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HoAXod K PASPABOTKE METOAUK
CIHIEKTPO®OTOMETPUYECKOI'O OIIPEJAEJIEHUSA
BJIEMEHTOB C UCIIOJIb30OBAHUEM MHKPOBOJHOBOI'O

N3JIYYEHUSA
C.10. JIanckaga, A.B. banmios

(kaghedpa anarumuueckoll xumuu,; e-mail: bashilov@analyt.chem.msu.ru)

Ha npumepe onpeneneHus pyTeHusi npenjioKeH MOIX0 K pa3padOTKe METOAUK ompese-
JieHHs 3JIEeMEHTOB C MCMOJIb30BAHHEM OPraHMYEeCKMX PeareHToB, 00JaJalmmx co0-
CTBEHHbIM TorJiomeHueM B Y D -BUANMOIi 00J1aCTH, C UCNOJb30BAHMEM MHKPOBOJHOBOIO
n3aydenus. McciienoBaHa yCTOWYMBOCTh OPraHHYECKHUX PEareHTOB B MHKPOBOJHOBOM

noJje.

MuxkpoBoaHoBoe (MB) u3iayuyeHue yCIHELIHO HC-
MOJB3YIOT UISI MHTEHCU(PUKAIMY DPA3IMYHBIX aHAIUTH-
YeCKHX MPOLIECCOB, B TOM YMCJIEe peakluil obpa3oBa-
HUSI KOMILJIEKCOB METaJUIOB, B YaCTHOCTU ILIaTUHOBBIX,
C OpraHUYECKHMMMU peareHTaMM B BOJHBIX pacTBOpax
[1—4]. HecmoTpst Ha To uro MB-mpoGornoaroroBka —
OIHO W3 WHTEHCUBHO pPa3BUBAIOIIMXCS HaIlpaBieHUI
COBPEMEHHOI aHAIMTUYECKON XMMWH, B IOAABJISIOLIEM
OOJIBIIIMHCTBE IMyOJUKALUA JOMUHUPYET CYryoo YTWIM-
TapHbIii Moaxon — MB-BozaelicTBUe paccMaTpuBarOT B
KauecTBe YI0OHOro MHTEHCU(MULMPYIOILETO WHCTPYMEH-
Ta, 4TO, OOHAKO, He Bcerma BepHO. Ilogxoma K BEIOO-
py peakumii, mjisg KoTtopblx MB-Bo3meiicTBUEe MOIJIO OBbI
ObITh 3(h(PeKTUBHBIM, HE CYILECTBYEeT, HET peKOMEHMa-
IIMA M MO ONTUMM3alUMu 3Tol 3ddekTuBHOCTU. Hau-
Oosiee MepCcreKTUBHBIM mpeacrapisgercss MB-obmyueHue
pacTBOpPOB B aBTOKJIaBaX, UYTO CBSI3aHO C OJHOBPEMEH-
HBIM BIMSIHAEM Ha KOMIUIEKCOOOpa3oBaHUE OBYX (haK-
TOPOB: TMOBBIIIEHHBIX O CPaBHEHUIO C OTKPBITBIMU
cCUCTEMaMM TeMIlepaTyp U creuuduueckoro Bo3jaeii-
creusts MB-mmonst [1, 5, 6]. Mcnmonb3oBaHUE TaKOTO
MB-006syueHUsT MOXET MPUBOAUTL HE TOJBKO K YCKO-
PEHMIO KOMILIEKCOOOpa3oBaHUs, HO M K YCKOPEHUIO
KOHKYPUPYIOLIMX peakumii [1, 6] M gaxe K MHULUU-
POBaHUIO peaklivii, KOTOpble B OOBIYHBIX YCIOBUSX HE
MpoTekaroT [5, 6] («u3buparenbpHas TaOWIM3ALUs» B
MB-none). IloaToMy Heab3sl yTBepXKIaTh, YTO MCIIOJb-
30BaHUE TaKOro MaJoOU3yYeHHOTO MHTeHCUdULUpYIOILe-
ro Inpuema, KakuMm siBisiercas MB-o0iydeHne, mo3BOJIUT
caenaTb OBICTPBIMU BCE MEMJIEHHbIE peakluy IMoJyde-
HUSI KOMILIEKCOB, B YaCTHOCTHM, OOJIagaloOlMX WHTEH-
CHBHBIM ONTUYECKUM TOINIOIEHUEM W TIPUTOOHBIX A
onpeaeseHrs] METAIOB, WM CIOCOOCTBOBATh YBEJIWYE-
HUIO BbIXOJa KOMIUIEKCOB. Ha Haun B3MiIsii, MOXHO
palMoHaJIM30BaTh pPEIleHUEe TaKuX 3aJad, yemy U IIo-
CBSIIIEHA HacTosIIass padoTa.

