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CuHTE3UpOBaHbl U 0XapaKTEPU30BaHBI JIBE HOBBIE JIBOMHBIE KOMIUIEKCHBIE cosn [Pd(NH3)4]5x
x[Rh(NOy)s]> (I) u [PA(NH;3)4]5[Rh(NO,)s]>-H,O (II). Pa3zpaboTanbl METOAMKHU MOTYUCHHUS O
Ho(asHeIX ocankoB coiseil. Kpucramnorpaduueckue manusie I: a =18,915(12), V'=6767,4 A,
np.rp. F-43¢, Z=8, d,=2,548 v/em’; II: a=21,160(6), b=8,085(7), c=21363(4)A,
B=91,71(4)°, V=3661,1(6) A, np. rp. P2i/c, dy=2,357 r/em’. TIpoBefeHO HcCie[oBaHHe
TEPMHUUYECKHX CBOMCTB MOJY4YEHHBIX COCAMHEHUIT B aTMocdepe Bojopoa u renus. [lokazano,
YTO KOHEYHBIM MPOJYKTOM MX Pa3JIOKEHUs] U B MHEPTHOM, 1 BOCCTAHOBUTEIBLHON aTMocdepe
SIBJISIETCSI TTOPOIIOK, COCTOSIIMN M3 OMMETaNIMYeCKNX HaHOPa3MEPHBIX YacTHIl (HAHOCILIABA)
PdysoRho 41 (mp. Tp. Fm-3m, a = 3,856(2) A, pasmep kpucTamuTos — 8—11 Hwm).

KamouyeBble caoBa: poanii, mamwiaanii, 1BoiHbIE KoMITIeKCHBIe comn, PCA, Tepmmue-
CKMI aHaJI13, HAHOCILIaB.

BBEJEHUE

B mocnexgHue TOABI HaHOYACTHIBI OJarOPOTHBIX METANJIOB HAXOAATCS B 30HE MPUCTAIBEHOTO
BHUMAaHMS UccienoBarencii. Takue 4acTUIlBI MOTYT MIPUMEHSTHCS B CO3JJaHUU OMOJIOTMUECKUX CEHCO-
pos [ 1, 2 ], HocuTenel undpopmarmu 60b110# eMkocTH [ 3 | U, B ocobeHHocTH, B Katanuse [ 4, 5 |. Ux
YHUKaIbHbIE pU3nKo-xumudeckue [ 6—S8 |, marautHsbie [ 9, 10 | 1 ontrueckue | 11 | cBoiicTBa nematot
WX BOXHBIMH OOBEKTaMU /IS M3yUeHHs Kak ¢ (yHTaMEHTaJIbHOMN, TaK U C MIPAKTUYECKOW TOUYKH 3pe-
Hus. K HacTosieMy BpeMeHHU CYIIECTBYET MHOKECTBO METOJIOB CUHTE3a HAHOYACTHUII, COCTOSIINX U3
aTOMOB MeTallila TOJIbKO ofHoro copra [ 12 ]. Ilepexon k cuHTE3y ABYX- I MHOTOKOMIIOHEHTHBIX Yac-
THUI] COTIPSDKEH C PSIIOM TPYAHOCTEH, CBSI3aHHBIX C HEOOXOAMMOCTHIO COOTIOACHNS TPpeOyeMOoro cooT-
HOIICHUSI KOMITOHEHTOB U 33JJaHHOTO WX PACTIPEICIICHUS B 00beME YaCTHII.

JIBoitHbIe KOMILIEKCHBIE comu Tuna [M'L) J[M"L) ], rne M’ 1 M" — MeTauibl-KoMILIeKco00pa-

