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(57) Pedepar:

N306peTeHne OTHOCHUTCS K KPUCTAIIIIMUECKOMN
(bopme TpumekaruapaTa TeTpaHATPUS HUTPUIIOTPH
cmeTuieHpochoHATOMHKATA M CIOCO0y — ee
MOIY4YEHUsI, KOTOPbIE MOTYT HCIOIb30BATECS B
Ka4yecTBe MHTMOUTODPA KOPPO3UU CTAJIM IJ14 3aILUThI
CTAJIbHBIX YacTel TEXHOIOTUUECKOT0 000PYIOBaHUS
B HeTera30BOM, XUMHUYECKOH, MUILEBONW U IPYIUX
OTpacisIxX MIPOMBIIIIJIEHHOCTH. VYka3zaHHas
KpucTajummyeckas popMa OTHOCHUTCS K TPUKIMHHON
CHHTOHUM, WMEET MPOCTPAHCTBEHHYIO TPYIILY
CUMMETPUU P U pa3Mephl SUEHKHA KPUCTAIIIMYECKON
petetky a=1,12208+0,00002 1M, b=1,12666+0,00003
HM, ¢=1,23286+0,00003 M, yria6l MEXIy peOpamu
Kpuctaumyeckoi pemetku a=108,455+0,002°, =
97,168+0,002° u y=117,103£0,002°. I1penno>xeHHbIA

Crp.: 1

CIoco0 BKJIIOYAET CMELIMBAHUE B BOJJHOM PAaCTBOpE
HUTPUIOTPUCMETHICHPOCHOHOBOIM KUCIIOTHI, OKCUIIA
IWHKA W THAPOKCHIA HATPUS TPU COOTHOIICHHWU
KOMIOHEHTOB, Mac.d.:
HUTPUIOTpUCMETIIICHDOCPOHOBAS KUCTIOTA - 24...26,
okcua uMHKa - 13...14, runpokenn Hatpus - 27...30,
repeMelMBaHre YKa3aHHOM CMECH ITPU HArPeBaHUH,
(unbTpoBaHWE W  yHapUBAHUE  IOJYYEHHOIO
¢unbrpata. [lpemmoxkeHa HOBass yCTOMUMBAs
KpUCTaJUTIecKas dbopma TpUAeKaruapaTa
TeTpaHATPHS HUTPWIOTpUCMETHUIeH(DOoCchOHATOIMH
Kata, NpurojHass B KadecTBe J(PQHEKTUBHOTO
MHTHOUTOPA KOPPO3KH, KOTOpAsl HE CIIEKUBAETCS,
HE IBUIUT U JIETKO PacTBOPSIETCS B BOJE, a TaKKe
HOBBIN 3P (PEKTUBHBII CTIOCOO ee MOoTydeHHs. 2 H. U
4 3.11. ¢-16l1, 4 Ui, 6 TabJI.
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(54) CRYSTALLINE FORM OF TETRASODIUM NITRILOTRISMETHYLENE PHOSPHONATE ZINCATE

AND METHOD FOR PRODUCTION THEREOF
(57) Abstract:

FIELD: chemistry.

SUBSTANCE: crystalline form of a tridecahydrate
of tetrasodium nitrilotrismethylene phosphonate zincate
relates to a triclinic isometric system, has a spatial
symmetry group p] and cell dimensions of the crystal

lattice a=1.12208+0.00002 nm, b=1.12666+0.00003
nm, ¢=1.23286+0.00003 nm, angles between edges of
the crystal lattice a=108.455+0.002°, $=97.168+0.002°
and y=117.103+0,002°. The disclosed method includes
mixing, in an aqueous solution, nitrilotrimethylene
phosphonic acid, zinc oxide and sodium hydroxide in

Crp.: 2

the following ratio, pts.wt: nitrilotrimethylene
phosphonic acid - 24...26, zinc oxide - 13...14, sodium
hydroxide - 27...30, stirring said mixture while heating,
filtering and evaporating the obtained filtrate.

EFFECT: provided is a novel stable crystalline form
of a tridecahydrate of tetrasodium nitrilotrismethylene
phosphonate zincate, which is suitable as an effective
corrosion inhibitor which does not cake, does not form
dust and easily dissolves in water, and a novel efficient
method for production thereof.

6 cl, 4 dwg, 6 tbl
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N300peTenne 0THOCUTCS K MHTUOMTOPaM KOPPO3UK METAJIIMYECKOT'0 MaTepHaia, a TAKKe
00pa30BaHMs HAKUITH, a 00JIee KOHKPETHO - K MHTHOUTOPAM KOPPO3HUHU CTAJIH C KUCIIOPOTHOM
Jenojspuzanuer 1 00pa30BaHUS HAKUIIM HA OCHOBE KOMILIEKCOB
HuTpUioTpucMetuieHpochonoBoit kucinotsl N(CH,PO3H»); ¢ inakomM. M306peTenre MoxeT

HaWTH MPUMEHEHHE BO MHOTHUX OTPACIISAX HAPOJHOTO XO3SNUCTBA, B YACTHOCTH, JIJI51 3AIIUTHI
CTaJIbHBIX YACTEM TEXHOJIOTHUECKOTO 000Py10BaHMS B He(DTEra3oBot, XUMHUYECKOM, ITUIIIEBOM
MIPOMBIIIIJIEHHOCTH; KOTJIOB, KOTEJIbHO-BCIIOMOTATEIbHOT'O 000PYA0BAHUS, TEIIIOOOMEHHUKOB,
TpyOOIIPOBOJIOB U IPYTrOro 00OPYIOBAHMS B SHEPTETUKE 1 KOMMYHAIBHOM XO3SIMCTBE; 15
3aIUTHl OT KOPPO3UM PA3IMYHBIX CUCTEM BOJIOCHAOKEHMS, TPAUPEH, OPbI3raIbHbBIX
0acceiHOB M MPOYEro, TOMY MOJJOOHOTrO.

YpoBeHb TEXHUKU

MHrnbuTopsl HA OCHOBE KOMILIEKCOB OPraHO(POCPOHOBBIX KUCIIOT ¢ d-MeTalJIaMH,
MPEUMYIIECTBEHHO MHKOM, TTOJIYYMJIN JOCTATOYHO IMIUPOKOE pacmpocTpanenue. OqHako
BBIITYCKAIOTCSI OHU MIPOMBIIIICHHOCTBIO JIMOO B BUIIE BOJIHBIX PACTBOPOB, JIMOO B BUJIC
aMop¢HBIX TBepAbIX yacTull. [IlepeBo3ka BOIHBIX paCTBOPOB 9KOHOMHUYECKH HEBBITO/THA, TAK
KaK Ha eJMHUIYY MacChl OCHOBHOTO BEIIIECTBA IIPUXOIUTCS TIEPEBO3UTH JIBYX- TPEXKPATHOE
KOJIMYECTBO BOJIbI. AMOp(]HBIE jke TOBApHbIE (POPMBI HETOCTATOUYHO TEXHOJIOTUYHBI B
MTPUMEHEHUU: OHU MEJIJICHHO PACTBOPSIOTCS B BOJE (ITPUXOIUTCS TPUMEHSTH TOPSIYIO BOJTY),
a KpoMe Toro, TpebyeTcst IOCTOsSIHHOE NepeMelBanue. bes nepemenmBanust amop@Hbie
MTOPOIIIKK UHTUOUTOPOB B BOJIE HEMEHTUPYIOTCS B TBEP/IBIM, TPAKTUUECKH HEPACTBOPUMBIN
ocajiok. [TpuurHa 3TOT0 B TOM, 4TO OpranohocOHOBBIE KUCTIOTHI, KaK U IPyTHe KUCIIOPOIHbIC
coemuHeHus ocdopa, MPOSIBISIOT CKIIOHHOCTh K 00Pa30BaHUIO MTPOCTPAHCTBEHHBIX
MTOJIMMEPHBIX CTPYKTYP, Yallle BCEro HeperyIsipHbIX. HekoTophle Takue mojimmMepHbIe
CTPYKTYPBbI YAa€TCsI BBIJICIUTD B BUE KPUCTAIIMUECKUX (hOPM, HO BbIIIIEYKa3aHHbIE
HETIOCTATKH TIPU ITOM COXPAHSIOTCA.

Tax, U3BECTEH MUHTHUOUTOP KOPPO3UU YIIIEPOIUCTON CTAIIU - IIMHK-
reKcaMeTWIeHIuaMUHTeTpakucMeTriieHbochonat [1]. OH uMeeT MOTMMEPHYIO CTPYKTYPY,
MPUYEM KUCIIOTHBIE OCTATKHU I'eKCaMeTHIICHAMaMUHTETPaKUC-MEeTUICH(DOCHOHOBOM KUCTOTHI

(HO3PCH;),N(CH,)cN(CH,PO3H"), cBS3BIBAIOT APYT C APYIrOM MOHBI HUHKA, KAXKIBIA U3

KOTOPBIX OKPYXEH HIECThI0 aTOMAaMM KUCIIOPO/Ia B BEPIIMHAX UCKAXKEHHOTO OKTasapa [1,
c.4469, annoTanus, c.4470, dur.1].

