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MeTonoM CcTaTUYECKOTO ypaBHOBENIMBaHMS (a3 oOIpeneieHbl 3HAYeHUS KO3(h(UIIMEHTOB pa3neleHus
nap—xuakoctb st cucreM Ni(PF,),—npumecn nentana (3.8 £ 0.8), rexcana (1.3 £ 0.3), renrana
(0.6 £ 0.2), muxnopmerana (3.5 = 0.8), Tpuxsopmerana (1.5 £ 0.3), rerpaxnopmerana (3.0 £ 0.7), ¢ropuna
docdopa(lll) (27.7 =+ 7.8) u pa3BeTBICHHBIX aJIKAHOB (2-METWJINIEHTAH, 3-METUIIEHTAH, 2-METUITEKCaH,
3-metunrekcaH, 3-stuirekcad) npu 298 K. DkcriepruMeHTalbHbIE JNaHHBIE COTJIACYIOTCS C pe3ybTaTamMu
OLIEHKM 3HavYeHUi KoadhduimeHTa pasneieHus Map—XKUIKOCTh Ha OCHOBAaHUW TEOPUU KOH(MOOPMHBIX
PacTBOPOB € UCIOJIb30BAHUEM MMapaMeTpoB NoTeHrana Jlennapa—JIxkoHca.
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BBEAEHHWE

Hnsa nojiydeHUsl YUCTOTO HUKENsT B BUIE KOM-
MaKTHBIX 00pa3loB U TUIEHOK MCIIOJb3YETCSI TeTpa-
kuc(rpudroppochun) Hukena Ni(PF,), [1]. Beaen-
CTBUE JIETYYeCTH UM MOHOM3OTOMHOCTH (pTopa U
(ocdopa 5T0 BelecTBO MPUMEHSIIOT ISl pa3AeaeHUsT
CTaOMJILHBIX M30TOIOB HUKeEJS [2], a TaKKe MpU BbI-
JeNEHNH paguoakTuBHoro msorona *Ni [3], mpume-
HSIEMOTO B KOMITAKTHBIX 0OeTa-BOJbTaANUYEeCKUX UCTOY-
Hukax Toka [4]. Mcxomubiit Ni(PF,), MoxeT aBiaTbCs
WCTOYHUKOM IpUMeceil B 00pa3liax HUKEIS, T03TOMY
JUIST TIONYYEeHUS HUKEJISI ¢ BBICOKON XUMMYECKOM, a
TaKKe M30TOIMHOM YMCTOTOM HeobxommMa WHdOopMa-
LIMsI O IPUMECHOM COCTaBE UCXOJQHOTO BEILIECTRA.

Terpakuc(tpudropdochrH) HUKEAT TPU OOBIY-
HBIX YCJIOBUSIX TPEICTABSIET COOOI JIErKOJeTy4ylo
xuakocthb (7, = 344 K), 4TO TMO3BOJIAET UCIONB30-
BaTh UISI €T0 OYUCTKU AUCTUJUISIHMOHHBIE METOMIBI,
OdHAKO B JuUTeparype nHpopMaluus o (ha30BOM paB-
HOBeCHHU Tap—XkuIKoCTh B cucreMax Ni(PF,),-nipu-
Mecu OTCcyTcTByeT. B pabote [5] MeTomom Xxpoma-
TO-MacC-CHEKTPOMETPUM MCCIEAOBAaH IIPUMECHBII

COCTaB ITapoOBOM M XUIKON (a3 KOMMEPUYECKOIo
o6pasua Ni(PF,),, B KoTopoM UIEHTU(PULIMPOBAHBI
npumecu ¢drtopunma docdopa(lll), muxmopmeraHna,
OeH30J1a, MPeACcIbHBIX YIJICBOIOPOIOB, a TAKXKE IPU-
mecu Ni(PF,),(PF,C,H,) u Ni(PF,),(PF,0C H,). Oxn-
Hako B [5] OTCYTCTBYEeT MH(MOPMAILINS O KOJIMYECTBEH-
HOM COAEpXaHUU YKa3aHHBIX IpUMeceil B IapoBOi
M XKUAKoH (azax, KoTopasl I03BoJIMJIa Obl TIPOBECTHU
OLIEHKY KO3(M(UILIMEHTOB pa3IelIeHUsT Iap—XUI-
KOCTh M pallMOHAJIbHO OPTaHMU30BaTh IpPOLECC AUC-
TWUISILUOHHOM OYMCTKU Ni(PF3) .