3oBarend, L' u L” — nuranjpl, SIBISIOTCS MEPCIIEKTUBHBIMU MPEAIIECTBEHHUKAMU JIJIsl CHHTE3a OuMe-
TAJUTMYECKUX HAHOYACTHIL. ATOMBI METAJJIOB B HCXOJHOM KOMIUICKCE "TiepeMenianbl’ Ha MOJICKYIIIp-
HOM ypPOBHE, YTO CIIOCOOCTBYET MOJIYYCHUIO OMMETATHYECKUX TBEPABIX PACTBOPOB 3aMEILCHUS MPHU
TEPMUYECKOM Pa3NIOKeHUH TpenmiecTBeHHuka. Temmneparypsl Tepmonmsa (200—400 °C) cymecTBeH-
HO HIDKE TeMIIepaTyp IUIABJICHUS WHAMBHUIYAbHBIX METAJUIOB, YTO JIeJacT JJAaHHBIA Crioco0 cuHTe3a
MIPHUBIIEKATEBHBIM C MPAKTUYECKON TOYKH 3peHUs. BakHBIM (akTOpOM SBISETCS TO, YTO COOTHOIIIE-
HUC METAJJIOB B IOJTYYAa€MBbIX HAaHOYACTHULIAX IMOCTOAHHO U CTPOIro 3a4acTCsd CTCXUOMETPUYCCKUM CO-
CTaBOM HCXOJHOU KOMILJIEKCHOM COJIH.
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Jannas paboTa sBISIeTCS MPOIOIKEHUEM UCCIIC0BAaHNUS IBOMHBIX KOMIUICKCHBIX COJICH, SIBJISEO-
IIMXCSl COeTMHEHUSMH-TTPEIIIIECTBEHHUKAaMH TTOTyYeHUs HAHOPa3MEPHBIX TBEPJBIX PACTBOPOB B CHC-
teme Pd—Rh. BBugy Toro 4ro sra OmMeramuimueckas CHCTEMa SBJSCTCS BeChMa IEPCIEKTUBHON
C TOYKHM 3pEHHUs TPUMEHEHMsS B Karanuse (HampuMmep, MOXET HCIOJIb30BaThCs B COCTaBE Tpexmap-
HIPYTHBIX KaTanu3atopoB [ 13, 14 ]), cuHTe3 HOBBIX MPEANIECTBEHHUKOB, COACPIKANINX ITH METAILIHI,
TIPEICTABIIACTCS BAXXHOW MpaKTUUIECKOH 3amadueii. Panee HaMu OBUIM CHHTE3MPOBAHBI KOMILICKCHBIE
conu coctaBa [Rh(NH3)sCl][PdXy], rne X — C1[ 15, 16 ], Br [ 17 ], u u3y4ueHbl UX TEPMUYCCKUE CBOM-
CTBa W MPOAYKTH TepMoiyin3a. OJHAKO Ui HYXJ KaTalu3a NPEAroYTUTENIbHO, YTOOBI COCAMHEHHE-
MIPEAIECTBEHHHUK HE COZEPKalo aTOMOB TaJIOTEHOB, TaK KaK MPOIYKTHI TEPMUYECKOTO PA3JIOKEHUS Ta-
KUX TPE/IIIECTBCHHUKOB MOTYT SIBJISIThCS KATATUTUYCCKUMU silaMu. B CBSI3M ¢ 3TUM B HACTOSIIEES BPEMS
OCHOBHasI HallPaBJICHHOCTh HAIUX PabOT COCPEIOTOUMEHA Ha CHHTE3¢ U UCCIICOBAHIH HOBBIX JIBOMHBIX
KOMIUIEKCHBIX COJIei, HE COJEpIKalluX B CBOEM COCTaBe aroMoOB Xjiopa win Opoma. Tak, momydeHa
1 CTPYKTYPHO OXapaKTepu30BaHa ABoiHas koMmruiekcHast coib [PA(NH;3),][Rh(NH;3)(NO,)s] [ 18 ].

ens HacTOsmeH pabOTBl — CHHTE3 U UCCIENOBAaHUE (UBHKO-XUMUYCCKUX CBOMCTB JTBOMHBIX
koMrmieKcHBIX coteit [PA(NH;3)4]3[Rh(NO,)s]> (I) m [PA(NH3)4]3[Rh(NO>)s]2- H,O (IT). ITomMmumo 3T0TO
MOJIyYeHBI U OXapakTepu3oBaHbl MeTojgaMu POA u [IOM npoayKThl UX TEPMHUYECKOTO PA3TIOKCHUS
B MHEPTHOW U BOCCTAHOBHUTEIBHOUN aTMOcdepax.