N3BecTeH MHrMOUTOP KOPPO3UHU - IUHKOBBINA KOMITIEKC HUTPUIIOTpUCMETHIIeH(DOChOHOBOM
KHUCIIOTHI [2]. DTOT UHTUOUTOP TAKKE UMEET MOJIMMEPHYIO CTPYKTYpY {Zn[HN
(CH,PO3H)3(H,0)3]}4 [2, €.255, neBbiit cronbel, ab3.2], B KOTOPOM KUCIOTHBIE OCTATKU

HUTpUIOTpUCMeTUIeHpOochoHOBOM KucnoTel H'N(CH,PO3H )3 CBA3LIBAIOT APYT C APYIOM

VOHBI IMHKA, KX U3 KOTOPBIX OKPY’KEH LIECThIO aTOMAMU KUCIIOPOAA B BEPLIMHAX
UCKa)XEHHOTO OKTaspa [2, ¢.255, ¢ur.1], mpyuueM Tpu U3 3TUX AaTOMOB KUCIOPOAa
MPUHAUIEKAT ABYM PA3JIMYHBIM KUCIIOTHBIM OCTATKaM HUTPUIOTpUCMETHIIEH(HOCHOHOBOM
KHMCIIOTBI, 4 TPY - MOJIEKYJIAM BOJIBL.

Haubomnee 0113kuM K 3asBIISIEMOMY TEXHUUECKOMY PEIIEHHIO SIBIISIETCS COCTAB /IS
AHTUKOPPO3UOHHOM 00pabOTKM NOBEPXHOCTH YEPHBIX MeTaJUI0B [3]. KomnoHeHTamu coctaBa
SIBIISIFOTCS, Mac. %, HUTpUIOTprUcMeTiIeHpochoHoBas kuciora 18...22; okuck iMHKa 3,2...4,0;
eaKui HaTp 5,5...6,5; Boja - octaibHOe. COCTaB rOTOBSIT CMEIIICHUEM KOMIIOHEHTOB, HAIIpUMED
JI00ABJIEHUEM K BOJJTHOMY PACTBOPY €IKOr'0 HATpa CYCIIEH3UM OKUCH LIMHKa U pacTBopa HTO.

ITonyuennsii pacrBop umeer pH 7,0...7,5 u mnotHocts 1,2...1,25 r/eme. ONUCAHHBIH
WMHTUOUTOP MOTYYMII BECbMA IIMPOKOE PACIIPOCTPaHEHHUE; OH BblTyckaeTcs OO0 «DKo3Hepro»
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(r.PocroB-Ha-/{oHy) 110J1 TOProBbIMU MapKaMu DKTOCKeNI-450-1 (onrcaHHbIM BOAHBIA
pacTBOp mo TexHUuueckuM yciioBusiM TY 2439-004-24210860-05) u DxTockein-450-2
(aMOp¢HBII TOPOIIOK MO TeXHUUECKUM ycIoBUsIM TY 2439-006-24210860-2007, mory4eHHbIN
Y3 BOJIHOTO pacTBOPA).

OnucaHHOMY UHTUOUTOPY MPUCYIITU OTAEIbHBIC HeOCTATKHU. M3-3a OTKITIOHEHMS
COOTHOIICHUSI UHT PEAUEHTOB (HUTPUIOTPUCMETUIIEH(OCHOHOBOM KUCITIOTHI M OKCHIA ITUHKA)
OT CTEXMOMETPUIECKOTO, U3-32 HEOJHOPOTHOCTH COCTABA U CTPOEHHS OITUCAHHOT'O UHTUOUTOPA
€ro HEBO3MOJKHO BBIJIEJIUTH B KPUCTAJUIMUECKON (hOpMeE - OH MPEACTABIIAET COO0N aMOp(HbIN
TTOPOIIIOK, CUITBHO MBUTSIIHIH ITpY 00paboTKe U XpaHeHUU. CTpoeHHe OITMCAHHOTO MHTHOUTOpa
UJCHTUYHO BbIIIEONMCAHHBIM. OH CKIIOHEH K 00pa30BaHUIO MOJMMEPHBIX CTPYKTYD,
BCJIEJICTBUE YETO Er0 pACTBOPEHUE B BOJIE 3aTPYAHEHO: IS IPUTOTOBIIEHUS BOJHOI'O PACTBOpa
TpeOyeTcs ropsiyasi BOJia U MHTEHCUBHOE nepeMerrBanue. [Ipyu HerocTaTouHO MHTEHCUBHOM
NepeMeIMBaHUM TOPOIIOK 00pa3yeT CryCTKHU, MOCTENEHHO LEMEHTUPYIOIIUECS U
MpeBpallaloNIMecs B MPAKTUYECKU HEPACTBOPUMBIE arJIOMEPATHhI.

PackpsiTrie uzo0perenus

Lemnpro 3a5B151€MOT0 M300PETEHUS SBIISIETCS PACIIMPEHUE APCEHAIA UHTUOUTOPOB KOPPO3UH
¥ 00pa30BaHUSI HAKUITM U TIOBBIIIIEHUE Y00CTBA B OOPAIIIEHUH C TOBAPHBIM MTPOTYKTOM.

TexHUUECKUM Pe3yJIbTATOM, KOTOPBIN JIOCTUTAETCS 3asIBJIIEMBIM U300PETEHUEM, SIBJISIETCS
MTOJTyYEHUE KPUCTAJIMIECKOM (POPMBI MHTUOMTOPA KOPPO3UHU CTAIH C KUCIIOPOIHOMN
JIenosipu3anyeil 1 00pa30BaHUsl HAKUITU - TETPAHATPUS
HUTPUWIOTpUCMETHIICH(POCHOHATOIMHKATA, KOTOPas BBIIEISIETCS B (POpME KpUCTAILTOTHIpATa,
YCTOMUYMBA MPU XPAHEHUU, HE CIIEKUBAETCSI, HE IIBUIUT U JIETKO PACTBOPSIETCS B BOJIE.

TexHuueckuii pe3ybTaT JOCTUTAETCS TEM, UTO KpUCTAJUIMUecKas (hopma TeTpaHaTpus
HUTPUIIOTpUCMETUIIEH(DOCHOHATOMHKATA MTPEICTABIISIET COOOM TpUIEeKaAruapaT, OTHOCUTCS
K TPUKJIMHHON CUHTOHUH, UMEET TPOCTPAHCTBEHHYIO I'PYIIILY CHMMETPUU P U pa3Mephl

STYEUKHU KpUCTAJUIMUEeCKON pemeTku a=1,12208+0,00002 uMm, b=1,12666+0,00003 uMm, c=
1,23286+0,00003 HM, a yIIIbI MEXAY peOpaMu KpucTaunueckon pemeTku a=108,455+0,002°,
=97,168+0,002°, y=117,103+0,002°.

Crioco0 nosty4yeHus 3asiBIsIeMON KPUCTAIMYECKO (hOPMBI BKIIOYAET CMEIIIMBAHUE B
BOJIHOM PacTBOPE HUTPUIOTPUCMETUIICH(DOCHOHOBOM KUCITOTHI, OKCHIA IMHKA U THIPOKCHIA
HATPUS MIPU CIIETYIOIIEM COOTHOIIEHUA KOMIIOHEHTOB, MAC. Y.
HUTPUIIOTPUCMETUIIEH(DOChOHOBAS KUCTIOTA - 24...26, OKCU IMHKA - 13...14, THAPOKCUT
HaTpus - 27...30, mepeMenMBaHie YKa3aHHOM CMeCH P HaTrpeBaHuM, PUIIbTpOBaHUE U
yIapuBaHUe MOJYYeHHOTO (pUIIbTpaTa.

To, uTo 3asBIsIeMast KpUcTauIMuecKast hopMa mpecTaBiseT coOoi TpuaeKaruapar,
OTHOCHUTCS K TPUKJIMHHOW CUHTOHUM, UMEET MPOCTPAHCTBEHHYIO I'PYIITy CHMMETPUUA P U
pa3Mephbl SYEHKU KpUcTaumyecko perretku a=1,12208+0,00002 um, b=1,12666+0,00003 HM,
c=1,23286+0,00003 HM, a yrJIbl MeXAY peOpaMu KpucTaimyeckoit pemetku o=108,455+0,002°,
B=97,168+0,002°, y=117,103£0,002°, siBJII€TCSI HOBBIM 1O CPABHEHUIO C TPOTOTUIIOM.

