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®U3NKO-XUMHUYECKHUE B3AUMOJIEMCTBUS XJIOPUJIA HUKEJIA C JEUMIIMHOM
B BOJIHOW CPEJIE

AHHOTALUA

MeTo pacCTBOPUMOCTH U3YYCHHUS TPOMHBIX CHUCTEM SIBJISICTCS HauOoJiee MPOCThIM U YIAOOHBIM MPU CUHTE3E
COJICH aMHHOKHUCIIOT, 00CCIIeYMBACT HAJCKHOCTD IMOJYYCHHBIX JTaHHBIX, OCOOCHHO TPU BBIJICICHUHA HOBBIX
KOMIUIEKCHBIX COCIUHECHUI, TUAPATHBIX QopM U (a3 MepeMEHHOr0 COCTaBa TBEP/bIX pacTBOpoB. B pabote
MPUBEACHBI OKCICPUMEHTAIbHBIC JAHHBIC WCCICIOBAHUS METOJOM PACTBOPUMOCTH B3aMMOJICHCTBHUS
CUCTEMBI, COCTOSINEH U3 NeiAa 1 xnopuaa Hukens B Bogaou cpeae NiCl-2 — L-C6H13NO2 — H20 mpu 25
°C. Tlo nmaHHBIM coJiep»aHHWsl pearupyrolluX KOMIIOHCHTOB B PacTBOpax M OCAJKaxX CTPOMIU (HU3HMKO-
XUMUYECKHE TUarpaMMbl. BeIneneHo HOBoe KoMImiekcHoe coeamHenue coctaBa: NiCl—2-2L-C6H13NO2 B
KPUCTAJUTMYECKOM  COCTOSSHUM U TPOBEACHBI  (PU3UKO-XUMHUYECKUE aHaJU3bl. TakXke MPOBEICHO
mddepeHInaTBEHO-TEPMUYECKAH, TEPMOTPAaBUMETPUUECKU H  PEHTreHO(Aa30BbIH  aHANM3bl HOBOTO
coenunHenus. [lony4eHHOE HOBOE COCMHEHUE OTBEYAST ONPEACICHHOMY 3HAYCHHUIO TUIOTHOCTH, YACIbHOMY

BCCY, MOJICKYJIAPHOMY O6’BeMy 1 XapaKTCPU3YIOTCA KaK UHANBUYaJIbHOC COCIUHCHUC.

Aukbty  co30ep: L-neiinun;
peHTreHoda3oBbIil aHaIH3

XJIOpyuA  HUKCIIA;

KOMILJICKCHOC

COCOAMHCHHUC, 3JICMECHTHBIN aHaJIn3;

Hukenv X10pudunun 1eiyuHn MeHen cyy 40upocyHoo
PUIUKANBIK-XUMUATBIK 03 apa apaKemmenyycy

AHHOTAIINA

YuTyK cuctemMaimapabl W3WIAOOHYH SPUTHUTHK BIKMACHI
AMUHOKHUCIIOTAIAPABIH  Ty3JapblH  CHHTE3/100]10 3H
JKOHOKOH KaHa bIHTailyy OOJYIl caHallaT, 63reue JKaHbl
KOMILJIEKCTYY KONIyJIMaJIap/ibl, TUIpaTTaIraH
dopMaapnel kaHa ©3repysMe KaTyy 3pHUTMEICpAuH
KypaMbIHBIH ~ (pazanmapelH  Oedym aiyyda ajblHTaH
MaajbIMaTTapIblH MIIEHUMIYYJIYTYH KaMmcbi3naT. Byn
JKyMYIITa JEUITMH MEHEH HUKEIh XJIOPUIUHEH TYpraH

cucremansiH NiCl2 - L-C6HI3NO2 - H20 cyy
yelipecyHne 25°C Ta DJpUTHMUTUTMH H3HUIIOOHYH
9KCTIEPUMEHTAIIBIK MaaJbIMaTTapsl OepuireH.
OpuTMenepiern KaHa  YOKMeJIepAery  peaknusra

KAPYY4y KOMIIOHEHTTEPJNH Ma3MyHYHYH HETH3UH[IE
(hU3MKa-XUMUSUTBIK  Auarpammaiap Ty3yiany. Kpucramr
abameiagarel NiCI2 — 2L-C6H13NO2 cocraBBIHAArBI
JKaHbl KOMIUIEKCTYY KouryiMma OeJyHyH — ajIbIHBII,
(hM3UKATIBIK-XUMUSITBIK aHaIM3aep KYPry3ysiay.
OwoHao# sme jxaHpl Komryamara JauddepeHnnanabk
TEPMHUKAJIBIK, TCPMOTPAaBUMETPHUSIIBIK jKaHA PECHTTCHIIUK
(hazanpIk aHAMU3AEP KYPTY3YJIreH. AJBIHTaH KOIIyJiMa
©3reue THITBI3MBIKKA, CANBIITHIPMA CAIMAKTYYITyKKa
JKaHA MOJICKYJIABIK KOJIOMI® Tyypa KelleT jKaHa e3YHYe
KOIIYJIMa KaTapbl MYHO3/I6JIOT.

Knouesvie cnoea: L-nediuyH; HUKenb  XJIOPUIHM;
KOMIUICKCTYY KOIIYJIMa; JJIEMEHTTUK aHAJW3; PEHTIeH
(ha3achIHBIH aHATHU3H

Physico-Chemical Interactions Of Nickel Chloride With
Leucine In An Aqueous Environment

Abstract

The solubility method for studying ternary systems is the
simplest and most convenient method for synthesizing
amino acid salts. It ensures the reliability of the data
obtained, especially when isolating new complex
compounds, hydrated forms, and phases of variable solid
solution composition. This paper presents experimental
data from a solubility study of the interaction of a system
consisting of leucine and nickel chloride in an aqueous
medium, NiCl2 - L-C6H13NO2 - H20, at 25°C.
Physicochemical diagrams were constructed based on the
concentrations of reacting components in solutions and
precipitates. A new complex compound with the
composition NiCI2 — 2L-C6H13NO?2 in a crystalline state
was isolated, and physicochemical analyses were
conducted. Differential thermal, thermogravimetric, and X-
ray diffraction analyses of the new compound were also
performed. The resulting new compound corresponds to
specific density, specific gravity, and molecular volume
and is characterized as a distinct compound.

