauMLIX OANA
uccnegosanua obpasyoB, ux BenuUMHY, UCCAELOBATb KPUCTanNNbl
fApY MeHbileld CTeneHu PaAUaLUOHHOIrO NMOBPEXACHUA .

B UncTuTyTe kpuctannorpatum AH CCCP u NaGopatopum 8bi-
COoKux 3Hepruit OUAU 6uin co3faH KOOPAMHATHLIN aBTOMaTHUUYECKUN
peHTreHoBckuit audpakTomeTp KAPAl-3/5/ ¢ pByMepHOM MHOrOHM-
TEBOI NPONOPHMOHANBLHOM KaMepo# Ha OHCTPLIX NUHUAX 3aREPKKU
C UMUCIIOM 3NEMEeHTOB MPOCTPAHCTBEHHOro paspeweruAa 256x256
1 BpemeHHsM paspeweHuem 0,55 mkc 76/ c gBYKpPYWHBM roHuO-
METPOM HAKAOHHOMO TUNa U yNpasnApvWen CUCTEeMOolt peanbHoro
spemeHu Ha Gasze muHKM-3IBM CM-2 77/,

B andpaxkromeTpe KAPA-3 AnA nonyueHua nonHoro HabBopa
MHTErpanbHuX UHTEHCUBHOCTEN NpuUMEHEeHa HaKMNOHHaA eaMeTpunA
CBHEMKN, NPU KOTOPOH MPOMOPUMOHAnNbHAA KaMepa HenoaBuKHa
M napannenbHa OCU BpPamEHHUA KPUCTANNA, a HAKAOHAETCA peHT-
redosckan Tpybka. Bnaropapa nosopoty Gosiee nerxoit TpybGxku
¥ BBEEHMIO NONPaBKM Ha HEMMHEMHOCTL Kamepwn obecneunBaeT-
€A BLHICOKAA TOUHOCTb NPeaBapUTENbHONO BLIUYUCACHUA NONOKEHMA
AndpakymoHHux natTen founubka Medee 0,5 kaHana/. HaknoHHan
reoMeTpuAa no3BonfaeT B NATb Pa3 YMEHbWUTb MEPTBYI0 30HY
8 obpaTHom npoctpancTBe, flpn ycTaHoBKe kKaMepsl Ha paccTon-
Hunm 300, 500 m 750 mm ot obpasya AMdPPaKUMOHHOE MATHO NO-
napaer B obnacTe, He npeswwanilyo 5x5 kaxanos 8/, ina CuKa-
-n3ny4YeHua 3TO COOTBETCTBYET NpeAenbHHM NapameTpam a .. —
90, 130 u 180K u paspeweHuno cvemku 4, -1,6;5 2,5 u 3,58,
Yucno OAHO%PeMeHHO “3MEpAEMHIX OTPaKeHUin NPONOPUUOHaANLHO
(3.0 78,:)% 502 unu xBagpaTy OTHOWEHMS uUMCNa KaHanoB Ha
AvaMmeTpe AeTeKTopa K pasmMepaMm AndpakyuoHHOro nAatHa. Npe-
AENbHaAA CKOPOCTb CuYeTa BCEW NPOMopuUMOHaAnNbLHOW Kamepoi on-
pefenAeTCA UMKNOM WHKPeMeHTHOro kaHana /4 mkc/ u cocras-
naer 250000 umn./c npu nortepax cueta okono 30%, onpepe-
NAeMBiX MEpPTBbiM BpPEMEHEeM M BpEMeHeM KOAuPOBaHWMA B Nponop-
uymoHansHoii kamepe /0,55 mkc/’9/, Takoe GwcTpoaeicTeue no-
3BonAeT npedebpeubs ownbkoi u3-3a noTtepb cuera B gudpakTo-
meTpe KAPA-3.

B pudpaxktomeTpe KAPA-4 B MHOroKpy®HOM roHuoMmeTpe Tpy6-
Ka He TOMbKO HaKNOHAETCA, HO M NOBOpaYMBaeTCA, PaccToAHWE
ofpasey - AeTeKTOp uamexseTca oT 400 ao 1000 mm™9’. fpe-
AencHuin napameTp paseH 250 A npu paspewednnn cvemxu 1,7 A.
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fiponecc nonyuenus AUPPaKUMOHHBIX [aHHbX B AUDpaKTOMeT-
pax KAPQ-3,4 pasbusaetcs Ha Tpu sTana. Ha nepBom 3Tane
NPeaBapUTENbHBIX MCCNEeAOBaHMM MPOM3BOAKMTCH YCTaHOBKA M on-
pefencHne yCTaHOBOUHLIX NapaMeTpoB AeTEeKTOpa, OPHMEHTHMPOBKA
M CTHPOBKA KpuUcTanna, COCTaBieHMe MNepBUYHOFrO ChMCKa MH-
BeKCcoB oTpameHuit hkf B 3aBUCUMOCTH OT yrna foBOPOTa Kpu-
cTanna @ , CbEMKaA KPUBLIX MOTNOWEHWA, NONyYEHUE L3HHLIX LNA
onpepgenerdna gpenda # CbeMKA MHTEHCUBHOCTHM KOHTPOMbHBIX OT-
PANMEHWI .