To, uTo 3asBIISIEMBbIN CLIOCOO XapaKTEPUIYETCSI COOTHOIIIEHUEM KOMIIOHEHTOB, Mac.4.:
HUTPUIIOTpUCMETHIIEH(DOChOHOBAS KUCTIOTA - 24...26, OKCU IMHKA - 13...14, TMAPOKCUT
HaTpus - 27...29, a TakKe BKIIIOYAET (PUIbTPOBAHKE U yIIAPUBAHUE ITOJTYYEHHOTO (GUIIbTPATA,
SIBJISIETCS. HOBBIM IO CPABHEHUIO C TPOTOTUIIOM.

braromaps ykazaHHOM KPUCTAJTIMYECKOM CTPYKTYpe 3asiBiisieMast hopmMa UHTHOUTOpa
YCTOWYMBA ITPU XPAHEHUU, HE TTBUIUT, HE CIICKUBAETCA U JIETKO PACTBOPAETCS B BoAE. Takum
00pa3oM, HOBOM COBOKYITHOCTBIO CYIIECTBEHHBIX ITPU3HAKOB JOCTUTACTCS 3asIBIISIEMBbIl
TEXHUYECKUN pe3yiIbTar.

braromaps Tomy, 4TO 3asBIsIEMbIH CLIOCOO OOECIeYMBaET MOJIYUEHUE KPUCTAITUUECKON

Crp.: 4
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(bOopMBI MPOJYKTA C HOBBIMU CYIIECTBEHHBIMU IIPU3HAKAMU, U TEM CAMBIM JI0CTUTAETCS
3as1BJISIEMBIN TEXHUYECKUN PE3YIbTAT.
B yactHOM cityyae ocylecTBIEHHUs 3asIBIsIEMOIN KPUCTAIIIIMUYECKON (POPMBI OHA
XapaKTepU3yeTCst MEKIUIOCKOCTHBIMU PACCTOSTHUSIMU, OIIPEAEIIEMBIMUA METOAOM ITOPOILIKOBOM
T paKIuMy peHTTeHOBCKUX Jyuel mpu TeMiiepatype 20+5°C, Hm

:1,108...1,115;0,946...0,949;

0,918...0,929; 0,908...0,910; 0,869...0,872; 0,769...0,781; 0,598...0,602; 0,590...0,594;
0,585...0,588; 0,562...0,567; 0,556...0,560; 0,553...0,557; 0,531...0,534; 0,521...0,525;
0,505...0,508; 0,500...0,504; 0,475...0,479; 0,457...0,461; 0,434...0,437; 0,4...0,433;
0,418...0,423; 0,392...0,394; 0,387...0,390; 0,381...0,383; 0,375...0,377; 0,369...0,371;
0,364...0,366; 0,348...0,351; 0,346...0,348; 0,331...0,333; 0,315...0,317; 0,310...0,312;
0,308...0,310; 0,305...0,308; 0,301...0,304; 0,299...0,302; 0,291...0,293; 0,285...0,287;
0,278...0,290; 0,276...0,278; 0,272...0,275; 0,270...0,272; 0,266...0,269; 0,265...0,268;
0,260...0,262; 0,259...0,261; 0,252...0,255; 0,243...0,245; 0,237...0,240; 0,236...0,238;
0,233...0,236; 0,232...0,234; 0,230...0,232.

B yacTHOM ciyuae ocyiecTBIEHUS 3asBIISIEMOTO CIIOcO0a MpU CMEMIMBAHUM B BOJTHOM
pacTBOpe HUTPUIOTPUCMETUIICHPOCHOHOBOM KUCIOTHI, OKCH/IA IMHKA U TUAPOKCHUIA HATPHSI
CHayaja B PAaCTBOP HUTPUIOTPUCMETUIIEH(DOCHOHOBON KUCITOTHI BBOISIT OKCHUII IIMHKA, &
3aTeM J100ABIISIIOT BOAHBIN PACTBOP TUAPOKCUIA HATPHUSL.

B wactHOM citydae ocyIecTBIeHHUs 3asIBIIEMOTO Crtoco0a Mpy CMEITMBAHKUHU B BOJTHOM
pacTBOpe HUTPUITOTPUCMETHIIEH()OCHOHOBOM KUCTOTHI, OKCHU/IA IMHKA U TUJIPOKCUIA HATPUS
CHayaja B PACTBOP TMIPOKCUIA HATPHS BBOAST OKCHUII LIMHKA, & 3aTeM JT00aBIISIOT BOIHBIIMI
pPacTBOP HUTPUIOTPUCMETUIIEH(GOCHOHOBOM KUCIIOTHI.

B yacTHOM ci1yyae ocymiecTBIEeHUs 3asBIIEMOr0 ClIoco0a Mociie ynapuBaHus puiabTpata
B HEr0 BHOCAT 3aTPABOYHBIEC KPUCTAJLTBI 3asIBIISIEMON KPUCTAITMUECKOM (DOPMBI TETpaHATPHS
HUTPUIIOTPUCMETHIIEH(POCHOHATOIMHKATA TPpUAEKaruapaTa.

Kpatkoe onucanue yeprexeit

Ha ¢ur.1 npuBeneHa cTpyKTypa BelecTBa Mo 3asBlIsIeMOMY U300PETEHHUIO, OTIPEIeIICHHAS
METOIOM PEHTIeHOCTPYKTYPHOTO aHanm3a. {715 ynpoIieHus yeprexa aToMbl BOAOPOIa
YCIIOBHO HE MOKAa3aHBblI.

Ha ¢ur.2 npuBeneHa cTpykTypa BHYyTpEHHeN KOOPAMHALMOHHOM chepbl, BKIIOUAIOIIEH
KHUCIIOTHBINM OCTATOK HUTPWIIOTPUCMETHUIICH(POCHOHOBOM KUCIOTH M MOH HUHKA. ATOMBI
BOJIOPO/JIa HE TTOAITMCAHBI, OHU YCIIOBHO 0003HAYEHbI MIAJKUMHU apukaMu. st 6obineit
SICHOCTH TTIOKa3aH TaK)Xe OJIMH M3 ATOMOB KHUCIOPO/Ia, BXOSAIIUX B COCETHIOIO MOJICKYITY
MHTUOUTOpaA, OH 0003HaUYeH O4*F,

Ha ¢wur.3 npencrasiensl KpuBble UG paKIMM PEHTTE€HOBCKUX JIyueil Ha MOPOIIKaxX
MOJIYYEHHOTO COEIMHEHHUS U UHTUOUTOpA «IKTOCKENT-450-2», MPUHATOTO 32 IPOTOTHII,
noJyueHHbIe Ha AudpakTomeTpe obiero HazHaueHust JIPOH-6 B MOHOXpOMAaTU3UPOBAHHOM
FeKo-uznyuenuu (A=0,193728 um). 1o abcuucce otnoxkeH nBorHot yroj orbnecka. [1o ocu
OpAMHAT OTJI0XEHA UHTEHCUBHOCTb PEHTT€HOBCKOT'O U3JTyUeHHUSI.

KpuBas 1 mpencraBisieT TEOPETUUECKYIO KPUBYIO TU(GPAKIMN PEHTI€HOBCKUX JIydeH,
PaCCUMTAaHHYIO IO CTPYKTYpe, Ipe/ICTaBIeHHON Ha ¢ur.]1 u B Tabm.2-4.

KpuBas 2 mpeacraiser 3KCIIepUMEHTATbHYIO KPUBYIO AM(PPAKLIMY PEHTT€HOBCKUX JIyden
JUTS TIOJTYY€HHOT'O COETMHEHMUSL.

Kpusas 3 npencrasiser sKCepUMEHTAIbHYIO KPUBYIO UM PAKIUY PEHTT€HOBCKUX JTydel
JUI1 MHTUOUTOpA «DKTOCKEMIT-450-2», MPUHATOrO 32 MPOTOTHII.

Ha ¢wur.4 npencrasieH cieKTp KOMOMHALMOHHOT'O PACCEsTHUSI CBETA HA KPUCTAJLIIE
MOJTyYEHHOTO COeIMHEHUS, TIOTYYEHHBIN Ha IKCIIEpUMEHTAIbHOM KoMmIuiekce «Centaur U-
HR» ¢ nmazepHbIM BO30yXAEHUEM C IJIMHOM BOTHBI A=473 HM. [0 abcuucce OTI0XKEH CIBUT
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YaCTOTBI CTOKCOBOTO U3JTyUYEeHUS B em™!. o ocu OPAMHAT OTJI0KEHA UHTEHCUBHOCTD
CTOKCOBOT'O M3JTyYEHHUSI.

OcyiecTBiieHHE U300 pETEHUS

Bo03MOXXHOCTb OCYIIECTBIICHUS 3aSIBJIIEMOTO U300PETEHUS TOATBEPKIAETCS IPUMEPOM
MPAKTUYECKOTO OCYIIECTBIICHUSI.