7 BMY, xumusa, Ne 4

MHoryue MeToAMKU CHEeKTpOo(hOTOMETPUUYECKOro OIlpe-
JIeJIEHUsI DJIEMEHTOB OCHOBaHbI Ha OOpa3oBaHWU KOMII-
JIEKCOB C 00JjiafalolliuM COOCTBEHHBIM MOTJIOIIEHUEM
peareHTOM: HaIlpuMmep, B KJIacCUUYECKMX MOHorpadusx
MO aHAJIMTUUYECKOW XUMUHW TUIATUHOBBIX METAIOB TaKUX
METOIMK OobIIUHCTBO [7, 8]. M3BeCTHO, YTO B MO-
JISIPHBIX PACTBOPUTEIISIX (BOAA, BOTHO-CIMPTOBBIE PACTBO-
pbl) mon aerictBMeM MB-u3iydeHUs] TOBBIILIAETCST pe-
aKIIMOHHAsI CITOCOOHOCTh OOJIBIIIMX MOJIEKYJ, 00JIagaro-
IIMX HECKOJbKMMM LIEHTpaMu MepepacnpeacieHHOro
s3apsama [1, 6, 9]. K TakoBBIM, HECOMHEHHO, MOXKHO
OTHECTU U OpPraHUYECKME peareHThbl, MCIOJb3yeMble
JUIsi 00pa3oBaHUsI KOMIUIEKCOB C TUIATUHOBBIMM MeTall-
Jamu. CliefoBaTebHO, U3yYeHUe KOMIUIeKCOoOpa3oBa-
HHUS B ycIoBUSIX MB-00y4yeHUsS OOJKHO BKJIIOYATh
U3yuyeHMEe YCTOWUYMBOCTU U TIOBEAEHUS peareHTa B
STHX YCJIOBMSIX; paHee 3TU MCCAENOBaHMUSI HE ITPOBOIM-
JU. YIOOHBIM MHCTPYMEHTOM KOHTPOJSI B Clydae UC-
MOJIb30BaHUSI OPraHMYECKUX peareHTOB, 00JadaloluX
COOCTBEHHBIX IIOTJIOLIEHUEM, SIBJSIETCS OITHUYecKas
MOJIEKYJIIpHasl CIEKTPOCKOMMSI.

B kxauecTBe OOBEKTOB HCCIeNOBaHUS ObLIM BbIOpaHbI
OpraHMuYecKue peareHTbl sl ONpeleSieHUsT PYTEeHMUS:
HuTpo30-P-conp (HPC), n-HUTpO30IMITWIAHWINH, KCH-
JICHOJIOBBI OpaH3KEeBbI, KpUCTAJUIMYSCKUI (UOJIeTO-
BbIii, apceHaso III u 4-(nmupuaunazo)pesopuun (ITAP).

BonHble pacTBOpbl peareHTOB TOTOBWJIM 1O TOYHBIM
HaBecKaM BEIECTB MapKud “X.4.”

PeareHTbl BBHIOMpaM MO CIAEAYIOLIUM KPUTEPUSIM:

1) peareHT MCHOIL30BAIM UISI ONpEACTICHUS] PyTCHUS,
HO BpeMsI KOMILIEKCOOOpa3oBaHUs MpU OOBIYHOM Ha-
rpeBaHUM WJIM TpY KOMHATHOM TemIlepaType BeJMKO
(>1 4) (HPC, kcuneHonoBblii opaHxkeBblii, [TAP);

2) peareHT MCHOJIb30BaIX IJIS OMIpPENeieHUS IPYIUX,
OJIM3KUX MO CBOWCTBAM (B HAllleM Cly4yae IJIaTUHOBBIX)
METAUIOB (KpUCTAUIMISCKUI (broieToBbli, apceHaso 111);
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3) peareHT He MCHOJb30BAIM JUISI OIpeAeeHUs] pyTe-
HUS, HO CTPYKTypa peareHTa CXOXa CO CTPYKTYpOu
paHee TPUMEHSEMBIX PEareHTOB. Te Xe (YHKIIMOHAIb-
HO-aHAJIMTUYECKWE TPYIIIBI, MOJSIPHOCTb U T.J. (#-HHT-
DPO30IUATUIIAHUIMH).