Keywords: L-leucine; nickel chloride; complex compound;
elemental analysis; X-ray phase analysis
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BBenenmne. B HacTosiiee BpeMst CHHTE3 U HCCIIEI0BaHNE CBOMCTB HOBBIX KOOPAUHALIMOHHBIX
COCIMHEHUII Ha OCHOBE OMOAKTHBHBIX 3JEMEHTOB C aMHUHOKHCIOTaMH HMEET Ba)KHOE Hay4dHO-
MIPaKTUYECKOE 3HaYCHHE.

Baxxnoif mpobieMoil XUMHUH KOOPAWHAIMOHHBIX COCJUHEHHI Ha COBPEMEHHOM JTale ee
pa3BUTHUSA SBISETCS MCCIEAOBAHUE PA3IUYHBIX CBOWCTB HOBBIX COCIMHEHUH, CHHTE3UPOBAHHBIX U3
(U3HOIOTHYECKH aKTHBHBIX BEHICCTB-aMUHOKHUCIIOT ¢ HOHAMH OMOAKTUBHBIX MeTaylioB [1.c.26-28].

W3BecTHO, YTO B aMUHOKHUCIOTaX, COAEpXAllUX aTOMbl a30Ta U KHUCIOPOJa,
¢u3noIOorNUecKoe AecTBUE 3HAYUTEIBHO YCUIMBACTCS MPH COUETAHUU MX C COJIIMU OMOMETAIIJIOB.
[Io COBOKYMHOCTH SKCIIEPUMEHTAIBHBIX M PACUETHBIX MCCIIEIOBAHUM TIOMYyYEHbl JAHHBIE
CUHTE3UPOBAHHOTO HOBOTIO KOMIUIEKCHOTO COEAMHEHHs JICHI[MHA C HMKEJIEM U YCTAHOBJIEHBI
CHOCOOBI CBSA3BIBAHUS JIMTAH/IbI C LIEHTPAJIbHBIM aTOMOM.

KBaHTOBO-XMMHYEeCKOE€ HCCIEAOBAHWE MPOTOHUPOBAHUS JIEHIIMHA [OKAa3ajo, YTO
MPUCOEIMHEHHS POTOHA K aToMaM Kuciiopoaa O1 kapOOHUIIBLHON TPYIIIIBI (@) U a30Ta aMUHOTPYIIIIBI
(B) neiiivHAa HE MPUBOAUT K 3HAYUTENILHBIM HM3MEHEHHUSM MPOCTPAHCTBEHHOI'O M 3JIEKTPOHHOTO
CTPOEHHUS KaTHOHOB MO CPABHEHUIO C MOJIEKYJION JieinHa. [I[poToHupoBaHKe O aTOMy KUCIOpOa
02 ™Monekydbl JIEWIIMHA TO-BUIAMMOMY HE TMPOMCXOAWT. B maHHOM ciiydae HaOII0qaI0TCs
3HAYUTENIbHbIE U3MEHEHUS B TEOMETPUUECKUX U AIEKTPOHHBIX TapaMeTpax JISHIIMHA, YTO YKa3bIBAeT
Ha HECTaOMJIBHOCTh 0Opa30BaHWs KaTHOHA MPOTOHMPOBAHHEM aTOMa KHCIOpPOJAa TUIPOKCUILHOM
rpymmbl [2.¢.10-13].

AMUHOKHUCIIOTBI UTPAIOT BaKHYIO POJIb B OMOJOTMYECKUX IpoIeccax KMBOTO OpraHu3Ma U
SIBIISTFOTCS. UICTOYHUKOM TOCTYTUICHUS YKU3HEHHO HEOOXOTUMBIX BEILIECTB — OEJIKOB, MENTHUIOB,
(hepMeHTOB ¥ TOPMOHOB U JIp. [3.¢.278].

AMMHOKHCIIOTBI OCYIIECTBJIAIOT OMNpeJieNieHHble (DYHKIUM TpH METaboIM3Me M MPEICTABISIOT
OCHOBY TpEIIECTBEHHUKOB MHOI'MX Ba)KHBIX HE IPOTEMHOBBIX COCTaBIAIONIMX Tena. OTaenbHble
AMUHOKHUCJIOTHI YYaCTBYIOT B CO3/IaHUH, MPEKIE BCETO, CTPYKTYPHBIX U 3AIIUTHBIX TKAHEW OpraHn3Ma’
KOXka, KOCTH, MbIIILKI U Jip [4.¢.530]. [TockonbKy CHHTE3 U pacnaj] MPOTEMHOB MPOUCXOAUT MOCTOSIHHO,
TO TpeOyeTcst aJleKBaTHOEe MOTpeOJICHHe aMUHOKUCIIOT. [Ipyu HepocTaTke X B OpraHu3Me MPOUCXOAUT
3aMeIJICHNE WM MPEKpallieHue pocTa, CHUXKEHHUE MTPOTyKTUBHOCTH, HAOII01aeTCsl IEPEX0/] MPOTEHHOB
13 MEHEE BaKHBIX YYacTKOB TKaHEH Tena B OoJjiee BaXKHbIE ISl YCHICHHUS UX (QYHKUMI. DTO CITyKUT
CBHUJIETEIbCTBOM OHOJIOTUYECKON 3HAUYMMOCTH, KOTOpas NPUCYIla HCKIIOYUTEIBHO OEIKOBBIM
COCIMHEHUSM, M HEOOXOJMMOCTH TTO/IepKaHks OajlaHca He3aMEHUMBIX U 3aMEHUMBIX aMUHOKHUCIIOT,
CITy’KalX HCTOYHUKOM DHEPrHH B opranusme [5.c.449-491].