ITpumep 1 (psimoit mopsiAOK cMelIMBaHusl). B kpyriiogoHHyro koia0y eMkocThio 500 oM’

BHOCAT 150 cM® JTUCTUITMPOBAHHOM BOABI M 25,0 T HUTpUIIOTpUCMETUIIeH(POChHOHOBOM
KMCJIOTHI (MOJIEKYJIsIpHAst Macca 299 a.e.M.), IBaX bl NEPEKPUCTATUIM30BAHHOM U BBICYLLIEHHOMN
nipu 105°C go noctosiHHOM Macchl. CMech MepeMenIMBaoT MEIaIKO! 10 TTOJIHOTO
pPACTBOPEHUSI KUCIIOTHI U HATPEBAIOT HA BOAsAHOM OaHe 1o 75°C. HebGonpmmmu nopuusiMu
MpY TOCTOSIHHOM MEePEeMENIMBAHUM BHOCAT 13,7 T OKcH1a [MHKA KBaJU(pUKALUY Y.]1.4.
(MonexkynsapHast Macca 81,4 a.e.M.) 10 ITOJIHOT'O €ro paCTBOPEHUS B KUCIIOTe. 3aTeM, He
MpeKpaniasi HAarpeBaHus U MepeMeIMBaHus, Mo KarisiM MPUIMBAIOT PacTBOP 28 I' CBEKETO

TUJIPOKCUIA HATPUS KBATM(PUKALUM X.4. (MOJIeKyJsspHas Macca 40 a.e.m.) B 100 o’
JYCTUIIMPOBAHHOM BOABI. I1ociie 3Toro pacTsop nepeMemumsaroT B TeueHue 60 MUH IpU
temnepatype 75°C. I1omyueHHbli pacTBOp GUIBTPYIOT, GUIBTPAT COOMPAIOT B YALLIKY IS
BBIMIAPUBAHUS U yIApUBAIOT B 2...2,5 pa3a no o0beMy Ha BoastHOM O0aHe npu 70...80°C 1o
CUPONIOOOpa3HON KOHCUCTEHIMU. YalKy ¢ pacTBOPOM MEIJIEHHO OXJIaXKIAI0T BMECTe ¢ OaHel,
a 3aTe€M OCTABJISIIOT JIJIs1 UCLIAPEHUS M KPUCTAIIM3ALMU IPU KOMHATHON TEMIIEpATYype.
Breinagiime npo3paydHble KpUCTAILIBI OTIENSIIOT OT MATOYHOTO pACTBOPA, OBICTPO MPOMBIBAIOT

50...60 M JTUCTUIIMPOBAHHOM BOJIbI, oxJiaxaeHHoM 10 0°C, u BeicymuBatoT ripu 30...40°C.
Beixon 72,5 r (63,3% OT TEOPETUUECKH BO3MOKHOTIO).
[Tpumep 2 (0OpaTHBIN MOPSATOK CMEITUBAHUS). B KpyriloJoHHYIO KO0y eMKOCThIO 500

e’ BHOCST 150 oM JUCTUWUIMPOBAHHOM BOJIBI U 30 T CBEXKETO TUAPOKCUIA HATPUS
kBaMpUKanuu X.4. (MoJiekyssipHast Macca 40 a.e.m.). CMech nepeMenmBaoT MEIIaIKom J10
MOJIHOTO PACTBOPEHMUSI KUCIIOTHI M HATPEeBAIOT Ha BojAsiHOM Oane 10 75°C. Hebonpimmu
MOPUMSIMU TIPU IMTOCTOSTHHOM TIEpEMEIIMBAHUM BHOCAT 13,7 I OKCcHAA IIMHKA KBATM(PUKALUU
y.j1.a. (MoJiekyJisipHasi macca 81,4 a.e.M.) 10 TOJIHOTO €r0 PACTBOPEHUS B KUCTIOTE. 3aTEM, HE
MpeKpanasi HArpeBaHus U MEPEMEIMBAHUSA, 110 KAIUISIM IIPUIMBAIOT pacTBop 25,0 T
HUTpUIOTpUCMeTHIIEH(POCHOHOBOM KUCTOTHI (MOJIEKYJIIpHast Macca 299 a.e.M.), TBaX bl
MePEeKPUCTAIUIM30BAHHOM U BhICYyIIeHHOM npu 105°C 1o nmoctossHHOM Macchl, B 100 cm
JMCTUIUIMPOBAHHOM BoAbI. [lociie 3Toro pacTBop nepeMenmparoT B TeueHue 60 MUH Mpu
temnepatype 75°C. [TomydeHHbI pacTBOp QUIBTPYIOT, GUIBTPAT COOMPAIOT B YAIIIKY IS
BBIMIAPUBAHMS U yIIapuBaloT B 2...2,5 pa3za 1o o0beMy Ha BoasHoM 6ane mpu 70...80°C go
CUPOTNIOOOPA3HON KOHCUCTEHIMU. YaIlKy ¢ pacTBOpOM MEIJICHHO OXJIaXIAI0T BMECTe ¢ OaHet,
a 3aTEM OCTAaBJIAIOT JJIS UCITAPEHUS U KPUCTAJIM3ALMU [IPU KOMHATHOM TEMIIEpATYypeE.
Brinagsiime npo3padHble KPUCTAILTBI OTJIENSIFOT OT MATOYHOTO paCTBOPA, OBICTPO MPOMBIBAIOT

50...60 cm® JTUCTUILIMPOBAHHOM BOIbI, oXJ1axaeHHoM 10 0°C, v BeicyuBatoT rpu 30...40°C.

Brixon 76,0 T (66,4% OT T€OPETUUECKH BO3MOKHOIO).

ITonydyeHHBIN MPOAYKT B IEPBOM U BTOPOM MPUMEPAX UACHTUYEH U MIPEJCTABIISIET COOOM
MIPO3payHble MOHOKPUCTAJIJIBI, YCTOMYMB IPU XPAHEHUU, HE CIIEKUBAETCS, HE MIBUIUT, JIETKO
pacTBOpPSETCS B BOJIE, HE PACTBOPSIETCS B 3TAHOJIE (BUHHOM CIUPTE), TUITUIIOBOM 3(upe,
JTUMETUIICYTb(OKCHUIE.

JL1st IipoBeIeHUsI PEHTTEHOCTPYKTYPHOT'O UCCIIEAOBAHUS ITOJIYUYEHHBIN [IPU CUHTE3€
MOHOKPHCTAJII ObUT OOKaTaH B IIAPUK CO cpeTHUM paauycom 0,16 MMm. PEeHTTeHOCTpYKTYpHBIH
9KCIIEPUMEHT BBITIOJIHSJICS HA aBTOMATUYECKOM UEThIPEXKPYKHOM AudpakTomeTpe «Oxford
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Diffraction Gemini S» ¢ CCD-getekTopom Sapphirelll npu koMHaTHO# Temriepatype. B
JKCIEpUMEHTE ucnoiib3oBajiock MoKa-uznyuenue (pexum padotsl Tpyoku 50/40 KB/MA,
rpaduToBbI MOHOXpOMATOD). [TapamMeTpbl peHTIeHOCTPYKTYPHOTO SKCIIEPUMEHTA TPUBE/ICHbI
B Ta0.1.

C60p u ob6paboTka AUGPAKIMOHHBIX JAHHBIX, ONPE/ICJICHUE TapaMeTPOB AJIEMEHTAPHOM
SYEUKU U IPOCTPAHCTBEHHOM I'PYMITBI CAMMETPUM IPOBOAUIIUCH B IporpaMmme CrysAlisPro.

Y4eT NorIoneHus BbIMOIHSICA SMIIMPUUECKA METOIOM multi-scan.

[TepBuuHbBIi hparMeHT CTPYKTYPhI ObLIT HANACH MPSMBIMUA METOJAMU B IPOTPAMMHOM
koMmiuiekce SHELX'97. [TonoskeHust ocTajabHBIX aTOMOB, B TOM YUCJIE€ U BOJIOPOJAHBIX, ObLIU
HaWJECHBI IO PA3HOCTHOMY CUHTE3Y 3JIEKTPOHHON INIOTHOCTH. Y TOUHEHUE IAPAMETPOB
MOJENN KPUCTAIUIA OCYLIECTBIISIIOCH IIOJTHOMATPUYHBIM METOJOM HAUMEHBIIMX KBAAPATOB

o IF1% B nporpaMMmHoM kKomiuiekce SHELX'97 ¢ ucnonb3oBanue nporpammsl WinGX.

TenoBble MapaMeTpbl HEBOAOPOJAHBIX ATOMOB CTPYKTYPbl YTOUHSIJIMCh B AHU30TPOITHOM
npubavkenuu. IlapaMeTpbl aTOMOB BOJIOPO/Ia YTOYHSJIMCh COBMECTHO C MapaMeTpaMu
OCTaJIbHBIX AaTOMOB, TEIIOBBIE ITAPAMETPBI ATOMOB BOJIOPO/1a YTOUHSIMCh KAK U30TPOIIHBIE.
OrpaHuueHuil Ha YTOUHSIEMbIE [TApAMETPbI HE HAJIAranoCh.

HarinenHble KOOpAMHATHI ATOMOB U UX TEIUIOBBIE MApAMETPhI ITPUBEJIEHBI B Ta0J1.2,
AHU30TPOITHBIE TEIUIOBBIE MAPAMETPBI HEBOJAOPOJAHBIX ATOMOB IIPpUBEAEHBI B Ta011.3. Jis
KPATKOCTH 3/1€Ch IPUMEHEHBI YCIIOBHbIE 0003HAUEHHS SKCIIEPUMEHTAIbHBIX TOTPEIIIHOCTE:
Hanpumep, 0,03079(8) o6o3nagaet 0,03079+0,00008.

Ha ¢wr.1 nmpuBeneH ¢pparMeHT KPUCTAILUTMIECKOM CTPYKTYPHBI ITOJITYYEHHOTO BEIIECTBA,
MTOCTPOCHHBIN MO JaHHBIM Tabsuil 2 U 3. O003HaYeHUS AaTOMOB COOTBETCTBYIOT ITPUBEIEHHBIM
B TaOMuax 2 v 3. DIUIMIICOMIbI COOTBETCTBYIOT TEIIOBBIM KOJIEOAHUSIM LIGHTPOB ATOMOB
IIpU KOMHATHOM TEMIIEpATypeE C BEPOATHOCTHIO 50%. {111 yrpoleH!s: KapTUHBI ATOMBI
BOJIOPO/1A YCIIOBHO HE MOKA3aHBI.