Ilenpr HacToseld paboThl — oIpeneeHrne Koad-
(pUIeHTOB pacIpefeeHUs Map—XUIKOCTb B CUCTE-
Mmax Ha ocHoBe Ni(PF,),. mis paspaborku s bekTrB-
HOM METONUKU IUCTUUIALIMOHHON OYUCTKU Ni(PF3) -

OKCITEPUMEHTAJIBHAA YACTDb

Hna  wccnenosanuii  ucnonbsosamu  Ni(PF)),,
MOJYYeHHBbIA MO peaklMu HUKeas ¢ GTOpUIOM
docdopa(lll) [6]; comepxaHue TpuMeceil HOP-
MaJIbHBIX U Pa3BEeTBICHHbIX ankaHOB C,—C , muxjiop-
MeTaHa, TPUXJOpMETaHa, TeTpaxjoMeTaHa B IOJY-
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3UMWHA u np.

Ta6mmua 1. Conepxanue npumeceii yriaesonoponos C,—C, u xnopankanos CH,_ Cl (n = 2—4) B o6pasuax Ni(PF,), n
3HaYeHUs KoddhdulreHTa pasaeaeHus nap—KuiKocTh

Conepxanue npumecu B Ni(PF,),, mon. %
IIpumech en
raposas ¢a3za (y) xKunkast paza (x)
n-TleHTaH (2.5£0.3) x 1073 (6.5+£0.9) x 10~ 3.8+0.8
2-MetuineHTaH 8.6 1.1)x10™ (4.8 £0.6) x 10 1.8+04
3-MeTunneHTaH (1.3£0.9) x 1073 (7.6 £0.9) x 10 1.7£0.3
n-I'ekcan (1.4+£0.2) x 1073 (1.1 £0.2) X 1073 1.3+0.3
2-MeTtunrekcad 29+04) x 10 (6.1£0.8) x 107* 0.5+0.1
3-MeruirekcaH (6.9£0.9) x 10 (1.4£0.2) x 1073 0.5+0.1
3-Ortunrekcan (3.0+£0.4)x10™* (7.4+0.9) x 10 04+£0.1
n-T'entan (7.5£1.0) x 107° (1.2£0.2) x 107 0.6+0.2
CH/C], (4.9£0.6) x 102 (1.4£0.2) x 1072 3.5£0.8
CHCI, (1.3£0.2) x 1072 8.4+1.0)x1073 1.5+ 0.3
cdq, (3.9£0.5) x 1072 (1.3£0.2) x 1073 3.0£0.7
PF, (2.7£0.3) x 107" (9.7£1.5) %1073 277178

YEHHBIX MOJIEIbHBIX CMECSIX HaXOIWJIOCh Ha YPOBHE
nx 107! —n x 10~ moi. %.

Koaddunmvent  pasmeneHuss  map—XMIKOCTb
ONpenessiii METOIOM CTaTUYECKOro YpaBHOBEIIH-
BaHwus ¢a3 [7] npu temmepatype 298 K. MonenbHyIo
CMECh 3arpyxKajlid B KBaplLIEBYIO aMIIyly OOBEMOM
50 cm?, rme oHa HaXOOWJIach B BUIE XKMUAKOCTH U Tapa
B PaBHOM OOBEMHOM COOTHOIICHUU, U BbLICPXKUBAIN
B TepMocTate Tipu Temieparype 298 K B Teuenue 6 u.

KauecTBeHHBIN ¥ KOJIUYECTBEHHBIN COCTABHI IIPH-
Meceir B obpasuax Ni(PF,), ompenensiim meTomom
XpOMAaTO-MacC-CEKTPOMETPUN C  MCIIOJb30BaHUEM
npubopa Agilent 6890/MSD 5973N [5]. BBox mmpo6sr
B XpOMATO-MacC-CHEKTPOMETP MPOBOAUIU C UCTIONb-
30BaHMEM BaKyyMUPYEMOW CHCTEMbl JIO3WPOBAHMUS,
BBITIOJIHEHHOM 13 TPyOOK Hep:KaBEIOIel CTaayd Map-
ku 12X18H10T u MmeMOpaHHBIX KpaHOB. /lo3upoBaHue
npoObl B Xpomarorpapuueckyio KOJOHKY OCYIIECT-
BT  aBTOMATUYECKUM IBYXTO3UITMOHHBIM Kpa-
HoMm-nmo3aTopoM Valco EH2C6WEZPH-CERS. [Ins
XpoMatorpauyeckoro pasiejeHus] KOMIIOHEHTOB
MpoObI UCTOJIb30BAIM KBapLIEBYIO KAIWLISIPHYIO KO-
JJoHKy DB-5MS 30 M X 0.32 MM X 0.25 MKM.