OpueHTUPOBKA KpuCTanna NpPoMsBOAUTCA C NOMOlbK YCTpPOi-
cTBa Buayanuaayun [UPpPakiMOHHON KaPTWHLI, KCTUPOBKA MO OT-
paxeruam 00 ANA KPUCTANNOB HETPUKNUHHON CHUHFOHUM M OTpa-
®eHUAM hk0 ANA TpUKIKHHBIX KPUCTANNOB, C fOMOUbI MPOFpaMM-
“UMHTEHCUMETPa M CUMBONBLHOrO gucnnesn. '

Ha BTOpoM 3Tane yTOuYHAETCA MaTpuya OPUEHTUPOBKM Kpu-
cTanna Vg, yTOUHAKTCA uHAeKCw hkl oTpawenwit, nonapaoumx
B TeKywui MHTEpBan noBopoTa KpucTanna Aw , idMepreTCAa
OUDPaKEMOHHBA MHTEHCMBHOCTbL B TEeKYIWEM MHTequne Am , NO
YTOUHEHHOW MaTpuye Vg U UHAEKCaM hk{ paccuwTueanTcn
KOOPANHATH  AUPPAKUMOHHEIX NATEH B NMPONOpUMOHAaNbHON KaMepe,
CYMMUDYOTCR WHTEHCUBHOCTK B rpynne KaHanos BBAM3M yeHTpoB
AnMPPAaKUMOHHBIX NATEH. WHTerpanbHas MHTEHCUBHOCTE OTpPaweHus
“ QOH ANA AAHHOTO OTPAMEHWA WM3MEPAITCA B NOCTOAHHOW rpyn-
rne KadanoB npu HenpeppBHOM CKaHWPOBaHWM B NATWM NOCNefoBa-
TenbHLIX MHTEepBanax Ami . Mo nepBoMy U NATOMY MHTepBanam
cnpepenaeTca BenuuuHa QoHa, NO TpeM CpefiHuM ~ WHTerpafb-
HaA MHTEHCMBHOCTbL C (PoHOM. TaKoi MeTOA M3IMEepPEeHWAa MHTer-
PanbHOM MHTEHCUMBHOCTKM MO3BONAET XPaHUTLb TOMNBKO OAHY MOfi-
HYO AMOPAKUMOHHYI0 KApTMHY, MCKINOUMTE NOrpewHOCTH, CBA3aH-
Hble C HEOAHOPOAHOCTLI0 WUPMHBLI KaHANOB NPW BulUMTaHWM ¢oHa,
npasunsHO BuibpaTbh BenWuuMHy WMHTEpBana u3MepeHWs MHTerpafb-
HOM MHTEHCMBHOCTH. Ha BTOpPOM 3Tane MOACUUTHIBANTCA WMHTEr -
panbHas MHTEHCHMBHOCTL OTpaxeHua [, ow4bka CTaTUCTUKU Cue-
Ta o, nepekoc QOoHa, NPOM3BOAUTCAH. aHanM3 YpPOBHA CpeaHeit
ownbKit CTAaTUCTUKK CUYeTa MO OTHOWEHWMIO K CpeAHell MHTerpans -
HOW WHTEHCUBHOCTHK. PacueTHple NporpamMMmp Ha BTOPOM 3Tane
No BPEMEHW COBMEWEHL C HaKonneHueM AudpakuMOHHOMN KapTuHsi.