Ha ¢wur.2 npuBeneHa cTpykTypa BHYTPEHHENH KOOPAMHAIMOHHOM chepbl, BKITFOUAIOIICH
KHMCJIOTHBIN OCTaTOK HUTPUIOTPUCMETHIIEH(HOCHOHOBOM KUCIIOTHI U MOH IMHKA. DJUTUIICOUTBI
TAK)K€ TOKa3bIBAIOT TEIJIOBBIE KOJIEOAHUS UEHTPOB aTOMOB IPU KOMHATHOH TeMIepaType
C BEpOSITHOCTHIO 50%. ATOMBI BOJIOPO/Ia YCIIOBHO 00O3HAYEHBI IIIAIKUMU apukamu. s
MOSICHEHHUS PACIIOJIOKEHUS CBA3€H UMHKA B TUMEPHON CTPYKTYPE IMOKA3aH TAKXKE OJUH U3
ATOMOB KHUCIIOPOJA, BXOISIIMX B COCEHIOIO MOJIEKYIy MHTMOUTOpA, OH 0003HaueH O4*.

Ha ¢ur.3 npencrasiensl KpuBble UG paKkUMi PEHTTE€HOBCKUX JIyueil Ha MOPOIIKaxX
MOJIYYEHHOTO COEIMHEHUS U UHTUOUTOpA «IKTOCKENT-450-2», MPUHATOTO 32 IPOTOTHUII,
noJjyueHHble Ha AudpakTomeTpe obiero HazHaueHust JIPOH-6 B MOHOXpOMAaTU3UPOBAHHOM
FeKa-uznyuenuu (A=0,1937 um). [To abcuucce oTiioxeH aBoiHoM yroj otbiecka. ITo ocu
OPAMHAT OTJIOKEHA UHTEHCUBHOCTD PACCETHHOTO PEHTIEHOBCKOTO U3JIyUYEHHUS.

KpuBas 1 mpencraBisieT TEOPETUUECKYIO KPUBYIO TUGPAKIMY PEHTI€HOBCKUX JIydeH,
PACCUMTAHHYIO IO CTPYKTYPE, IpeICTaBlIeHHOM Ha ¢ur.1 u B Ta01.2-4, Ha 9BM nipu momorm
nporpammsl Mercury 3.0.

KpuBas 2 mpencTaBisieT 9KCIIEpUMEHTATBHYIO KPUBYIO AM(PPAKIMY PEHTTEHOBCKUX JIyden
JUJIS TIOJIYYEHHOTO COeIMHEHHUsI. [I1s1 Kax 0N KPUCTATIIMYECKOMN, TO ECTh YIIOPSIIOUEHHOMH,
ATOMHOM CTPYKTYPbI XapaKTEPHO HAJIMYMUE IIJIOCKOCTEN, 3aKOHOMEPHO YCESIHHBIX aTOMaMHU
Y PACIOJIOKEHHBIX B IPOCTPAHCTBE (OPUEHTALMS UX B IPOCTPAHCTBE B CUCTEME KOOPJAUHAT,
MPUBSI3aHHOM K peOpaM KPUCTAIIIMYECKON PELIETKH, JAeTCsl KPUCTAIUIOTr papUIecKUMU
uHaekcamu h, k, ) napaenbHo Ipyr Apyry Ha OIpeelIeHHbIX, PACCTOSTHUSIX OHA OT JPYTOM.
OTH paccTosiHUS d Ha3bIBAIOT MEXKIUIOCKOCTHBIMU paccTOsTHUSIMU. Habop MEKITITOCKOCTHBIX
PACCTOSTHUIM /1715 TUIOCKOCTEH ¢ pa3HbIMU KpUcTaUTOrpadrudeckumMu nHaekcami h, k, I yaukasnen
JUTSL KOKJIOM KpUcTayuIMueckon cTpykTypbl. Kaxkas u3 miockocrelt gaet otoieck (pediiekc)

Crp.: 7



10

5

20

25

30

35

40

45

RU 2528417 C1

PEHTIEHOBCKOI'O U3JIyYEHUS C JUIMHOM BOJIHBI A ITOJ] XapaKTEPHBIM yriaoM 0. 9To yromn
HAa3bIBAIOT YIJIOM OTOJIECKA. YTOJI 0TOecKa 9 11 KaK10M TUIOCKOCTH CBSI3aH C
MEXKIIOCKOCTHBIM PacCTOSTHUEM M JUIMHOM BOJIHBI (hopMysioit Bynsda-bparra

2dsinB=kA,

rae k - nopsaoK IMppakMOHHOTO MaKCUMyMa (LeJI0€ YUCIIO).

Teoperuyeckre MEXIUTIOCKOCTHBIE PACCTOSHUSI U KPUCTAJUIOT paprUueCcKue HHAEKCHI IS
COOTBETCTBYIOIIMX IJIOCKOCTEMN 3asIBISIEMOM KPUCTAIIMUECKON (POPMBI TETpaHATPUS
HUTPUIOTPUCMETHIIEHPOCHOHATOLMHKATA, BBIYUCIIEHHbIE HA D BM mpu momoliu nporpamMmsl
Mercury 3.0, 1 3KCIIEpUMEHTAJIBHBIE MEXIITIOCKOCTHBIE PACCTOSHUSA IIOJIyYEHHOTO COEIMHEHNS,
paccurMTaHHbIe U3 KpUBOii 2 110 popmyie Bynbda-bparra, npuseneHs! B Tabi1.5.

KpuBas 3 mpeacrapiser 3KCIIEpUMEHTATbHYIO KPUBYIO AM(PPAKIMY PEHTT€HOBCKUX JIyden
JUUIS1 ©U3BECTHOT'O UHTMOUTOpA «IDKTOCKEHMIT-450-2», MPUHATOrO 3a MpOoTOTUN. OTCYTCTBHE Ha
3TOM KPUBOM MTUKOB (pedhIeKCOB) CBUACTEILCTBYET 00 OTCYTCTBUM YIIOPSIAOYCHHOM, TO €CTh
KPUCTAJUIMYECKOH, CTPYKTYPBI JAHHOTO BEIIECTBA.

Mo’HO caenaTh BbIBOJ, YTO BELIECTBO, IIPUHATOE 33 IIPOTOTUIL, UMEET HEYITOPSALOYEHHOE,
HEPETYJISIPHOE CTPOECHUE; B 3TO XKE BPEMSI [IOJIyYEHHOE COEIMHEHUE UMEET YIIOPSATOUYECHHYIO
CTPYKTYPY, KOTOpasi XapaKTepU3yeTcsl CTPOT0 OMpeIe]IeHHBIM HA0OPOM MEKITOCKOCTHBIX
PacCTOSTHUM.

Ha ¢wur.4 mpencrasiieH cieKTp KOMOWHAIMOHHOTO PACCEsHUS CBETa Ha KpUCTaJlIe
ITOJIyYEHHOT'O COEIMHEHUS, TIOTYYEHHBIN Ha 3KCIIEpUMEHTAIbHOM KoMmIuiekcee «Centaur U-
HR» ¢ azepHbIM BO30YXAEHUEM C IJIMHOM BOTHBI A=473 HM. [0 abcuucce OTI0XKEH CABUT

YaCTOTBI CTOKCOBOTO U3JIyUYEHHUS V B em ™! TTo ocu OpPAMHAT OTJI0XEHA UHTEHCUBHOCTD
CTOKCOBOI'O M3J1y4eHUsl. MaKCMMyMbl HHTEHCUBHOCTH CTOKCOBOI'O U3J1yU€HUS IIPU
OIpE/ICNIEHHBIX 3HAUEHHUSIX CJIBUTa YACTOThI COOTBETCTBYIOT KOJIEOAHUSIM aTOMOB B
MOJIEKYJIPHON WIIH KPUCTAIUIMYECKON CTPYKTYPE BELIECTBA C COOTBETCTBYIOLIEN YACTOTOM
v. ComnocraBiieHue U3MEPEHHBIX I10 CIEKTPY YACTOT COOCTBEHHBIX KOJIEOAHUIM MTOTYUYEHHOTO
COEAUHEHUS CO 3HAUCHUSIMU, TEOPETUYECKHU PACCUUTAHHBIMU Ha DBM npu nomoiu
nporpammbl HyperChem 8.0.7, mpuBeaeHo B Ta0i1.6. Xopoliiee COOTBETCTBUE YACTOT
CBUJIETEIIBCTBYET O COOTBETCTBUU CTPYKTYPHI IOJYUYEHHOTO COEIMHEHUS 3aSIBIISIEMON
CTPYKTYpE.

[TpomblnuieHHAas TPUMEHUMOCTD

[Tpemnaraemoe TEXHUYECKOE PEILIEHUE - KpUCTAIIMUECKasi popMa TeTpaHaATpus
HUTPWIOTpUCMETHIIeH(POCHOHATONMHKATA ¥ CITOCOO €€ TTOTYUYSHUS - UMEET SICHOE
MpeHa3HAUYCHUE: IJISI MHTUOMPOBAHMS (3aMEICHUS) KOPPO3UHM CTAJIU C KUCTIOPOIHOMN
JiernoJisipu3anyent 1 oo6pa30BaHUsI HAKUIIA. DTO TEXHUUECKOE PEIIEHUE MOXKET OBbITh
OCYIIIECTBJIEHO CIIEUAIIMCTOM Ha MPAKTUKE U IIPU OCYIIECTBIIEHUU OOECIIEUNBAET peaTu3alUIio
3aBJICHHOTO HA3HAYEHMUSI.