B MenunuHCKo#M mpakTHKe JEHIMH KaK He3aMeHUMasi aMUHOKHUCIIOTa IPUMEHSETCS ISl JIEYEHUS
MeYeHH, aHEMUU U IPYTUX 3a00JIe€BaHMIA, BXOJIUT B COCTaB Bcex OenkoB. Kak pa3BeTBieHHas KUCIOTa
MpUMEHSIeTCs ISl OJAEepKaHUsI IMMYHHOM CHCTEMbI, KOPPEKIMH aMHUHOKHUCIOTHOTO AucOanaHca
[IPH TIOJTOTOBKE K orepanuu [6.c.644].

JlefinuH OKa3bIBaCT MMMYHOCTUMYJIMPYIOIIEE U aHAOOJIMYECKOe IeHCTBHE. AKTHBUPYET
KJIETOYHBIM ¥ TYMOPaJIbHBI UMMYHUTET; MOBBIIIAET PYHKIHIO (DaroliuTOB; aKTUBUPYET MPOLIECCHI
OMOCHHTE3a aMUHOKHUCIIOT, UX MPEAIIECTBEHHUKOB U METAa00IUTOB; OCIa0IsIeT HapyIeHus 0OMeHa
BEIIIECTB, BO3HUKAIOIIME IPH CTPECCE; SBISETCS MCXOJIHBIM BEIIECTBOM MJisi CHHTe3a Oenka u
SHOTCHHBIX OUOPETYIISITOPOB.

W3BecTHO, 4TO OTCYTCTBHE JICHIIMHA B MHUIIE MPUBOANT K OTPUIIATEILHOMY OanaHcy a30Ta
MpeKpaleHuio pocta y Jereid. M30bIToK neiiliiHa B OpraHU3ME CHIDKAET KOHIICHTPAINH
POJICTBEHHBIX aMHUHOKHCIIOT — BaJIMHA M M30JCHIIMHA, TPUBOJS K HAPYIICHUI0O OMOCHHTE3 Oelika B
TKkaHax. Kak nmpaBuiio, 1o0aBieHue JeHIIMHA B PAIlMOH WM KOMOMHUPOBAHHBIN MPUEM JIEHIIUHA C
IByMs JpyrumMu  amuHokucinoramMu BCAA  (M307€MIMHOM W BaJIMHOM), JaeT TNPUPOCT
IIPOU3BOIUTEIBHOCTH Ha TPEHUPOBKAX, HECPABHUMBIHN, OJJTHAKO, C IPUEMOM TOI'O XK€ KpeaTHuHa.
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Tak 4TO, HECMOTpPsI HA BCE CBOM MHOTOUYHUCIICHHBIE IMOJIOKUTENbHBIE 3(P(EKTHI, JICHIIMH U
npyrue aMuHOKHCIOTEI BCAA He OKa3bplBalOT 3aMETHOTO BIMSHHS Ha CHIIy BOOOIIE |
MaKCUMAaJIbHYI0 CHJIy B OJIHOM MOBTOpEeHMHU. Mcronb30BaTh 3Ty aMMHOKHUCIOTY WJIM KOMOMHALUU
aMUHOKHCIIOT JJIs1 3TUX LieJiel He pekoMeHayeTcs [7.¢.268].

Cytounas HopMma JeiuuHa ans denoseka (1,1-1,2 r) obecrieunBaercsi ero MoCTyIUIEHUEM B
cocTaBe OENKOBBIX MHUIIEBBIX TPOIYKTOB PACTUTEIBHOIO U JKUBOTHOTO IpoucxoxaeHus [8.c.54-58].
ConeprxaHue €ro B CHIBOPOTOUHBIX allbOyMHHAaxX uenoBeka cocTtasiseT 11-12%, B oBanbOymuHe —
9,2%, y-rnodynunax — 9,3%, ¢ubpune uenosexka — 7,1%, B — makro rmoOymune — 15,5%,
remornooune — 15-16%, muornooune — 16-18%, nencune 10,4%, nuzocome — 6,9%.

JKCNepuMeHTAIbHAsl 4YacTh. B KadecTBE HCXOAHBIX KOMIIOHEHTOB HCCIIE€IOBAaHHBIX
coenuHeHuit ucnonb3oBanbl peakTuBbl L-CeH13NO2 u NiCl2:6H20. PeaktuBbl npuMeHsH mocie
JIOTIOJTHUTEIBHOHN NMEePeKPUCTAIUIM3ALNN PEAKTUBOB MAPKH «X.U.», «4.J1.a.».

[Ipy w3yyeHWH B3aMMOJICHCTBUS JIEHIIMHA C XJIOPUJIOM HHUKENs B BOJHOW cpene ObuT
HCIOJb30BaH OJMH U3 METOJ0B (PM3UKO-XMMHUYECKOTO aHAIN3a — METO pacTBopuMocTH [9.c.504].
DTOT METOJ M3Y4YCHHS TPOWHBIX CHCTEM SIBISIeTCS HamOoJiee MPOCTHIM W YAOOHBIM IPH CHHTE3E
COJIe aMHHOKHCIIOT, 00eCTIeYnBaeT Ha)KHOCTD MOTyYEeHHBIX TaHHBIX, OCOOCHHO TIPU BBIICIICHUN
HOBBIX KOMIUIEKCHBIX COCIMHEHWH, THApAaTHBIX (opM H (a3 NMEepeMEHHOTO COCTaBa TBEPABIX
pacTBOpOB.