Ha TpeTbem 3Tane BBOAATCA NOMPaBKK Ha MHOXuTenu JlopeH-
ya, nonapusaumm, Ha nornouweHue, Ha Apend. OnpegenseTca
KauecTBO MOMyYEHHOIO MaccCuMBa fAaHHbIX NyTeM pacyeTa ¢akTo-
pa  PacxoAMMOCTH MAacCMBOB, CBA3aHHBIX CUMMETPUEN; NOBTOP-
HO U3MEPEHHBIX MACCUBOB; MacCCUBOB, N3MEPEHHbIX' B  Pa3fiMUHLIX
puppaxkTOMeTpax:
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PesynbraTe CHEMKH MOHOKPHCTAJINIOB 6EJIKOB
B puppakTomeTpax KAPO-3 u KAPH~4

C NJOCKOH NPONOPIHOHANBHOM KaMepoi

Tabnuna

Moxexyasp- IlapameTpy saeftin. Pasmepu

&

@

Fexox IipocTpaHCTBERREA  o6pasna min e/,
mil pec [ DOTRAN b A TP
ZerTemorxodam  I7000 @ = 92,38 0,4x0,7x2 3,0 0,3
B 4 npoEsBomuMx 4 = 38,34
¢ = 52,28
’/= 990 0,6
B2 1.8 0,6
I2 EosmzexcoB 94000 a= 62,78 0,6x0,3x3 2,7 0,08
TpaHCaMEHASH é = 118,18
¢ = 124 4%
P2p212;
Tepumrasa z 30000 a-= 47,78 0,02x0,4x0,4 2,5 0,I6
5 HpOHSBOKHHX £ - 64,28
= 72,98 1,8 0,16
P212:2;
Karanasa g 5 200000 @= €= C =0,45x0,45x0,45 2,7 0,08
IPOR3BONMHX =138;4%
P32 0,16
Pudowyxneasa 23000 @ =31,68 0,2x0,I5x0,I2 1,7 0,08
¥ KOMIVIOKC ¢ =51,1%
e =57,3%
Y =93,5°
P2I
fopsmartRersnpo~ 80000 a=118,5 % 0,3x0,4xI 3,0 0,I25
resasa ¥ 4 mpo- B= 70,I R
ASBONHEX c= 54,6 %
P21 =II3
Hepyaonxasmas  I30000 a=268 % 2x0,5x0,4 4,0 0,03




Jucno Hesa~ YHcao H3-

Yacio oTpa~

P o

Bpema R
= BHCHMHX MEpeHHHX  xeHu#f B KB —
v odnacredt orgaxem INA EOTODMX Y I vk X1
* {K) I>0 % %

20 4 14000 94 4 2,3 I,2
I0 4 14000 9I 5,3 3 I,5

40 2 108000 68475 5,649,5 5,348,8 3,7+ 6,2
480 2 612000 78485 6+8 5,847,5 4,I45,3
40 4 75000 81487 7410 6410 345
200 4 " 400000 63471 18425 18428 14
80 I2 221000 86 7 8,4 2,4
200 I2 1105000 73479 8410 8,4+17 2,444 .9
80 2 60000 78 7,5 7 5
52 2 2I5 000 72489 4,248,3 3,1+7,4 2,245,2
50 I 50 000 67 7,5 7 7
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rae Ri- KG3pOnymneHT npusefeHns MacCuBOB K OOHOMY macwtaby,
T U, g
3 g ‘

B audpaxTtometpax KAPA-3 u KAPA-4 3a 2 roaa 6uwno nonyue-
HO oKONo 40 MaccUBOB uHTErpanbHwX uUHTEHCuBHOCTEN OT 40
MOHOKDUCTaNNoB GenKkoB nerremorNobuHa, TPaHCaMMHAa3L, TepMn-
Tasu, Katanass, puboHykneasw u ux npousBoaHwx /cm., Tabnu-
uyy/. B obue#t cnomHocTu Buno msmepero Gonee 3.108 orpawxeruin
OT KpucTanauueckux 6Genkos.

{ipoBepka MeTOAMKM CBHEMKM ¥ OTHagka NporpammHoro obecne-
JyeHuAa AudpakToMeTpa Oula NpOBEREH3 HAa KPWCTANNe HaTWUBHOro
nerremornobuna. fleTekTop yCTaHaBNMBanCA Ha PacCTORHMM
270 MM OT KPUCTanNNa, MOHOXPOMATUIMPOBAHHLIN MHPOMUTUUECKIM
rpaduToM NepBuUHbIi NYYOK Guift NEPReHOUKYNAPEH OCKM BPaweHusa
KpucTanna « # Nagan B8 yeHTp gevexTtopa., NonHwit Habop Aud-
PaKyuOHHEIX AanHux 14000 oTpaweHust 6un nonyuew 3a 20 u 10
JY3COB NMpu CKOPOCTH BpaweHun kpuctanna 0,3° u 0,6° & mMuHy-
Ty. 9akTOp PacCXOAMMOCTH NPU NOBTOPHUX WM3MEPEHUAX CO CKO-
pocTen Bpamerun 0,3° e MmuHyTy coctaeun 2,3%, cpeaHuit ypo-
8eHb ownfru cTaTucTuku - 2,3%. PaKTop pacxoguMOCTu MeNAy
M3ICCUBAMM, CBAIBHHLIMM CUMMETpuENn, cocTasun 4Z; mewmgy Mac-
cusamu, nonyuvenHoMu 8 KAPA-3/4/ u B oaHOKaHanbHOM AMPPaK-
Tomertpe, - 5%. flpoBegenHe Ha kpuctanne nerremornobuHa
Ma3MepeHun NOATBEPAMNM NPABUNLHOCTE METOAWKM U OTCYTCTBuE
3aMETHHIX CUCTeMaTHUECKUX ownboK, _