B03MOXHOCTB OCYIIIECTBIIEHUS CIIELMATIUCTOM Ha MPAKTUKE CIEAYET U3 TOTO, UTO IS
KaXX0T0 MPU3HAKA, BKIIFOUEHHOTO B (popMyITy U300pEeTeHHsS] HA OCHOBAHUM OIMCAHUS,
U3BECTEH MaTepUasbHbIN SKBUBAJIEHT. CaM TeTpaHaTpui
HUTPUIOTpUCMETUIIEH(POCHOHATOUMHKAT U3BECTEH U3 YPOBHS TEXHUKU KAK UHTUOUTOP
KOPPO3UU U COJIEOTIIONKEHUIN. BO3MOXKHOCTh 00pa30BaHusl OAMHAKOBBIMU WA OJIM3KUMU 110
COCTAaBY BEIIIECTBAMU Pa3HOOOPA3HBIX KPUCTATUTMUECKUX (DOPM U3BECTHA B KpUCTAILIOTpaduu
1o, HAaMMEeHOBaHueM nojauMopdusma. Takxe B KpucTauiorpaduu U3BECTHO 00pa3oBaHUe
KPUCTAJUIOTUAPATOB, BKIIIOYAIOIIMX HA KaXAYI0 MOJIEKYJy OCHOBHOI'O BEUIECTBA TO WIIM
MHOE KOJIMYECTBO MOJIEKYJ BOABIL. MIcrionb3yeMble 111 OCYLIECTBIICHUS 3a5IBIISIEMOTO
U300 pETEHUs KJIACChl CHUMMETPHUY KPUCTAITMUECKUX PELLIETOK - CAHTOHUM Y ITPOCTPAHCTBEHHbBIE
TCPYIIBI CAMMETPHUH - TAK)KE U3BECTHBI U3 KITACCHYECKUX PYKOBOJICTB 10 KpUCTAILIOTpaduM.
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Pasmepnl stueriky KpUCTAJUIMUECKOM PENIETKH (ITTMHBI ee pedep) U yIIIbl MeXIy ee pedpamu,
a TAK)K€ MEXKIUIOCKOCTHBIE PACCTOSIHUS, TPEACTABIISIOT COOOI OOBIYHBIE T€OMETPUUYECKUE
pa3Mepbl 00BEKTA TEXHUKHU U MOTYT ObITh U3MEPEHBI C BICOKOM TOUHOCTHIO METOJIOM
TUdpaKU PEHTTEHOBCKOTO U3ITy4YeHUs. VIHTpeIMeHThbI, HEOOXOIUMBbIE JIJTSI TTIOJTYYCHHUSI
3asBIISIEMON KPUCTAIITMYECKON (POPMBI - HUTPUIIOTPUCMETUIIEH(OC(HOHOBASI KUCTOTA, OKCU/T
UHKA U TUJIPOKCU HATPUS - XOPOIIIO U3BECTHBI B XUMHUECKOH ITPOMBIIINIEHHOCTH U
BBIITYCKAIOTCA CEpUIHO. Bee TeXHOI0rnueckme onepanyum, HeoOX0AUMMBbIE 1J1sI OCYIIIECTBIICHUS
croco0a - cMelMBaHue, HarpeBaHue, GUIbTPOBAHUE, YITAPUBAHUE - U3BECTHBI B XUMUUECKOM
TEXHOJIOTUU U MOTYT OBITh OCYIIECTBJICHBI B PA3JIMYHOM TMTOPSIIKE U3BECTHBIM ITyTEM C
MIPUMEHEHUEM CTaHJapTHOTro 00opyaoBaHus. KOHKpeTHbIe BAPUAHTHI CITOCO0A MOTyUEHUs
3asBIISIEMON KPUCTAJIMYECKOMN (POPMBI pACKPHITHI B ONMCAHUM HACTOJIBKO MTOAPOOHO, UTO
€ro OCYIIECTBJIEHUE JOCTYITHO CHEUMATIUCTY B 00JIACTU XUMUH.
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3. [Tatent P® Ne2115631. CocrtaB 111 MHTMOMPOBAHUS COJIEOTIOKEHUNM U KOPPO3UH /
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Tabmuna 1
ITapameTpbl peHTTeHOCTPYKTYPHOTO SKCIIEPUMEHTA
BpyTTo-dhopmyna C3N;0,5Zn;P3NayHz,
Macca hopmyabHOM enUHUIBL M, a.e M. 684,54
Temneparypa T, K 293+2
TpuxnuHHas,
CHHrOHMSI, TPOCTPAHCTBEHHAS TPYIIa e
Pl
Uucio popMyIIbHBIX €AWHUI B sTUeliKe 2
a, HM 1,12208+0,00002
b, HM 1,12666+0,00003
C, HM 1,23286+0,00003
o 108,455+0,002
B,° 97,168+0,002
v, ° 117,103£0,002
V, aM° 1,24751+0,00005
D,, r/em’ 1,822
1, My 1,338
F(000) 704
Judpaxtomerp Xcalibur, Sapphire III, Gemini S
W3znyyenue MoKa, A=0,071073 am
MonoxpomaTop I'pacduroBerit
Twum ckarMpoBaHUS ()
Ob6acTp cOOpa TaHHBIX 1O 6, Tpa. 3,48-30,51
MHuTepBanbl MHAEKCOB OTpaXEeHU -16<h<16,-16<k<16 -17<1<17
Sj&ffff;;ﬁ}ﬁ:f“ﬁ’ BCCTOMESABICH- | 3537/7500/7211/0,014
BecoBast cxema w=[0%(F, 2)+(0,0199P)%+0.2181P]"!, rne P=(F, %+2F, /3
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Yucno yTouHsieMbIX TapaMeTPOB 436

GOOF

1,053

R-axkTopsl o F2>20(F2)