Macc-crnekTpbl TIpUMeceid pPerucTpupoBaiu B
peXxume D3JIeKTpOoHHOW wuoHu3auuu. WaeHTtuduka-
LIMI0 TIpUMeceil MPOBOAMIIM IIyTeM CpPaBHEHUSI WX
Macc-crnekTpoB ¢ gaHHbiMU 0a3el NIST. Komnmue-

CTBEHHOE OIpeleieHre IpuMeceli TeHTaHa, rekcaHa,
XJIOPAJIKAaHOB TIPOBOAWIM METOIOM BHEIIHEro CTaH-
JapTa ¢ WCIOJIb30BAHUEM aTTeCTOBAHHBIX OOpPAa3lIoB
cpaBHeHus. [Inst psga mpumeceid (2-MeTWITIEHTaH,
3-MeTWINeHTaH, renTaH) 00paslibl CpaBHEHUsI OTCYT-
CTBOBAJIU; ONpeesieHe KOHLIEHTPAILIMI 9TUX BEIIECTB
TIPOBOIWIIA C MCIIOJIb30BAaHMEM 3aBUCUMOCTH KO3(]-
(UIIMEeHTOB YyBCTBUTEILHOCTH UX 1€TEKTUPOBAHMUS OT
BEJIMYMHBI TTIOJIHBIX CeYeHUI noHu3anum [8].

PE3VJIbTATBI 1 OBCYXIEHUE

OnbITHBIE 3HaUYeHUsT KOd(UIMEeHTa pa3aeeHUs
Nap—XUIKOCTh o B cucteMax Ha ocHose Ni(PF,), ¢
YKa3aHHBIMU MIPUMECIMH, a TaKKe IpUMecIMu GTo-
puna ¢ochopa(lll) onpenensiii Ha OCHOBaHWU JTaH-
HBIX 110 KOJIMYECTBEHHOMY COCTaBY KUIKOM M Iapo-
BoO1 (a3 mpod 1o popmyiie [9]

aakcn=y/x’ (1)

e ¥y Y X — KOHIIEHTPAINY IIPUMECH B TTAPOBOIM 1 KM~
Ko (pazax coorBeTcTBeHHO. ComeprkaHue IpuMeceii B
o6pasuax Ni(PF,), n sHaueHus kosdduimenTa pasie-
JIEHUS TTap—XUAIKOCTh a3KCI mpu 298 K mpuBeneHbI B
Tabi. 1.

M3 Ttaba. 1 BumHO, 9TO IpUMECH IIEHTaHa, 2-MeTHUII-
MeHTaHa, 3-MeTUJIMeHTaHa, TeKcaHa, OUXJIopMeTaHa,
TpUXJIOpMETaHa, TeTpaxjaopMeraHa U ¢ropuma goc-
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PABHOBECHE ITAP—XHWAOKOCTb B CUCTEME Ni(PF,),

dopa(Ill) B Ni(PF,), KOHLEHTpUpYIOTCSA B MapoBOi
(dasze.

3HaueHue uneaabHOro KoadbulMeHTa pa3aeaeHus
Nap—KUIKOCTb ¢~ BBIYMCISIM HA OCHOBAHWM
gaHHbix  [10] o TeMmepaTypHOil  3aBHCUMOCTHU
nasnenus napos npumeceid u Ni(PF,), mo dopmyre

a, = r'p;, (2)

un

e p) U p; — NaBJIE€HUE HACHILIEHHBIX TAPOB TPUMECH
u Ni(PF,), npu 298 K coorsercTBeHHO. PesybraThi
pacyera o, TpuBeICHbI BTa0. 2. Tak Kak Temreparypa
ONbITa BBbIIIE KPUTUYECKON TeMmIiepaTtypbl (Topuia
docoopa(lll) (7, = 271.1 K), npu pacuere o

JUISI HEro WCIOJb30BalM 3HAYEHUE, ITOJYYEHHOE
AKCTpANoOJIAIMel ypaBHeHUSI AHTyaHa.
Takxe TpoBoaWAM  OLIEHKY Ko3dduimeHTa

paszesieHust nmap—xuakoctb misg cucreM Ni(PF,),—
MpUMeCcU Ha OCHOBAaHUY TEOPUN KOH(MOPMHBIX paCTBO-
poB (TKP) ¢ ucrnoyb3oBaHMEM HapaMeTpPOB MTOTEHIIM -
ana Jlennapa—/IkoHca € ¥ 0 KOMITOHEHTOB. 3HaUeHIeE
KoadduimeHTa pasfeleHus Iap—KUIKOCTh IS
u3yyaeMmbix cucteMm npu 7 = 298 K paccuutbiBaiv MO

dopmyie
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(k, — mocrosinHas bosbiiMana.)