CremKa oueHb HECTabUMbHWX KPUCTANNOB NPOU3IBOAHEX Ner -
remornobuxda /a= 92,3 R/ ¢ FPaduTOBLIM MOHOXPOMATODOM C paa-
pewenuem 1,8 R npu ckopocTu spawerun kpuctannos 0,6° 8 My~
HYTY U paccToaHun obpasey - gevekTop 326 MM nokasana, 4ToO
3a 10 wacos uamepnaeTcs Mmaccus u3 27000 otpawennis, flponaso-
AuTensHocTs KAPA-3/4/ 8 50 pa3 swwe, uem OQHOKaAHaNLHOro
AndpakTOMETPa Npu CvemKe TOTro we obpa3ya C Tem xe ypoBHEM
cTaTHCTUYECKMX oumbok. PaKTop PaCXOAMMOCTH CBA3AHHBIX CuM-
MeTpue# OoTpameHwmit coctasun oT 5,6 go 9,5%. Bano noxasaho,
uTO B rpynne 5x5 kaHanoe uamepaetcs ot 92 go 99% uxTerpans-
HOW MHTEHCHBHOCTH.

Cvemia KoMnnexcos TpaHwcamuHaaw /c = 124 .4 R/ & otduner-
poBaHHoM CuKa-u3nyueHun npu CKOPOCTH BpaweHus KpucCTanna
0,08° B MuHYTy, paccTomsHuu obpasey - AeTeKTop 54l mm noka-
3ana, uTo paspeweHue CHEMKM paBHo 2,7 R,npousaogureanocrb -
51000 ovpaxenuis 3a 40 uacos,8 50 pa3 Gonbwe, dem B oOfHO-
KaHanbHOM AUPPIKTOMETPE AP TOM ME YPOBHE CTaTUCTUUECKOMN
ounbkn. PIKTOP PACXOAUMOCTU UHTEHCMBHOCTEM OTPANEHMY, CBA-
3aHHUX CuMMeTpuen, cocTasun oT 6 go 8% npu Takom xe ypoe-
He cTatucTuyecknx ownbox. Ha page oTpawmeHuit nMokasaHo, 4TO
B rpynne 5x5 kaHanos uaMmepanocs ot 36 go 99% mHTerpansHOM
MHTEHCHMBHOCTH,
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Kpucrtanne TepmuTasw M NATU NPOU3BOAHWIX MMENM OYEHb
mansie pasmeps 0,02x0,4x0,4 MM. NMpu ckopocTu cvemkn 0,16°
B MWHYTY ¥ paspeweHuu chemku 1,8 R 6wno namepeHo 3a 40
uyacos 80000 oTpawenuit ana Kakaoro Kpucranna ¢ paKTopom
pacxoammocTu 18-25% npu cpepHeit owmubke cTaTucTuku 18-28%.
Nocne ycpeprenus 4 akeBuBanenTHHX OTpameruii ypoBeHb Owunb-
KM CTaTUCTMKKM cocTasBun 9-14%.

KpucTanne kaTanass U €e NATU NPOM3BOAHWX - HambBonee
Cnoxkuit Genok, cHATwit B KAPA-3 /a =b =c = 133,4 &, mone-
KynapHed sec 200000/. C paspewenuem 2,7 A sa 40 uacos npwm
CKOPOCTH cbeMku 0,16° B MUHYTY 6Guiflo CHATO 300000 oTpame-
HWA ANA KaKAOrO KOMMNEKCa C (aKTopoM PacxoguMoCTu No 9K-
BUBANEHTHbIM - OTpaKeHusam, pasHuM 8-10%, u cpepHedl owmnbkoi
cratuciukm 8,4 - 17% /nocne ycpefiHenus no 12 akeusaneHT-
HelM OTpaweHuAM ownbika CTaTUCTMKWM COCiaBuna 2,4-4,9%/.
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