R;=0,0153, wR;=0,0385

R-(bakTOPBI 110 BCEM OTPAKEHUSIM

R;=0,0163, wR;=0,0389

OcratoyHasi 3JIEKTPOHHAs IJIOTHOCTH (min/

-0,364-103/0,42:1073

max), e/HM
(A/o)max/(A/O)mean 0,001/0
Tabmuuna 2
OTHOCI/ITEHLHI;IC KOOpAMHATBhI AaTOMOB U OKBUBAJICHTHBIC Ueq WJIU U3OTPOITHBIC UiSO TCIJIOBBIC ITapaMETPhI
ATtom X v Z Uiso™/Uegs HM?
Cl1 0,03079(8) 0,12733(8) 0,37967(6) 0,0001412(12)
C2 -0,09911(8) -0,12647(8) 0,22656(7) 0,0001429(12)
C3 0,15765(8) 0,00087(8) 0,31717(7) 0,0001548(13)
N1 0,03664(6) 0,01658(7) 0,27966(5) 0,0001227(11)
01 -0,19928(6) 0,09975(7) 0,24740(6) 0,0002117(11)
02 -0,02155(6) 0,34734(6) 0,42095(5) 0,0001945(11)
03 0,03969(6) 0,25713(6) 0,23231(5) 0,0001835(11)
04 -0,06794(6) -0,11834(6) 0,02122(5) 0,0001716(10)
05 -0,28668(6) -0,34255(7) 0,01257(6) 0,0002319(12)
06 -0,04790(7) -0,31485(7) 0,06608(5) 0,0002089(11)
o7 0,36919(6) 0,29004(7) 0,42115(6) 0,0002220(12)
08 0,42662(6) 0,10038(7) 0,31801(6) 0,0002161(12)
09 0,27459(6) 0,15247(7) 0,19414(5) 0,0001984(11)
010 0,17943(8) -0,42185(8) 0,14777(6) 0,0002547(13)
Ol11 0,33373(7) 0,52459(8) 0,49121(6) 0,0002338(12)
012 -0,63238(8) -0,96306(9) -0,00255(7) 0,0002920(14)
013 -0,12575(7) -0,68084(8) 0,08174(7) 0,0002648(13)
014 0,34796(7) 0,76912(8) 0,76123(6) 0,0002523(13)
015 -0,39197(9) -0,84422(8) -0,17093(7) 0,0003095(15)
016 0,38435(8) 0,45255(8) 0,22739(7) 0,0002819(14)
017 0,34688(8) 0,30904(9) 0,64349(7) 0,0003034(14)
018 -0,20422(8) -0,44862(9) 0,27655(8) 0,0003012(14)
019 -0,42128(10) -0,61133(10) 0,03980(9) 0,0003814(17)
020 0,41507(8) 0,81139(10) 0,44576(8) 0,0003616(17)
021 0,13063(9) -0,31773(10) 0,39236(7) 0,0003751(18)
022 0,63232(11) 0,92213(13) 0,34208(11) 0,000508(3)
Znl 0,076873(9) 0,102436(9) 0,137490(7) 0,0001193(3)
Pl -0,044490(19) 0,21423(2) 0,317834(16) 0,0001265(4)
P2 -0,128964(19) -0,23754(2) 0,070433(16) 0,0001238(4)
P3 0,319451(19) 0,14643(2) 0,314710(17) 0,0001363(4)
Nal -0,01648(4) -0,41712(4) 0,19325(3) 0,0002441(7)
Na2 0,17155(4) 0,55034(4) 0,58577(4) 0,0002664(8)
Na3 0,24035(5) 0,52823(5) 0,31179(4) 0,0003183(9)
Na4 -0,38562(4) -0,81509(4) 0,02624(4) 0,0002705(8)
H1 -0,1748(12) -0,1066(13) 0,2225(10) 0,00020(3)*
H2 -0,0215(13) 0,0840(14) 0,4266(11) 0,00025(3)*
H3 0,1264(13) 0,2026(14) 0,4309(11) 0,00025(3)*
H4 -0,1032(13) -0,1790(14) 0,2784(11) 0,00026(3)*
H5 0,1397(12) -0,0893(13) 0,2585(11) 0,00022(3)*
H6 -0,6591(17) -0,9236(18) 0,0493(15) 0,00044(4)*
H7 0,1654(14) -0,0023(14) 0,3955(12) 0,00031(3)*
H8 -0,6908(19) -0,9906(19) -0,0643(16) 0,00050(4)*
H9 -0,0942(19) -0,707(2) 0,1200(17) 0,00055(5)*
H10 0,212(2) -0,260(2) 0,4147(16) 0,00053(5)*
H11 0,3753(16) 0,3801(18) 0,2329(14) 0,00043(4)*
H12 0,3382(16)‘ 0,4501(19) 0,4677(14)‘ 0,00045(4)*
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H13 -0,3823(19) -0,530(2) 0,0302(16) 0,00059(5)*
H14 0,4150(17) 0,8077(16) 0,7416(13) 0,00036(4)*
H15 0,4597(18) 0,8393(18) 0,5137(16) 0,00049(4)*
Hl16 0,1589(16) -0,4900(17) 0,0846(14) 0,00040(4)*
H17 0,3591(16) 0,4233(17) 0,1535(15) 0,00042(4)*
H18 0,3079(17) 0,8110(17) 0,7576(14) 0,00042(4)*
HI19 0,4122(17) 0,5846(18) 0,5192(14) 0,00040(4)*
H20 0,1026(19) -0,3125(19) 0,4500(17) 0,00053(5)*
H21 0,512(2) 0,641(2) 0,0217(17) 0,00065(5)*
H22 -0,0943(17) -0,6889(17) 0,0246(15) 0,00044(4)*
H23 -0,2306(17) -0,3948(19) 0,3086(15) 0,00047(4)*
H24 0,4676(18) 0,8522(19) 0,4143(15) 0,00049(4)*
H25 0,2437(17) -0,3471(18) 0,1469(14) 0,00043(4)*
H26 0,3578(16) 0,3041(17) 0,5727(15) 0,00041(4)*
H27 0,6843(18) 0,9731(19) 0,3167(15) 0,00047(4)*
H28 -0,4627(19) -0,8548(19) -0,2087(16) 0,00054(5)*
H29 -0,271(2) -0,517(3) 0,222(2) 0,00081(7)*
H30 -0,3889(16) -0,9159(19) -0,2101(15) 0,00045(4)*
H31 0,4197(18) 0,3748(18) 0,6880(15) 0,00043(4)*
H32 0,649(2) 0,861(2) 0,3436(19) 0,00072(6)*
Tabmuua 3
AHI/ISOTpOHHI)IC TEIJIOBBIC ITapaMETPbl HEBOJOPOAHBIX aTOMOB, 10 aMm
Atom Un U Usz Uy Uz Up
Cl1 0,159(3) 0,149(3) 0,112(3) 0,038(2) 0,043(2) 0,090(3)
C2 0,135(3) 0,116(3) 0,148(3) 0,050(2) 0,059(2) 0,045(2)
C3 0,152(3) 0,155(3) 0,179(3) 0,076(3) 0,043(3) 0,095(3)
N1 0,117(2) 0,111(2) 0,126(3) 0,034(2) 0,035(2) 0,061(2)
01 0,154(2) 0,187(3) 0,232(3) 0,055(2) 0,007(2) 0,078(2)
02 0,229(3) 0,170(2) 0,178(3) 0,027(2) 0,072(2) 0,129(2)
03 0,258(3) 0,185(3) 0,195(3) 0,107(2) 0,130(2) 0,151(2)
04 0,224(3) 0,123(2) 0,118(2) 0,0613(19) 0,036(2) 0,052(2)
05 0,166(3) 0,176(3) 0,216(3) 0,056(2) 0,015(2) 0,017(2)
06 0,303(3) 0,211(3) 0,199(3) 0,098(2) 0,112(2) 0,184(2)
o7 0,193(3) 0,161(3) 0,226(3) 0,014(2) 0,031(2) 0,082(2)
08 0,173(3) 0,265(3) 0,241(3) 0,089(2) 0,058(2) 0,152(2)
09 0,142(2) 0,291(3) 0,190(3) 0,134(2) 0,063(2) 0,111(2)
010 0,281(3) 0,239(3) 0,231(3) 0,085(3) 0,103(3) 0,132(3)
o11 0,195(3) 0,201(3) 0,270(3) 0,071(2) 0,053(2) 0,101(3)
012 0,244(3) 0,349(4) 0,240(3) 0,073(3) 0,065(3) 0,160(3)
013 0,254(3) 0,303(3) 0,294(3) 0,165(3) 0,119(3) 0,156(3)
014 0,213(3) 0,260(3) 0,304(3) 0,111(3) 0,100(3) 0.141(3)
015 0,373(4) 0,249(3) 0,299(4) 0,086(3) 0,113(3) 0,175(3)
016 0,304(3) 0,259(3) 0,231(3) 0,084(3) 0,060(3) 0,129(3)
017 0,278(3) 0,326(4) 0,291(4) 0,131(3) 0,093(3) 0,148(3)
018 0,292(3) 0,265(3) 0,345(4) 0,114(3) 0,137(3) 0,147(3)
019 0,364(4) 0,331(4) 0,547(5) 0,244(4) 0,175(4) 0,210(3)
020 0,256(3) 0,469(5) 0,324(4) 0,213(4) 0,072(3) 0,140(3)
021 0,280(4) 0,456(5) 0,240(3) 0,081(3) 0,097(3) 0,121(3)
022 0,485(5) 0,634(6) 0,858(8) 0,565(6) 0,458(5) 0,412(5)
Znl 0,1254(4) 0,1243(4) 0,1032(4) 0,0441(3) 0,0354(3) 0,0648(3)
P1 0,1359(8) 0,1224(8) 0,1214(8) 0,0354(6) 0,0448(6) 0,0775(7)
P2 0,1410(8) 0,0950(7) 0,1151(8) 0,0453(6) 0,0360(6) 0,0476(6)
P3 0,1128(8) 0,1494(8) 0,1373(8) 0,0452(6) 0,0281(6) 0,0749(7)
Nal 0,2794(18) 0,2906(18) 0,2503(17) 0,1526(15) 0,1104(14) 0,1844(15)
Na2 0,2505(17) 0,2289(17) 0,2833(18) 0,0573(14) 0,0723(14) 0,1351(15)(
Na3 0,397(2) 0,418(2) 0,2546(19) 0,1668(17) 0,1154(16) 0,2817(19)
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Nad] 0.2590(18)) 0.2510(18) 0.2710(18)| 0.1061(15)) 0.0941(14) 0.1115(15)|
Tabmuna 4
Koopnunamuonnast cepa atoma quHKa (cM. ¢ur.2)

CBs13b Paccrosinue, HM Casi3u Vroi, rpagaycet
N1-Znl 0,22548+0,00007 N1-Zn1-04* 163,29+0,03
03-Znl 0,20184+0,00007 N1-Zn1-09 87,1120,03
04-Zn1 0,20876+0,00007 N1-Zn1-O4 82,5020,03
09-Zn1 0,19882+0,00007 N1-Zn1-03 86,5720,03
04*-Znl 0,201510,00006 03-Zn1-04* 102,68+0,03

03-Zn1-09 114,490,03
03-Zn1-04 128,82+0,03
04-Zn1-04* 80,8620,03
04-Zn1-09 114,66+0,03
09-Zn1-04* 101,270,03
Tabmuna 5
TeopeTnueckrie MEXIUTOCKOCTHBIE PACCTOSHUS 3asBIISIEMOM KPUCTAIUTMYECKOM (DOPMBI TETpaHATPHUS HUTPIIOTpHCMeTHIIeH(DochOoHATOL
HUHKaTa u 'E)KCHepI/IMeHTaJ'IBHBIC MEXKIIJIOCKOCTHBIC paCCTOﬂHHﬂ JJIsSL nonyquHoro COCIUHCHUS
DKCrIepuMeHT Teopetuueckuii pacuer
29, g)jmy— 4. st d . Kpncmnﬂorpadw:ecxne HMH/ICKCHI 1
9,97 1,114 1,109 0 0 1
11,45 0,948 0,947 1 0 0
11,98 0,928 0,919 0 1 -1
12,21 0,909 0,909 0 1 0
12,76 0,871 0,870 1 0 -1
14,25 0,780 0,770 1 -1 1
18,44 0,601 0,599 0 1 2
18,78 0,593 0,591 0 1 1
18,98 0,587 0,586 1 1 ‘1
19,69 0,566 0,563 1 0 2
19,94 0,558 0,557 2 -1 0
20,03 0,556 0,554 0 0 2
20,96 0,532 0,534 1 2 0
21,27 0,524 0,522 2 -1 -1
22,02 0,507 0,507 1 1 2
22,18 0,503 0,501 0 2 -1
23,36 0,478 0,476 2 -1 1
24,08 0,460 0,458 2 2 1
25,68 0,436 0,435 2 0 2
2591 0,432 0,430 1 9 -1
26,50 0,422 0,419 2 2 -1
28,49 0,393 0,393 2 0 1
28,78 0,389 0,389 1 0 3
29,36 0,382 0,381 2 -1
29,85 0,376 0,376 1 2
30,29 0,370 0,369 0 1
30,77 0,365 0,364 2 3 1
32,11 0,350 0,349 3 2 -1
32,40 0,347 0,346 1 3 0
33,91 0,332 0,331 0 3 2
35,69 0,316 0,316 3 0 0
36,19 0311 0,311 2 2 3
36,50 0,309 0,308 3 2 2
36,78 0,307 0,306 0 3 3
37,30 0,303 0,303 0 0
37,61 0,300 0,302 2 1
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38,75 0,292 0,292 1 0 -4
39,55 0,286 0,286 1 2 4