HccnenoBanue TpoitHON cucTEMBI, cOCTOALIEH U3 L-nelinnHa — XJI0pUCTOro HUKENs — BOJa,
paHee He NMpoBOAMWIOCH. Il0 MaHHBIM CoJepXkKaHUS pearupyrolinux KOMIIOHEHTOB B PAacTBOpax U
ocazkax CTpOWIM (U3MKO-XUMHUYeckue auarpammbl. Cojep:kaHue JeHlMHa yCTaHABIMBAJIOCH 110
a30Ty, KOJHMYECTBO HHKEIs — ONpee/sUId TpuioHOMeTpudeckuM TuTpoBanuem [10.¢.360]
W3oTepma pacTBOPUMOCTH XapaKTepU3yeTCsl HaJIMYUeM TpeX BETBEH, JaHHBbIE NMPHBEIEHBI B Ta0I.
1. u Ha puc. 1.

Tabmuna 1. — PactBopumMocTs u coctaB TBepabIX (a3 cuctembl NiCly — L-CgH13NO2 — H20 nipu 25 °C.

CoctaB xuakoii hassl, . o
No Mace.% Coctas TBepaoii ¢assl, Macc.% VicTHHHas TBepas
L-C¢H1sNO, NiCl, |H,0 |L-CHisNO, |NiCl, |H,0 basa

1 2,37 - 97,63 100 - - L-CeH13NO>

2 5,26 2,78 91,96 77,48 1,07 21,45 L-CeH13NO>

3 7,93 4,13 87,94 75,68 1,93 22,39 L-CeH13NO>

4 12,06 5,47 82,47 74,07 2,43 23,50 L-CsH13NO>

5 15,79 6,74 77,47 71,12 2,86 26,02 L-CeH13NO>

6 19,08 7,63 73,29 67,76 3,49 28,75 L-CsH13NO>
L-CsH13NO, + NIC'2

7 19,08 7,63 73,29 67,90 10,69 21,41 2L -CeHiNO,
L-CeH13NO, + NiCl. -

8 19,08 7,63 73,29 61,86 20,79 17,35 2

2L-CsH13NO>

9 19,08 7,63 73,29 56,37 28,04 15,88 NiCl,- 2L-CsH13NO

10 17,74 10,23 | 72,03 56,08 28,77 15,15 NiCl," 2L-CsH1sNO>

11 14,67 14,25 | 71,08 54,64 29,26 16,10 NiCl," 2L-CsH13sNO
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12 12,16 18,64 | 69,20 53,63 30,06 | 16,31 | NiCl, 2L-CsHisNO;

13 10,19 23,78 | 66,03 52,46 31,45 | 16,09 | NiCl, 2L-CeHisNO;

14 8,43 28,26 | 63,40 53,65 32,39 | 13,96 | NiCl, 2L-CsH1sNOy,

15 7,54 31,87 | 60,59 52,78 3306 | 14,16 | NiCl, 2L-CeHisNO,

16 7,28 35,06 | 57,66 51,22 3383 | 14,95 | NiCl, 2L-CeHisNO,

17 7,52 40,05 | 52,43 52,23 34,88 | 12,89 | NiCl, 2L-CeHisNO,

18 7,52 4005 | 5243 | 1856 s34 | a020 | 7 ZCorNOe
’ ’ ' ! ’ ! NiCI, 6Hz0

19 7,52 40,05 | 52,43 9,67 soa2 | oy | NGl BoCertiNO
’ ' ! ' ! ! NiCI, 6Hz0

20 7,52 40,05 | 52,43 313 49,94 | 46,93 NiCI,” 6H,0

21 4,75 39,64 | 55,61 2,53 50,03 | 47,44 NiCI,” 6H,0

22 2,46 39,24 | 53,30 2,02 49,08 | 48,90 NiCl,” 6H,0

23 : 39,37 | 60,63 - 55,01 | 44,99 NiCl,” 6H,0

[lepBas BeTBb (TOuku 1—6) OTBe4aeT BbIACNEHUIO B TBepaylo ¢azy L-nmeitnuna [11.c.121-
140]. PaBHOBeCHBII pacTBOpP, COOTBETCTBYIONIHIA 3BTOHHKE (TOYKH 7, 8), B CpeAHEM COAEPKHUT: L-
nevimmaa — 19,08 % , xsopucroro Hukens — 7,63 % u Bousl - 73,29 %.

Mace. %, I.-CGH

NiCly - 2ZL-CgH1 3 NO>

30 40

Macc. %o,

50 60
NiCl>

o0 100

Pucynox 1. Tuarpamma pactBopumoctu cuctembl: NiCl2 —L-CeH13NO2— H20 npu 25 °C

Bropas BetBb (9—17) cooTBeTCTBYyeT 00pa30BaHUIO B JOHHON (pa3ze JBOMHOTO COETUHEHUS.
[IpsiMonuHeNHbIE JTyUuH, UIyLHe OT (UTypaTUBHBIX TOUYEK, IEPECEKAIOTCS B OTHON TOUKE, YKa3bIBas Ha

cienytoee conepxanue: L-neiitmn — 66,87 %, xsnopuctelii HUKenb — 33,13 %, 4T0 COOTBETCTBYET
cnenytomeit xummuaeckoit popmyie: NiCl,- 2L-CeH13NO2. Touku 18 u 19 sBns0TCSA IEpEX0OAHBIMHY,

YTO yKa3blBaeT Ha 00pa30BaHUE HUKIMYECKOTO COCIMHEHHS, B CBSI3U C HAKOIJICHUEM B PacTBOPE
npenensHoro coxaepxkanust L-CsHi1sNO2 mnpouecc B3zaumoneiictBus mnpuodpeTaeT o0OpaTHBIN
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xapaktep. Tperbst BeTBb TOYKH (20-23) oTBewaeT mpoleccy oOpa3oBaHUs IIECTUBOIHOTO
XJIOPUCTOTO HUKEJIS.
Ortcrona cieayeT, 4To Mpu COOTHOIICHUX L-nelininaa — 66,87 %, xmopuctoro Hukemns — 33,13
% 00pa3syeTrcst HOBOE MHKOHTPYIHTHO pacTBopuMoe komiuiekcHoe coequnaerue NiClz-2L-CeHisNOs2.
Jlanee ObUTH MTPOBENICHBI XUMUYECKUe AHAIU3bL HA COIEPKaHKE YTIepoa, a30Ta, BOJAOPOIa U
KaTHOHA MeTasuia (Tadi. 2.).