SKCHEPUMEHTAJIBHAS YACTD

Hcxonabie kommutekcsl [PA(NH;3)4](NO3), 1 Na;[Rh(NO,)s] cuHTe3npOoBaI COTIIACHO METOIH-
kam, orricaHdbIM B [ 19 ] u [ 20 ] coorBercTBeHHO. Kommuieke 11 ObuT cCHHTE3MpOBaH CIASAYIOMUM 00-
pasom. K 5wmn 0,1 M pactBopa Nas[Rh(NO,)s] npunuBanmu passbeiii oobem 0,15 M pactBopa
[PA(NH;3)4](NOs3),. CunTe3 Benmu mpH OXJKICHUHU (TeMIepaTypa pacTBopoB He mpessimana 5 °C).
Brimasmme Oenble UTopyaThie KPUCTAIIIB HE3aMEeUIUTEBHO OT(QIIFTPOBBIBAIN HA CTEKIITHHOM I10-
puctoM puabTpe (MOPUCTOCTH 16), TPOMBIBATH HEOOIBIITUM KOJTUISCTBOM BOMBI, CITUPTA, CYIIHIN Ha
Bo3nyxe. Berxomer 70—80 %.

Kowmmieke I cuaTe3npOBaIM aHAIOTHYHO, HO TIPH TeMriepatype ~20—25 °C. Brimasmmme xKenrto-
BaThble KPUCTAJUIBI OCTABJISUIM MO/ MAaTOYHBIM PACTBOPOM Ha CYTKH, IOCIIE YEro OCaJoK OTHHIBTPO-
BBIBAJIM, IPOMBIBAIM BOJOW, CIUPTOM M CYIININ Ha Bo3ayxe. Brixoasr 85—95 %. IIponykTel oxapak-
Tepu30oBaHbl MeTodamu muddepenmanpHoro Tepmudeckoro axamm3a ([TA), TepMmorpaBumeTpun
(TT), atomHO-a0copOIMoHHOH criekTpockonuu (AAC).

DJeMEeHTHBIN aHaTU3 Ha colepKaHne MeTaioB mpoBoauwan MerogqoM AAC Ha criekTpodoTomeT-
pe ICE-3000 SOLAAR. Jlns 5TOr0 HaBECKY COJIM PaCTBOPSIIN IMPH HArpEeBAaHWU B KOHIICHTPUPOBAH-
HOU COJISTHOM KHCIJIOTE, MEPEHOCHIIM B MEPHYIO KOJIOy W JoBoxmiu o metku 1 M pactBopom HCL
OTHOCHTENBHOE cTaHIapTHOE oTKIoOHeHHe Metona — 0,03. JlaHHbIe 2JIeMEHTHOTO aHaju3a MpuBeae-
HBI B Ta01. 1.

TepmorpaBuMeTpuUIecKre W3MEpeHHs B aTMocdepe remwst U cMecHu reius ¢ BogopoaoM (1:1)
NpOBOAMIM ¢ uctosb3oBanreM TepmMoBecoB TG 209 F1 Iris® ¢upmer NETZSCH. Macca naBeckn 5—
10 mr, Al-Turens, motok ra3a 70 miu/MuH, ckopocTs HarpeBa 10 rpan./muH. OOpabOTKY pe3yiIbTaToOB
9KCMIEPUMEHTOB MPOBOAMIH C HCIIOJB30BaHNEM CTAaHAAPTHOTO TAKeTa MPOrPaMMHOTO OOECTIeUeHHS
Proteus Analysis.

Pentrenogudpakromerpuieckoe uccienoBanne noiaukpucraminueckux odpasuos I u II mpose-
neHo Ha ycraHoBke JIPOH-SEIFERT-RM4 (CuK,-uzinydenue, rpauToOBbI MOHOXPOMATOP Ha OTpa-

Taonuma 1
Pezynomamor AAC

[PA(NH;)4]5[Rh(NO»)g]> (I) | [PA(NH3)4]5[Rh(NO,)s],- H,O (II)

Pd Rh Pd Rh
Haiineno, % 24,9 16,1 24,5 15,9
Brruuciaeno, % 24,92 16,07 24,57 15,84
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Tabnuma 2

Koopounamoer amomos 6 cmpykmype

[PA(NH;)4]3[Rh(NO2)s]

Atom x/a y/b z/e

Rh(1) | © 0 0
N(1) 0 |o0109| 12
o(1) |-0,003 [ 0358 | 0,056
Pd(1) | 14 | 1/4 0
N@2) | 0,004 | 0,219 | —0,147
Rh2) | 1/4 | 14 | 1/

JKCHHOM ITy4YKE, KOMHaTHasA TEMIICpATy-
pa). Perucrpanuro nudpakrorpamMmm npo-
BOJIWJIM B TOIIIArOBOM PEXKHME, B JHaria-
30HE YIJ0B 20 1751 KOMIUIEKCHBIX COJICH
oT 5 mo 60°, mis mpOIYKTOB TEPMOJIU-