HNunexcer “11” OTHOCATCS K B3aUMOLEMCTBUIO MO-
JIEKYJI OCHOBBI, “21” — K B3aMMOJEHCTBUIO TPUMECH
¥ OCHOBBI. 3Ha4YeHUS 0 U £/k IS psa BELIECTB B3sI-
Tl U3 [10]; IS HEKOTOPBIX BEILECTB IMPU OTCYTCTBUM
JINTEPATYPHBIX JAHHBIX PACCUUTHIBAIM C UCIIOJb30Ba-
HUEM 3HAUYeHUI TeMIlepaTypbl KUMEHMS 110 aJITOPUT-
My 13 pabotser [11]. 3HaYeHUs 0, ¥ €, PACCUYUTHIBAIN
MpY TOMOILIM KOMOMHAIIMOHHBIX TpaBui beptio u
Jlopenna [9]. 3HaueHus koadhduMeHTa pasneaeHus
nap—xunakocTb B cucreme Ni(PF,), — npumecu, pac-

Ta6mmua 2. [Tapametper notenumnana Jlennapa—/xonca (¢/k,, 0) n 3HaueHus1 KO3GGUIMEHTa Pas3IENCHUS MAP—XKHUIAKOCTb
171 IPUMECEi yriaeBonoponos u xyopankanos B Ni(PF,), (s Ni(PF,), e/k = 395.1K, 0 = 0.71 um)

IIpumecsh ek, K 0, HM Q. a,, Oryp
n-IlenTtan 357.6 5.7 3.81£0.8 4.2 5.0
2-MeTwnmneHTaH 383.5 6.1 1.8+0.4 1.7 2.1
3-MeTunneHTaH 387.9 6.0 1.7£0.3 1.6 2.0
n-T'ekcan 392.3 6.1 1.3£0.3 1.2 1,7
2-MeTunrekcaH 417.5 6.4 0.5%0.1 0.5 0.9
3-Metuirekcad 417.8 6.3 0.5%0.1 0.5 0.9
3-OTtunrekcad 450.4 6.6 04+£0.1 0.2 0.5
n-Tenran 427.3 6.4 0.6%+0.2 0.4 0.8
CH,CI, 356.0 4.9 35108 3.6 4.1
CHCI, 340.2 5.4 1.5+0.3 1.6 4.7
CCl, 415.5 5.6 3.0£0.7 0.9 1.7
PF, 190.0 44 27.7+7.8 470 35.1
CCl, 415.5 5.6 3.0£0.7 0.9 1.7
PF, 190.0 44 27.7+7.8 470 35.1
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CYMTAHHBIC YKa3aHHLIMM METONAMMU, IIPEIACTAaBICHBI B
Taby. 2. HaGmomaercst xopolllee COOTBETCTBUE pacyeT-
HBIX 1 3KCIIEPMMEHTAIBLHBIX 3HaAYeHUI KO3 PULIEeH-
TOB pasesieHus.

3AKJIIOYUEHUE

MeTomoM CTaTUYeCKOro ypaBHOBEIIMBaHUS a3
omnpe/eeHbl 3HaUYeHUsT KO3(hOUIIMEHTOB pa3neaeHust
nap—xuakoctb 1 cucreM Ni(PF,),—npumecu nenra-
Ha (3.8 £ 0.8), rekcana (1.3 £0.3), rerrrana (0.6 £ 0.2),
nuxyiopMerana (3.5 = 0.8), Tpuxyiopmerana (1.5 = 0.3),
teTpaxiaopmetaHa (3.0 = 0.7), dropuna dpocdopa(lll)
(27.7.3 = 7.8) u pa3BeTBICHHBIX AJIKAHOB (2-METUJI-
TMeHTaH, 3-METWJINEHTaH, 2-MeTHJTreKcaH, 3-MeTWII-
rekcaH, 3-stuirekcaH) npu 298 K. DxkcnepuMeHTa b-
HBIE pe3YJIBTAThI COTJIACYIOTCS C pe3yIbTaTaMU OLICHKU
Koa(dduimenTa pasaeseHusT nap—xkuakocTs mo TKP
C UCITIOJIb30BaHUEM MapaMeTpoB NoTeHunana JleHHap-
na—JI>xoHca.

OUHAHCHUPOBAHUE PABOTDI

Pabora BhImonHeHa npu Ioaaepxke MuHUCTEp-
CTBa HayKM 1 obpaszoBaHusa Poccuiickoit denepanuu B
paMKax rocynapctBeHHoro 3anaHust UXBB PAH, tema
FFSR-2022-0003.

KOH®JIUKT UHTEPECOB

ABTOpBI 3a8BJISIIOT, YTO Yy HUX HET KOHGQJIUKTa
WHTEPECOB.
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