Ta6J'II/IL[a 2. — ,HaHHLIe 3JICMCHTHOI'O aHaJINn3a UCXOAHBIX U IMOJTYYCHHBIX COCI[I/IHGHI/II‘/'I

CoeiHere Brruncneno / maiigeno, macc. %
JHHCHH Me C N Cl H
54,88 10,67 ] 0901
L-CsH13NO; ) 52,06 9,45 9,12
L 15,04 36,70 714 18,11 6,63
NiCl22L-CeH13NO, 1474 3631 6.48 17.49 6.43

bbb M3y4eHsl pU3UKO-XMMUYECKUE CBOWCTBAa HOBOTO MOJYYEHHOTO COCAMHEHHS, YHCTOTA
KOTOPOTO TOATBEP)KJICHA XUMHUYECKUM aHaIu30M. WHIMBHIyanbHOCTb, HOBOTO KOMILIEKCHOTO
COCIMHEHUS TOATBEpXKJEHAa IO pe3yjbTaraM TepMHUYECKOoro, peHrreHogaszosoro, HK-
CTHEKTPOCKOMTMYECKOT0 UCCIIEJOBAHUH, a TaKkXkKe ObljIa ONpeeTIeHbl pACTBOPUMOCTD B OPraHUYECKHX
pacTBOPUTEIIAX, yIeIbHAs Macca, paCCUUTAHbl MOJIEKYJISIPHbIE U YAEIbHBIE 00bEMBI, TEMIIEpaTypa
TUTaBJICHUS, MEKIUIOCKOCTHBIE PACCTOSHUS KPUCTAJUIMYECKHUX perieTok (Tabmn.3.).

Tab6mura 3.— OU3NKO-XUMHIECKIEe KOHCTAHTHI L-TIeHITMHA ¥ TOTyYEeHHOTO KOMIUIEKCHOTO COSAMHCHIE

C Moutekyi. " Mouekyin. YV nenpHbIN
OCJIMHCHUE VY nenbHbBIN Bec, o
Macca, 3 00BeM, 00BeM, t m, °C
r/cMm 3 3
r/MoJIb cM®/MoITb e/
L-CsH13NO- 131,17 1,293 101,36 0,773 294
NiCl,-2L-CsH13NO> 391,73 1,5842 247,273 0,631 286

JIJIs  yCTaHOBJICHHUST OTHOCHTEIHLHOW IUIOTHOCTH KPHCTA/UIA, TOJIYYSHHOTO COCTUHCHHE
mooOpansl ciienyromue HHIUGOEPSHTHBIE PAaCTBOPUTENN: OCH30JI, TeKCaH, YETHIPEXXJIOPHUCTHIHN
yriaepon, 0yranos (Tabs. 4). OCHOBBIBAsCh Ha pe3yJibTaTax paCTBOPUMOCTH, CJACIYET OTMETHTD, U4TO
MOJTyYECHHOE KOMITJICKCHOE COSAMHEHUE PACTBOPHM YETHIPEXXJIOPUCTOM YTIIEpOJIe, HE PAaCTBOPUM B
OeH30J1€, MAJIOPACTBOPUM B T€KCaHE U OyTaHOJIE.

Ta6JII/II_Ia 4. - PaCTBOpI/IMOCTL L-HeﬁHHHa U MOJIYYCHHOT'O KOMIIJICKCHOI'O COCJUHCHUC

PacTBOPUMOCTH B OPraHUYECKUX PACTBOPUTENSX, %o
CoenuHenue
CCly4 Benson Iekcan Byranon-1
L- CeH1sNO; M.p. H.p. M.p. M.p.
NiCly-2L-CsH1sNO, p. Hop. M.p. M.p.

OTtHOcUTENBHAS INTIOTHOCTh KpHUCTAJJIOB — OJUH N3 XapAKTCPHBIX IMPU3HAKOB, OTPAXKAKOIINUX
NU3MCHCHHA COCTaBa COGHHHGHHﬁ, onpeaciicHa MUKHOMCTPUYCCKUM MCTOAOM 110 06’b€My
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BBITECHSEMOMN JKHUJKOCTH, & B KauyecTBEe MHIU(DPEPESHTHOTO pacTBOPUTENS ObLI MPUMEHEH OSH30II.
OTHOCHTENBHYIO TUNIOTHOCTh BEIIECTBA PACCUUTHIBAIIN TI0 (hOpMyJIe:
d=m-dx/P1+m-Pa, (1.1)

d = (r/emd),

rae, dx— yaenbHas Macca pacTBopuTens (OeH301),
M — HaBeCKa MCCJIEeyeMOro BEeNIeCTBa,
P1— Bec MUKHOMETpa C paCTBOPUTENIEM,
P2— Bec mUKHOMETpa C paCTBOPUTENIEM U HABECKO BeIleCTBa.