Puc. 1. YIaKoBKa OHOTO OKTAHTA HJIEMEHTAapHOH KyGuueckoit 38 — OT 5 10 135°. YTouHeHue mapa-

syeiikn kpucramindeckoi cTpyktypbl [PA(NH;3)4]35[Rh(NO,)gl,.  METPOB KPUCTAIUIMYCCKUX PEIICTOK MPO-

He noka3zaHbl aTOMBI BOOpOAa, IpUHAJICIKAIUE MOJICKYJIaM aMMHaKa, BOJIWJIM C HCIIOJIb30BaAHHUEM HporpaMMBI

u okpysxeHue aroma Rh(2) Powder Cell 2.4 [21]. Penrrenodaso-

BBIIl aHAllU3 MPOJIYKTOB TEPMOJIH32 BBI-

TIOJTHEH C UCTONIb30BaHMeM 0a3el JaHHBIX PDF [ 22 |. CpenHuil pa3mMep KpUCTAIUTOB (00JIacTH KOTe-

pentHoro paccesiaust — OKP) paccuuThiBaiv U3 MHTEIPAIMOHHOTO YIIUPSHUS TUPPAKIIMOHHBIX JTH-
Huit o ¢popmyne tlepepa [ 23 ] ¢ momompto nporpammbl WinFit 1.2 [24 1.

Uccnenoanne moHokpuctamia [Pd(NH;)4]3[Rh(NO,)s], mpoBemeHo Ha aBTOMATHYECKOM M-
¢pakromerpe BRUKER X8 APEX (MoK,-u3zny4enue, rpadgurtoBbiii MoHOXpoMaTop) mpu 7 = 150 K.
Kpucramnorpaguueckue xapakrepuctuku: a = 18,8343(2) /&, V=6681,11 /&3, np. rp. F-43¢c, Z=28,
d, = 2,548 r/cw’. Bce pacueThl BBIOJIHEHBI 110 Komiuiekcy nporpamm SHELX-97 [ 25 ]. HecoBepieH-
CTBO MOHOKpHCTaUTa | He M03BONIMII0 TPOBECTH TOIHYIO paciupOBKY CTPYKTYPBI, MOKHO TOBOPHUTH
JUIIb 00 OTIpeNIeIeHnH MOTHBA €€ TIOCTPOCHHS, B YaCTHOCTH, HE JIOKATM30BaHbI aTOMBI HUTPO-TPYIIII,
KOOPJMHUPOBAHHBIX aTOMOM Rh B mo3uiuu (1/4 1/4 1/4), a Takxke aToMbl BOJOPO/Ia, IPUHAJICKAIIUC
MOJIeKyJIaM aMMuaka. KoopIuHaTel aTOMOB M UX 3KBUBAJICHTHBIC TCILIOBBIC MapaMETPhl MPUBEICHBI
B Ta0JI. 2. YnakoBKa KpUcTauIndeckor cTpyKTyphl I moka3ana Ha puc. 1. OCHOBHBIE T€OMETPUUYECKUE
XapaKTEPUCTUKU KOMIUIEKCHOTO aHHOHA [Rh(NOz)6]3’: Rh—N 2,05 &, N—O 1,23 &, Z0—N—0 120°
XOPOILIO COBMAAIOT C aHAJIOTMYHBIMH XapaKTEPUCTUKAMH KOMIUIEKCHOTO aHHOHA B KPHCTAITMYECKON
crpykrype (NH4),Na[Rh(NO,)e] 2,051 u 1,237 A, 119,0° [26 ] cooTBeTcTBeHHO. |'eomeTprueckue xa-
PAaKTePHCTHKH KoMILIeKcHoro katuona [PA(NH;),]*" — Pd—N 2,02 A, ZN—Pd—N 90,1° — Takxe
XOpOILIO COOTBETCTBYIOT U3BECTHBIM B JIUTEPATYpE, CM., Hapumep, [ 18 ].