40,52 0,279 0,279 2 2 -3
40,91 0,277 0,277 3 1

41,40 0,274 0,274 1 -4 2

41,36 0,271 0,271 1 -4 1

42,48 0,267 0,268 2 -3 -2
42,75 0,266 0,267 4 -3 0

43,56 0,261 0,261 1 -4 3

43,76 0,260 0,260 3 -4 0

44,88 0,254 0,253 2 2 4

46,66 0,244 0,244 0 2 -5
48,02 0,238 0,239 4 -4 1

48,14 0,237 0,237 4 0 0

48,61 0,235 0,234 2 1 -5
48,71 0,234 0,233 3 1 1-
49,08 0,233 0,233 1 0 -5
49,34 0,232 0,231 2 0 -5

Tabmuua 6

YacToThl COOCTBEHHBIX KOJICOAHMUM ITOJTyYCHHOT'O COCANHEHUS, U3MEPEHHBIE IT0 CIIEKTPY KOMOWHAIIMOHHOTO paccessHus (pur.4) ¥ 4acTOThI
COOCTBEHHBIX KOJIEOAHHM, PACCUMTAHHBIC TS 3asIBISIEMON KPUCTATUTMIECKOM (OPMBI

Hacrora, o OrtHecenne
N3mepenue Pacuer
100...300 100...300 TeucTt-koeOaHus BHEITHEN KOOPIMHALIMOHHOM chepbl
334...400 307...418 8-xonebanus O-P-O
478 465 d-xonebaunus Zn-O-P
571 500...590 d-xonebanus (Zn) O-P-O
620...700 620...700 Kosebanus BHeLIHeH KOOPIUMHALMOHHOM cepsl
761 720...778 d-xonebanust N-C-P
846 824 Konebanus BHeIIHeH KOOPIUMHALMOHHOM cepsl
878 882...895 d-konedbanus Zn-O-P
918 920 Konebanus BHELIHEH KOOPAMHAIMOHHOMN cephl
1003 999...1002 CHUMMeTpUYHbIE TBUCT-KoIeO0anus (ukiIoB Zn-N-C-P-O(Zn)
1080...1160 1080...1160 KoMOnHanmoHHbIe MO/IBI BHEIIHEN KOOPAMHAMOHHOM cepbl U ukiIoB Zn-N-C-P-O(Zn)
1184 1176 TBucr-konebanus nukiaa Zn-0O-Zn-O(Zn)
1243 1230...1235 v-xozebanust (03)Zn-N(C3)
1399 1393 ITnockue konebanus qukia Zn-0-Zn-O(Zn)
1435 1427...1428 AHTHCUMMETPUYHBIE TBUCT-KOJIeOaHus UUKIIOB Zn-N-C-P-O(Zn)
2824 2802...2830 H,0...Na(O-P)
2827...2988 2911...3022 H,0...Na(nH,0)
3200...3500 3200...3500 H0...H,0

dopmyia u3006peTeHUs
1. Kpucrannuueckas popma TeTpaHaTpust HUTPUIOTPUCMETHIIEHPOCcPOoHATOMHKATA,
XapaKTEePHU3YIOIAsICS TEM, UTO OHA TIPEJICTABIIICT COOOM TpHUaEeKAruapaT, OTHOCUTCS K
TPUKJIMHHOM CHHTOHUH, UIMEET MPOCTPAHCTBEHHYIO IPYIIITY CAMMETPUM P Y pa3Mephl STUeHKU

KpucTajummaeckon pemerky a=1,12208+0,00002 M, b=1,12666+0,00003 M, c=1,23286+0,00003
HM, a YIJIbl MeXKIY pedpaMu KpucTtauinyeckoit pemetku o=108,455+0,002°, $=97,168+0,002°,
v=117,103£0,002°.

2. Kpucramnmueckas ¢popma 1o 1.1, oTiMyaroniasicst TeM, YTO OHA XapaKTepUu3yeTcs
MEKIIOCKOCTHBIMHU PACCTOSIHUSIMU, OIIPEAEIIIEMbIMU METOAOM IMOPOILIKOBOM AU pakuun
PEHTreHOBCKUX J1yuei npu temrieparype 20£5°C, um: 1,108...1,115; 0,946...0,949;
0,918...0,929; 0,908...0,910; 0,869...0,872; 0,769...0,781; 0,598...0,602; 0,590...0,594;
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0,585...0,588; 0,562...0,567; 0,556...0,560; 0,553...0,557; 0,531...0,534; 0,521...0,525;
0,505...0,508; 0,500...0,504; 0,475...0,479; 0,457...0,461; 0,434...0,437; 0,430...0,433;
0,418...0,423; 0,392...0,394; 0,387...0,390; 0,381...0,383; 0,375...0,377; 0,369...0,371;
0,364...0,366; 0,348...0,351; 0,346...0,348; 0,331...0,333; 0,315...0,317; 0,310...0,312;
0,308...0,310; 0,305...0,308; 0,301...0,304; 0,299...0,302; 0,291...0,293; 0,285...0,287;
0,278...0,290; 0,276...0,278; 0,272...0,275; 0,270...0,272; 0,266...0,269; 0,265...0,268;
0,260...0,262; 0,259...0,261; 0,252...0,255; 0,243...0,245; 0,237...0,240; 0,236...0,238;
0,233...0,236; 0,232...0,234; 0,230...0,232.

3. Crioco6 moyueHust KPUCTAILTUIECKON (POPMBI TETPAHATPHS
HUTPUIIOTpUCMETHIIEH(DOCHOHATOMHKATA, BKITFOUAIOIINUN CMEIIIMBAHUE B BOJTHOM PaCcTBOPE
HUTPHIIOTPUCMETHUICH(POCHOHOBOM KUCIIOTHI, OKCHAA IIMHKA U THIPOKCUIA HATPHS TIPH
CIIETyIOIIIEM COOTHOIIIEHUH KOMIIOHEHTOB, MaC.4.: HUTPUIOTpUCMeTHIIEH(DOCHOHOBASI KUCTIOTA
- 24...26, okcua IMHKA - 13...14, rtuagpokcun Hatpus - 27...30, nepeMelmBaHue yKa3aHHOMU
CMECH TIpY HarpeBaHUH, GUIBTPOBAHKE U YIIapUBAHHUE TIOJIYYCHHOTO (PUIIbTpaTa.

4. Croco06 1o 1.3, OTJIMYAIOIIMHCS TeM, YTO IMPHU CMEIIMBAHUU B BOJTHOM PacTBOPE

HUTPUIOTPUCMETHIIEH(POCHOHOBOM KUCTOTHI, OKCUIA IIMHKA U TUAPOKCHIA HATPUS CHavYala
B PACTBOP HUTPUIIOTPUCMETHUIICH(POCHOHOBOM KUCIIOTHI BBOJAT OKCUJI IMHKA, a 3aTeM
J00ABIIAIOT BOJHBINA PACTBOP TMAPOKCHIA HATPHUS.

5. Croco6 1o 1.3, OTAMYAOIIUACS TEM, UTO MPU CMEIIMBAHUU B BOJJHOM pacTBOpE
HUTPUIOTPUCMETHIIEHPOCHOHOBOM KUCTIOTHI, OKCU/IA IMHKA M TUAPOKCUIA HATPHSI CHAYAalIa
B PACTBOP TMAPOKCUIA HATPUS BBOJSAT OKCHUJI IIMHKA, a 3aTeM J0OABIISIOT BOJIHBIN PACTBOD

HUTPUIOTPUCMETUIIEH(POCHPOHOBOM KUCTOTHI.
6. Crioco0 1o 1.3, OTJIMYAIOIIUIACS TeM, UTO TIOCIIe yIIapuBaHus GUIbTpaTa B HErO BHOCST

3aTPaBOYHBIE KPUCTAIIIBI KPUCTAITUIECKON GOPMBI TETpaHATPUS

HUTpUIOTpUCMeTHIIeH(pochoHATOUMHKATA TpUEKAruapaTa 1o 1. 1.

Crp.: 14
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