TexHuka omnpeneneHus: OTHOCUTENBHOM IJIOTHOCTH COCTOMT B cliedymomeM. JlanHoe
BCIHICCTBO paCTHUPArOT B MOPOIIOK W BBOIAT B KaHHHHHpHBIﬁ IMUKHOMCTP. HI/IKHOMeTp C HaBECKOU
B3BCIIIMBAIOT HAa AQHAIMTHYECKUX BECaX M 3aJIMBAIOT OCH30JIOM Ha JIBE TPETU. 3aTeM MUKHOMETP
MOMEIIAIOT B AKCUKATOP, MPUCOSAUHEHHBIH K BakyyMHOMY Hacocy. OtcackiBanus miurcs 15-20
MUH, [TOCJIE YET0 MUKHOMETP C KallWJUIIPHON MPOOKOI HAIIOJIHAIOT 10 METKU O€H30J10M U Ha Toj4aca
cTaBaT B TepmocTtat npu 25 °C. B ciaydae HEIOCTaTOYHOTO KOJIMYECTBAa O€H30J1a B TUKHOMETPE €T0
JOJUBAIOT TOCTIE TEPMOCTATUPOBAaHUS. M30BITOK OCTOPOXKHO yAANSIOT depe3 (UIbTPOBAIBHYIO
Ooymary. [TukHOMETp ¢ MCTBITYEMBbIM BEIIECTBOM M OEH30J0M BHOBb B3BelIMBaioT. Ha ocHOBaHuu
9KCIIEPUMEHTAJIBHBIX JAHHBIX BRIYUCISIOT YIEIbHYIO INIOTHOCTH N30JIEUIIMHA C XJIOPUCTHIM [IUHKOM.

Hcxons 3 3HadeHHit yIeIbHOM TIOTHOCTH, OBLITH pacCYuTaHbl YAETbHbBIE U MOJEKYISIPHBIC
00BEMBI. Y IeTbHBIN 00bEM paBeH 00paTHOW BEIHUMHE YIeTbHON TUIOTHOCTH:

Va = 1/d. (1.2)
MonekysipHblii 00bEM HAXOAUM 110 popMyIIe:
Vm=M/d, (1.3)

rae, M — MosekyJigpHasi Macca COeIMHEHUH,
d— ynenbHas TWIOTHOCTh COSUHECHUIA.

Huddepermmansro-repmudecknii (DTA) u TepmorpaBumerpuueckuii (DTG) ananmser
BBINIOJIHEHBI Ha JiepuBaTorpade. M3mMeHenust Gpusnueckux U TEpMOXUMHUYECKUX ITApAMETPOB BELIECTBA,
BbI3BaHHbIE €TO HATPEBAHUEM, PETHCTPHUPOBAIIUCH IPUOOPOM.

TepmoxuMudeckoe COCTOSTHHE TIPoObI oOmuchiBaeTcsi KpuBbiMH T (Temmepatyphoit), TG
(repmorpaBumerpruueckoii), DTA  (muddepennmansHol  TepmoaHamutudecko) u DTG
(muddepeHIMaTEHON TePMOTPAaBUMETPHUECKON), TTOCTCIHSS KPUBast SBISIETCS Npou3BoAHON o TG —
bynkiwu [12.¢.396] .

ITpon3BoICTBO aHaIM3a OCYLIECTBISIIOCH B BO3AYILIHOM Cpefie, B AMana3oHe TeMIepaTyp OT
20 mo 1000 °C. Pexum HarpeBa mneuw nuHeinsid, (dT/dt = 10 pax ), DTaJOHHOE BEIIECTBO —

MHH
npokaneHubii  Al203. JIns ognosHaunoctn ycnoBuit cbheMok HaBeckn NiCl2:2L-CeHisNO2
cocraBisio crporo nmo 100 mr, mpu uyBcTBHTEnbHOCTHM BecoB — 100 mr. CeeMka aHamu3za
OCYILECTBIISIACh B CIEAYIOMIMX MpefenaXx  M3MEpUTENbHBIX cucteM mpubopa: DTA=250 pV,
DTG=500 pV, TG=100 pnV, T=500 pV.

Lenbto muddepeHamTbHOr0 TEPMUIECKOTO M TEPMOTPAaBUMETPHUECKOTO HCCIICIOBAHUS
00pa310B SIBUJINCH KOHTPOJIbHBIE ONPENETICHHS COCTaBa TEPMUUECKU aKTUBHOM YacTH UCCIIEyeMOn
HaBECKU U BBISIBIIEHHE TEPMHUYECKOrO MOBEAEHUS MPOObI B YCIOBHIX JUHAMUYECKOIO MOIbEMA
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temneparypbl. [lo MopdosorusiM TepMUYECKUX KPUBBIX U YHCICHHBIX 3HAYEHWH MHTEHCHUBHOCTEH
9HIO- U DOK30TePMHYECKMX JPQPEKTOB C  HCIOJIB30BAaHHUEM  COINPSDKEHHBIX € HUMH
TEpMOTpaBUMETpUYECKHUX MokazaHuit TG JHHUIN OnpeeNeHbl BEIIECTBEHHBII COCTAaB MOPOIIKOBBIX
npo6 [13.¢.241-252].

UccnenoBanne Tepmuueckoro HarpeBanust L-CeHisNO2 mnpuBeneHo Ha  KpuBBIX
nepuBaTorpaMmsl (puc. 2.). Ilpu quHammudeckoM HarpeBanuu B untepsaie ~50-380 °C pacnagaercs L-

JIEHIIVH.

A, %o
TG 1000°C
ol— Armui=1.0%% ANs—3.6%6
=] A Armz=84 0%, AMmMe=—1.72%%
10— AMI=6.0% Am-—1.5%
Ama=—2.2%4
20— ~__| ~
— RO
30 —PT¢
. Exo
40 — -§1 T
50— Faty |
00 l
GO F— —
Enda
TOF— prAa
K80 |— L ¥ <400 P=100 mg
M= 100 migx
20 DTA-250 pv
‘}' ‘P DTCG-500 v
100 J i
= 5 = =
- = 5 AxZm,,,,c100%
- ™M II e paTypa “C

Puc. 2. JlepuBatorpamma L-CsH13NO2

B unTepBane 3THX TeMiepatyp cuctema TepsieT cBeimie 85 % Beca (Tadma. 5). [Ipu 1000 °C
notepst Beca cocraBisieT 100 %. Hanoxernne DTA- u DT G-kpuBbIX Ha TaHHOM 3Tarle JUCCOIUAIIH
OOBSICHSIETCS TEM, YTO B aTMOC(Epy YCTPEMIISIOTCS YaCTHUKH ra3a, KOTOPhIE HE YCIIEIHN BCTYITUTh B

PEAKIUIO C KUCIOPOJIOM.