MB-o06ydyeHre pacTBOPOB MPOBOIWIM B JIabopaTop-
Hoit cucreMe “Milestone Ethos TC” (Uranusi, W =
1000 Br, v = 2450 MTIu), B TFM-aBroknaBax (V =
100 mx, p,,. = 100 atm, T, . = 300°C) npu Tepmo-
craTMpoBaHuM pacTtBopoB. Ilocne oOydyeHus pacTBOPOB
(7—40 MuH) Opu pa3HBIX 3HAYCHUSIX TeMIepaTyphbl
(98—200°C) ux oxymaxmaaum A0 KOMHATHON TeMmreparypbl
U U3MEPSIM CIIEKTPhl IOIJIOIICHUS] Ha CKaHUPYIOILEM
cnektpodoromerpe “Shimadzu UV-2201” (SInonust). B
KauecTBe ONTHMU3ALMOHHON XapaKTePUCTUKKA HMCIIOJIB30-
BaJlM MUMEHHO TeMIIepaTypy, a He MOIIHOCTb OOJyYEeHMSI:
B MB-cucreme “Milestone Ethos TC” MOXHO 3aaaTb
JII000# TeMIlepaTypHbIi MpoduIb peakiuu.

B nutepatype OTCYTCTBYIOT CBENE€HHUSI O TNOBEACHUU
TIPY TIOBBIIIIGHHOM JIaBJIcHMM (B aBTOKJIaBaX) OpraHMYeC-
KMX PEearcHTOB, WCIIOJIb3YeMBIX IS TTOJTYYESHUS KOMII-
JIEKCOB — aHAJIMTUUYECKUX (DOpPM OmpeaessieMbIX 3JIEMEH-
TOB. BO3MOXXHO, UTO peareHThl, YCTOMUYMBBLIE IO TeMIIe-
paTypbl KUIIEHUsI pacTBOpMTENs, MpU 0ojiee BBICOKMX
TeMrepaTrypax, JOCTUTaeMbIX B aBTOKJaBax, U IpU
BKJIaZie HETEIUIOBOI cocTamstonieii MB-uznyyenust Oy-
IyT pa3pyluaTbes (paHee 3TO HaOMoOmaaud ISl aHTpaHU-
JIOBO# KumciaoTel [6]). M3ydyeHue ycroiumBOCTM peareH-
TOB B 3aKPBITBIX CHCTeMax IT0Ka3ajo, YTO BCE pearcH-
Thl, 32 MCKJIIOYEHMEM KCHUJIEHOJOBOIO OpPaHXKEBOIO, B
ycioBusgx MB-o0iydyeHust B TOW WJIM MHON CTENEHU
paspymatorcsi. O0 3TOM CBUAETENbCTBYET YMEHbIIECHUE
TTOTJIONIEHNST Ha XapaKTePUCTUUYECKUX UIMHAX BOJH B
CTIEKTpaxX peareHTOB C yBeJIMYeHWeM Temrieparypbl. [loc-
Jie Haubosee xectkoro oodmydyeHus (200°C, 7 MuH) BO
BCEX PACTBOpaxX IPUCYTCTBYeT He Oomee 35% MCXOMHOM
¢opmbl peareHToB. Ilo-BUaMMoOMy, cieayeT BbIOMpPATh
Oosee msarkue ycioBus MB-ob6ioydeHUs TpU KOMILIEK-
Cco00pa3oBaHUM, TOCKOJIBbKY AECTPYKILIMS YBEJIWYMBAET
pacxoi peareHTa, a MPOAYKTbI JAECTPYKLIMU MOTYT yda-
CTBOBAaTh B KOHKYPEHTHOM KOMILIEKCOOOpPa30BaHUU C
ornpenessieMbIM 3JeMeHTOM. IIpu 5TOM KOHILIEHTpaLus
o0pa3zylolyxcs MPOAYKTOB MOXET 3aBUCETb OT MHOXe-
cTBa ycioBuit. HakoHel, nmpu oOpa3oBaHMM IPOIYKTOB,
00JamaroIMX COOCTBEHHBIM TTOIIONIeHHeM B YM-BUIM-
MOI1 00JIaCTH, CIIEKTPBI TPYIHO pPacIIn(pOBAaTh.