[TorydeHHBIE KPUCTAIIIOCTPYKTYPHBIE XapakTepucTHKH | ObUTH MCIOMB30BaHBI MPH WHAWLIAPO-
BaHUH TU(GpaKTOTpaMMBEI (pHC. 2): OTCYTCTBHE "NMHUITHUX" OTPaXKEHUH CBUACTEILCTBYET 00 omHO(a3-
HocTu obOpasua. [lomHonpodunbHoe yTouHeHHE MU PAKTOrpaMMBbI MPOBEIEHO 10 nporpamme Powder
Cell 2.4 [21] mo R, = 12,24, Ry, = 20,41, Rey, = 4,67. Jln1st onucanus npoduieil MMKoB UCIOIb30BaIN
¢ynkuro nceBno-Boiita (1 = 0,55, v=-0,32, w=0,07). [Tony4ens! cieayromnue KpucTaworpaduye-
CKHe XapakTepucTuku: a = 18,915(2) &, V=6767,4 &3, np. rp. F-43¢, Z= 18, d, = 2,548 r/en’.

Judpakrorpamma Il Obla MOTHOCTHIO MPOWHAMIIMPOBAHA IO AHAJIOTUHM C AU(paKTOrpaMMoit
n3octpykTypHO# (aszsl [PA(NH3)4]5[Ir(NO,)s]»- HyO [ 27 ]. onHonpoduinbHOe yToUHEeHUE TUGPAKTO-
rpaMMmbl IpoBeeHo 10 R, = 14,70, Ry, = 20,05, Ry, = 4,21, 11 onucanus npoduiei MIKOB UCTIOb-
30Bany QyHKIHIO TiceBno-Boiita (u =—0,68, v= 0,28, w=-0,002). [Toxy4deHs! ciemyronme KpucTai-
norpaduueckue xapakrepuctuku: a=21,160(6), b=8,085(7), ¢=21,363(4) A, B=91,71(4)°, V=
=3661,1(6) A%, np. rp. P2\/c, dy = 2,357 t/em’.
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Puc. 2. lndppaxrorpamma xomruiekca I: / — sxcrre-

pUMEHTaNIbHAs, 2 — pacyeTHasl. ol
Bnuzy — pa3Huna 3KCrepuMEHTaIbHOM U PACYETHOMN U~ —2
(pakrorpamm

MukpodoTorpadgun NpogyKTOB pasiioxe-
HUSl JBOMHBIX KOMIUJICKCHBIX COJE€H M JaHHbIE
JIOKAJIbHOW PEHTICHOBCKON JHEProAUCIIEPCH-
onHoii cnekrpockonuu (IJC-II19M) Obuu mo-
JIy4EHBI [PU MOMOILU NPOCBEYUBAIOLIEIO DJICK-
TpoHHOTO MHKpockorma JEM-2010 (JEOL, fmo-
HUSA).

PE3YJIBTATHBI U UX OBCYXJIEHUE

Kommureke I yaaercs moiay4duTs B BUAE OJHO(PA3HOTO MPOAYKTA TOIBKO MPU TeMIIepaType mpo-
BeJieHHsI cuHTe3a He Bbilie 5 °C M HEMEJICHHOM OT/ICJICHUU BBINABIIMX KPUCTANIOB Ha (UIbTpE.
JlaHHBIE yCIIOBUS HEOOXOIMMO BBIICP)KMBATH OYEHb CTPOTO, HHAYE OCAJIOK OKAKETCS 3arpsi3HEHHBIM
npuMecbto coenuHenus I. Beigep:xuBanue moHorupara Il moag MaTtoyHbIM pacTBOPOM B T€UEHHUE CY-
TOK TPUBOAMT K (POPMHPOBAHHUIO OAHO(DA3HOTO OcCajKa, coaepkamero Toiabko komiuiekc L. ITlo-
BAJIMMOMY, KOMIUIEKC | Tpu KOMHATHOI TeMIieparype SBIsIeTCs TePMOJUHAMUYECKH OoJiee yCTOIn-
BBIM, ueMm komriekce I1.