Tabmura 5. — TepmorpaBumerpudeckue gannbie ectpykimn L-CeH1sNO; B mpenemax 20—1000 °C

IloTepu Beca KommgectBo, B % TeMmneparypsl pa3iloKeHus,
°C
Amy 1,0 50—80
Amy 84,0 80275
Amgz 6,0 275-325
Amy 2,2 325-380
Ams 3,6 380475
Amg 1,7 475—605
Amy 15 605—1000
ZAmlooo"c 100 20_1000

CoBMecTHO ¢ reHepanueil Temna, koropas xapakrepusyercst B DT A-KpUBBIX BHICOKUM ITHKOM
9K30TEPMBI, IPOUCXOAUT 0OpazoBaHue MojeKyasl CO2. BeIHOC ra3a n3 cUCTEMBl PErMCTPUPYIOTCS
M3MEHEHHUEM MacChl HaBeckH HUCXoaauM koM ipu 450 °C kpuBeivu TG u DTG.

Tepmuueckoe paznoxerue B komruiekce NiCl2-2L-CsHi13NO2 B ycinoBusix Temmepatypbl ot 20
10 1000 °C Ha TepMUYECKUX KPHUBBIX HAOJIOJAETCs CEepUs SHAO- U IK30TePMHUYECKUX 3((HEKTOB,
BbI3BaHHBIX ATAITHBIM YJaJICHUEM U3 CUCTEMBI pa3IMYHbIX BELIECTB M BbIOpOca ra3os (puc. 3 1 TadI.
6). OxcTpemanbHble TOUKM (MUHUMYMBI) Ha DTA-kpuBoi npu Temmneparypax 60, 100, 125, 220, 355,
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520 m 570 °C COOTBETCTBYIOT TeMIepaTypaM »SHIOTEPMHUECKHX PpEaKIUi pa3IoKCHHS.
Ox3orepmudeckuid ik npu 325 °C — TemmepaTypa HadaiabHOW (pa3bl OKHCICHHS YIiepoja.
WuTepBan Temnepatypsl oT 325 1o 580 °C B3auMopaeicTBUS KHCIOPOAa C YIJIEPOJIOM, HUKETIEM U
COITPOBOXKIAETCS SIHIOTEPMUICCKIM P PEKTOM.

AAML 20

1 000°C

AAaTia
Aamns
AT

14.0%%
25.0%0
13.75%0

ATT=—22.5%%
Amez=23 _0%%
AmMa—4.25%,

30 Exo
DTG

40 — T

so |— Ai"

60 — i
DTA Endo

7O

20 —

B5.5—

P 100 mg

200 TCG=100 mg

IDTA-250 v

-5 DTG-500 v
TemmepaTypa °C

Puc. 3. JlepuBarorpamma NiClz:2L-CsH13NOz.

Tabnuma 6. — TepMorpaBUMETpUUECKHE JaHHBIC JECTPYKIIMH KOMIUIEKCA NiCl,-2L-C¢H1sNO, B

npenenax 20-1000°C

[ToTepu Beca KonnuectBo, B % Temneparypsl paznoxenus, °C
Amy 22,5 50—140
Amy 23,0 140—-240
Amg 4,25 240-275
Amy 14,00 275-325
Ams 8,0 325-420
Amg 13,75 420-565
> Amioooec 85,5 20—1000

st maeHTudUKAM pa3IMdHbIX (a3 B UX CMECH Ha OCHOBE aHaM3a IU(PaKIMOHHOU
KapTHHBI, JaBaeMOM HCCIEAyEeMbIM 00pa3IloM, HCIIOJIb30BaH peHTreHo(ha3oBbiii aHanu3 (PDA).
OCHOBHOE MPEUMYIIECTBO PEHTTEHOTpaUUIECKOro aHaau3a 3aKJIIYaeTcs B TOM, YTO U3ydaeTcs
caMO TBEPJIOC BEIIECTBO B HEM3MEHHOM COCTOSIHHHM U ONPENEISICTCS €r0 CTeXHOMETPHUYECKUN

COCTaB.

VneHTudukanyst BEmECTBA B CMECH NPOBOJUTCA IO HAOOPY €ro MEXIIIOCKOCTHBIX
paccrosHnid  (d) W OTHOCHTENBHBIM HWHTEHCHBHOCTSM (l) COOTBETCTBYIOIIMX JIMHUH Ha
peHTreHorpamme. PaccessHHbIE PEHTI€HOBCKHE JyYH BBHJIY CBOCH KOTEPEHTHOCTH MOTYT
uHTEphEpUpOBaTh, MPH ITOM IS PEHTTEHOBCKHUX JIyded KpPUCTAJUT CIYXHT AU(paKmoHHOU
PEIIETKON, TOCKOJIBKY MEXKIUIOCKOCTHBIE PACCTOSHUS B HEM COTOCTaBHMBI C JIJIMHON BOJIHBI
W3ITYYCHUS.

Peructpanus PEHTT€HOBCKOM T paKIMOHHON JIMHUHT MPOU3BOAMIACH Ha
aBTomMatusupoBanHoM audpakromerpe JIPOH-3. Mcnons3oBamock CUka pEHTI€HOBCKON TPYOKH M
[-dunbTp. Pexxum padoter Tpyoku: 35 kB, 20 MA. /IudpakTorpammbl 3aUCHIBAINCH B IHATa30HE
yrioB 2—-70° 26, mar 0,02° 20. [{ns pentreHoda3zoBoro aHaimsa ucnojib3oBasiach kaproreka |CDD
(6a3a mopomkoBeIX audpakTromMeTpruueckux naHHbix — Powder Diffraction File 2012), conepskaimas
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nanabie 250182 coemunennii [14.¢.328]. Jlns sToro oOpasmbl HCCICAYEMBIX KOMIIOHEHTOB
M3MENbYaINCh B araroBOM CTyIKe. 3aTeM MpoObl CMEIIMBAINCH C Ba3eMHOBBIM MAacioOM,
MooYepeIHO IJIOTHO HAOWBaIWCh Ha JIep)KaTeldb TOHHOMETpHYeckor royioBku [YP-5
PEHTIE€HOBCKOI'O amnmnapara. BpamieHueM TOHMOMETPUYECKOW TOJOBKHM BOKPYT CBOEM OCH U
MEJUICHHBIM JIBIJKEHHEM PETUCTPUPYIOMIUX YCTPOUCTB (CHMHTHILISAIMOHHBIN cueTunk CP C-4 ¢
(hoTORNMEMEHTOM) MIa 3aMUCh CHEKTPOB ¢ MoMoInblo camomnumrymiero npubopa KCII-4  Ha
CHeIMalbHOM Oymare (MMeeM 3alicu PEHTTEHOBCKUX CIIEKTPOB) HA3bIBAEMBIC

nudpakTorpaMmamu, TA€ yKasbpiBaeTcss orcuerbl 2—70° 20 yrima oTpakeHHs W BBICOTHI ITHKOB
T PaKIMOHHBIX JIMHUH. PacueT MeXMIIOCKOCTHBIX paccTOostHUM IpoBeeH rno Tadmuue S.I'. ['miepa
[15.95-180c.] unTeHcuBHOCTH IMHUIA (J/Jo) MO cTOOAIBHOM CHUCTEME.

[TapameTpbl 2eMeHTapHOW sYEHKHM @, D, C JIETKO ONpEeNeNuTh MO MOJOKECHUIO
TU(QPaKIUOHHBIX pedIIEKCOB HA PEHTI€HOTrPaMMaXx.

ITpu uccneqoBaHUM MOHOKIMHHBIX U TPUKIMHHBIX KPUCTAJIIIOB PEHTTEHO(A30BbIM aHAIU30M
OTIpeNIeNAIOTCS peIeKCH Ha PEHTTC€HOTPaMMaXx OIICHUBACTCS U YTIIOBBIE TTApAMETPHI PEIICTKH.

[To reomeTpun pasmenieHus pegeKkcoB Ha PEHTIE€HOIpaMMaxX MOYHO OLEHUTb W YIJIOBBIE
napameTpsl pemetku. llociienHee CylIecTBEHHO TOJNBKO NPH HCCIECJOBAaHUM MOHOKIMHHBIX H
TPUKJIIMHHBIX KPHUCTAUIOB. 3Hasl MapaMeTpbl PEIleTKH, HETPYJHO HAWTH 0O0beM 3JIeMEHTapHOU
SYEHKN KpUCTaJia, YUCIO (OPMYJBHBIX EIUHMI] COCAUHEHUS, MNPUXOASIIMUXCS Ha SYEHKYy H
IJIOTHOCTh KpUCTAJLIA.
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Puc. 4. udpaxrorpamma L-CsH1sNOz.

Tabnuua 7. — [TapaMeTpbl 2IEMEHTAPHBIX TYEEK M THITbI KPUCTAUINIECCKUX PELICTOK COCIUHEHUI

ITapameTtpsl Yroa Yuc Sxene
3JIeMEHTaApPHOM siYelKu, , O6nem JI0 P®
Tun A° rpaa o ¢op P-
COe}]HHeHHe AYECHUKHU, IIJIOTH. IJIOTH
peleTKH A0 M. 3
r/em 0CTh
eau r/em?®
H.
a b C B Vv Z Ppenrr. p
L-CeH13NO, HMa‘;H"KH““ 9,761 | 5307 |14,686 |941 |75751 |5 1,206 | 1,293
NiCl- 2L-
2 MoHOKIMH | g 5194 | 79964 | 81214 | 1056 | 521.706 | 1 1,2476 | 1,5842
CeH13NO, Has
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Puc. 5. Iudpakrorpamma NiClz® 2L-CeH13NO2

DKCHEePUMEHTATBHO BBIUUCIICHHBIC JaHHBIC OTHOCUTEIbHOW MHTEHCHBHOCTH JnHuU J/Jo 1 d
MEKIUIOCKOCTHBIC PACCTOSIHUS HCIIOIb30BaHbI JIJIsl ycTaHoBJIeHUs: MuniepoBckux uniaekcos (hkl) u
OIPEICTICHUS] KPUCTAIIOrpaQUISCKUX MapaMeTpPOB JIEMEHTApHOW sueiku (&, b, C), ee CHHrOHUH,
BUJIa CHMMETPHH, TIPOCTPAHCTBEHHOW TIpYyNIbl CHUMMETPHHM, a Takke pacimupporu
KPHUCTALIMYECKON CTPYKTYPBI.

BobIBoa: YuuThIBas SKCIIEPUMEHTAIbHBIE JAHHBIC, MOXHO C/IEIATh CIEAYIOIEe 3aKIF0UCHHE,
yro mnoaydeHHoe komruiekcHoe coeauHerne NiCl2:2L-CsHisNO2 otBeuaer ompeaeneHHOMY
3HAQYEHHWIO I[UIOTHOCTH, YICIBHOMY BECy, MOJIEKYJISIPHOMY OOBEMYy U  XapaKTepHu3yeT
WHIUBHY AJIbHOCTb.
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