VaneHue KpuCTaNIM3allMOHHOM BOJIbI, IPOUCXOidlllee Npy HarpeBaHnuu komiuiekca II, He npu-
BOJIUT K M3MEHEHHUIO €r0 KPUCTAILTMYECKON CTPYKTYphl. Judpakrorpammsr (0) u (8) (puc. 3), momy-
yeHHble s komiuiekca I, Beinepsxannoro npu 80 °C B Teuenne 2 4 u npu 90 °C B Tedenue 24 4 co-
OTBETCTBEHHO, TIOJTHOCTHIO COBITAAIOT C AU(PPAKTOTPAMMOH (&), TOTYUYSHHOH JIJISl CBEKEOCAKACHHOTO
II. ITpu 5TOM, 1O JIaHHBIM TEPMOIPABUMETPUUECKOr0 aHain3a, koMmruieke Il moaHOCThIO TepseT Kpu-
crau3anoHHyo Boay (1,4 % maccer). ®a3za KyOudeckoro koMmiuiekca I HaunHaeT moABIATHCS B Jie-
THJIPATUPOBAHHOM 00pa3Ile TOJIBKO Yepe3 MecsIl (MPU XpaHEeHUH B 3aKPBHITOM OFOKCE MPH KOMHATHOM
TeMriepatype — puc. 3, nudpaktorpamma (2)). Andpakunonnsie mukn Ha yriax 9,2, 13,1, 16,1, 26,6,
28,3, 31,3, 32,7° (oTMe4eHBI 3Be3/I09KaMH), HECOMHEHHO, OTHOCATCSI K KOMIUIEKCY I, mmeromemy Ky-
OMYECKYyI0 CTPYKTYpy (AmdpakTorpaMma CBEKEOCAKIESHHOTO KyOHdeckoro koMimiekca I mpuBemeHa
Ha puc. 3, 0). Takum 0Opa3omM, B pacTBOpe KIIOUEBOM cTaameil mepexoma "moHorumpat II—O0e3Bom-
HbI KoMmIuieke 1", mo-BuauMomy, sSIBISIIOTCS pac-
TBOPCHHE W3HAYAIBHO BBITIABIINX KPUCTAJIOB
II u xpucrammm3anys TepMOIUHAMHYECKH 0O-
nee ycrolunBoro komiuiekca I. Hanuuue Bojb
KaK pacTBOPHUTENS SBISCTCS HEOOXOIUMBIM
YCJOBHEM TAKOTO MEPEXo/a.

Puc. 3. DxcnepuMmeHTanbHBIE AU(PAKTOTPAMMEI:

cBexkenpurotoBiaeHHoro Mmonoruapara Il (a), MoHo-

rugapata I, Beigepsxannoro npu 80 °C B Tedenue 2 4

(6); monorunpara II, BeimepxanHoro mpu 90 °C o

B TedeHue 24 9 (8); MPOIyKTa JAECTUAPATAITUN MOHO-

runpara Il uepes 1 mec. XpaHeHus npu KOMHATHOM

TeMriepatype (2); CBEXKENPUTrOTOBIEHHOI'O KOM- a
wiekca I (0). ;

3Be310uKkoil Ha audpakTorpamMme ¢ 0003HaYeHBI Audpak- 10 20 30

LIMOHHBIC [TUKH, OTHOCSAILHUECS K KOMILIEKCy 1 26, rpan.
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Puc. 4. Tepmorpamma komriekca I (a) u I (6) B atmocdepe Bogopoaa mpu ckopocTtr Harpesa 10 rpan./MuH

Anamu3 xpuBbix TT' u JITA nokasbiBaeT, 4To TepMUueckoe paznoxkeHue komruiekcoB I u I
B MHEPTHOH M BOCCTAHOBUTEIBHOH aTrMocepe MpoTeKaeT OAMHAKOBO (TEPMOTpPaMMbl KOMILJIEKCOB
B aTMocdepe BoAOopoa MpuBeeHBI Ha puc. 4, a v 0). OTIIMYKe ePBOM CTATUN TEPMUIECKOTO Pa3Jio-
xernst MmoHoruapata Il cocTouT B ynaneHHMN KpHCTaUNIM3allMOHHON BOJBI B WHTEpPBaje TeMIIepaTyp
20—100 °C. HanbHelimee pasznoxeHue HaunHaercs npu temneparype 120—130 °C u mpotekaer
¢ ObicTpoii morepei Macchl. Ha kpuBbix TT u JITT” MOXKHO BBIICTUTH JIBE TIOXO pa3Jie/iCHHbIC CTaIUH,
KOTOPBIE COMTPOBOXKAAIOTCS 3HAUUTEILHBIMU K303 eKTamu.

TemrmiepaTypa OKOHYaHHs Tpoliecca TepMoiin3a B atMocdepe Bogopoaa cocrarisier 180 °C, B re-
mun — 350 °C. OTMeTHM, 9TO pe3Koe BBIACIICHNE OOJBIIOT0 KOJIMYECTBA ra3000pa3HBIX MPOJAYKTOB
B IIpoIIecCe TEPMOJIN3a KaKk B MHEPTHOM, TaK U B BOCCTAHOBHUTEIBHOM aTMOC(epe MPUBOJANUT K YaCTUY-
HOM moTepe oOpasiia B pe3yJibTaTe ero BRIOpoca U3 TUTIISA. DTO He TI03BOJISET JIOCTATOYHO TOYHO MPO-
BECTH TEPMOTPaBUMETPUUIECKUI aHAIN3 Ha CYMMY METaJlJIOB.

IIpomexxyTouHbIE IPOIYKTHI, BBIJCICHHbBIE HA PA3IMUHbIX cTaausax Tepmonusa I u I, okasanmce
pentrenoamopdubivu. MccnenoBanue TepMoinusa in situ ¢ UCHONB30BAHUEM CHHXPOTPOHHOTO H3ITY-
YeHHS TaKXKe He JIa0 pe3yNbTaTOB, TIOCKOIBKY B Pe3yJbTaTe TEPMHUECKOTO Pa3I0KEeHUs KOMILIEKCa
[PA(NH;3)4]5[Rh(NO;)s], mpoucxoauT BCIeHUBaHUE 00pa3iia BBIICISIONIUMUCS B TPOIIECCE Pa3IoKe-
HUS Ta3aMU U BBIXOJ 00pasla U3 IUIOCKOCTH I0OCTHUPOBKU PEHTICHOBCKON Kamephl. JlanHoe 3aTpyaHe-
HUE HE yJaJoCh MPEOJIONIETh JIaXke MPHU MCIIOIb30BaHUN MHEPTHOTO TEIUIOBOTO pa30aBUTENs (MEIKO-
JIMCTIEPCHOTO MOPOIITKa TUTABJICHOTO KBAPIIA).

Pd:Rh=1,6

il
1,60 320 480 6,40 8,00
Oueprus, 3B

Puc. 5. lannsie [19M (a, 6) u D/1C (8) aHaym3a AJ1s1 MPOIYKTa pasioxeHus komiuiekca I B Bomopose
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[lo nanusiM PDA KOHEUHBIM MPOAYKTOM pazioxkeHHs kak koMiuiekca I, Tax u kommiekca 11
B MHEPTHOH WJIM BOCCTAHOBUTEIBHOH aTMocdepe sBIsieTcss TOMOreHHbIH TBepablid pactBop Pd—Rh
C MapaMeTpoM 3JEMEHTApHOH T'paHEeLEHTPUPOBAHHON KyOndeckoil sueliku a = 3,856(2) A. Cocras
TBepaoro pactBopa (5912 ar.% Pd, 41£2 at.% Rh) Obut onpenenen mo skcrnepruMeHTATFHON 3aBUCH-
MocTH a(x) aist TBepusix pactBopoB Pd,Rh; , m3BectHoro cocrasa [ 28 |. Berunciennoe takum obOpa-
30M COOTHOILICHHE METAIJIOB B IOJIyUYEHHBIX TBEPJBIX paCTBOpaxX COOTBETCTBYeT cooTHomenuto Pd:Rh
B HCXOOHBIX KoMmIuiekcax. [lomydeHHOe 3HadeHWE XOopomro corjacyercs ¢ maHaeiMu DJIC-IIOM
(Pd:Rh = 1,6) (puc. 5).

PazMep KpHCTamIMTOB, ONpEACICHHBIA MO YIIUPEHHUIO TUPPAKIUOHHBIX MUKOB, COCTaBISET 8
u 11 HM A7 IPOAYKTOB, HOIYYEHHBIX B aTMOC(epe BOAOPOAA U eIl COOTBETCTBEHHO. MuKpodoTo-
rpa¢uu, noaydeHHsle npu nomouu [I19M, ykaspiBaroT Ha 00pa3oBaHue NPH TEPMOJIN3E IPEUMYILECT-
BEHHO CPOCIIMXCS YacCTHII, pa3Mep KOTOpbIX He mpeBbimaer 10 HM (cM. puc. 5).

PaGora BeINOSIHEHA TIpU MOIEpXKKe rpaHTa Poccuiickoro GoHma GpyHIaMEeHTaIbHBIX HCCIIeI0Ba-
Huit Ne 11-03-00668.
ABTOpHI BEIpakaroT Omarogapaocts A.B. Umenko (MK CO PAH) 3a monry4yerne canMioB [19M.
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