Haiigeno, yro npu MB-00yyeHnn pacTBOpOB opra-
HUYECKUX pPEareHTOB HEKOTOpble M3 HUX pPa3pyllaloTcs
¢ obpazoBaHueM ¢opM, He 00JafaloIIMX MOMIOIEHUEM
B Y®-BummMoit obmactu. [lpm 3ToM 0OOIIMIA BUI CIEK-
Tpa He M3MEHSETCs, YMEHBIIAETCS OITHYecKas IIIOT-
HOCTh pacTBOpa BO BCEM [Maria3oHe UIMH BOJIH, YBe-
JquuuBaeTcs norjouleHue mpu A<300 HM OPOAYKTOB
NEeCTPYKUMMU C MajJbIMU MOJIEKYJSIPHBIMM MaccaMu

(ITAP, n-nurpozomuastunanunvd, HPC), (puc. 1, kpu-
Bble [/—3). MoneKkyabl ApYyrux peareHTOB IepecTpauBa-
I0TC ¢ 00pa3oBaHMEM HWHBIX OKpallleHHBbIX (GopM (Kpu-
craJuimueckuii uonetoBbiid, apceHazo III (puc. 1, xpu-
Bble 4—0).

Apcenazo III mpu 200°C, mo-BuUaMMOMY, pa3pyllaeT-
¢ ¢ oOpa3oBaHMEM HECKOJbKMX IPOAYKTOB, ObJIagaro-
IIUX COOCTBEHHBIM IOIJIOIIEHUEM: BMECTE C YMEHbllIe-
HUEM OITUYECKOW TUIOTHOCTU Ha XapaKTepUCTUUYECKUX
nns Hero mmmHax BoiaH (310, 350, 540 HM) Bo3pacraer
TTOTJIOIICHNE BO BCEM OCTanbHOM Y®D-BUIMMOI 00IacTH
crnekTpa. Bce ucciemyembie peareHTbl YCTOWYMBBHI B
OOBIYHBIX YCJOBMSX, MX AECTPYKLMS TPU TMOBBIIIEHHBIX
JIaBJICHUSIX paHee He u3yyajach, MO3TOMY pacingppo-
BaThb CHEKTPbl KPUCTAJUIMUYECKOTo (PUOJIETOBOTO U apce-
Ha3o III mocne obGayyeHMs He MPENCTaBISIETCS BO3MOX-
HbIM. JlaHHBIE 00 YCTOMYMBOCTM OPraHUYECKMX pearcH-
TOB IIpUBEAEHBI B Tada. 1.

Ha ycroiiunBocTh peareHTOB B MB-mone Bmusier He
TOJILKO TemIieparypa OOJydyeHUsl, HO M €ro TMpOJOIKU-
TeJIbHOCTh. B wactHoctn, koHueHtpauuss HPC (B mpo-
LIEHTaX OT MCXOAHOH) B 3aBMCHUMOCTM OT YCJIOBUI 00-
JIyJEeHUsI MPUBENEHA HUXKE (Cpe yexoman — 10° M, pH

4,5; Aee = 370 HM):
90°C, 160°C, 160°C, 160°C, 200°C, 200°C,
20 MuH 5 MHMH 10 mun 20 MuH 5 MUH 10 mun
93 ‘84 ‘77 ‘65 ‘65 ‘19
el.10-3

o7 |

0.5

700
A, HM

300 400 500 600

Puc. 1. Cnextpbl MOTJOIIEHUS] PAaCTBOPOB OPraHUYECKMX
peareHTOB: KpuUcCTaimyeckuit ¢uonetoBbii (1—3) (¢ =
5.10° M): I — cpasy mociie nmpurotosieHust; 2 — mociae MB-
oonyuenust (110°C, 20 muH); 3 — nocie MB-obGnyuyeHust
(160°C, 20 mun); TTAP (4—6) (c=1-10"*M): 4— cpa3zy noce
MNpUroToBiieHus; 5 — mocie MB-o6ayuenus (110°C,
20 muH); 6 — nocine MB-o6aydyenus (200°C, 7 MuH)



BECTH.MOCK. YH-TA. CEP. 2. XIMHA1. 2006. T. 47. Ne 4

259

Taonuma 1

3aBHCHMOCTb YCTOIYHBOCTH OPraHHYECKHX PEareHToB OT YCJIOBHil UX 00ydenus B MB-noae

Pearent Hcxonubie Konnenrpanus pH 98°C, 110°C, 150°C, 200°C,
ONTHYECKUE pearenta, M 20 Mun | 20 MmuH | 20 MuH 10 Mun
XapaKTEePUCTHKH,
8()\‘MHKC)
HPC (BoaHbIit pacTBOp) 3,0x10%(370) 1,0x10° 4,5 + + + -
KcuiieHooBBII OpaHxeBbIii (B 3,0<10°(435) 1.4x10° 40 n n n u
JTaHOJIE)
TIAP (BomHBIi pacTBOP) 2,5x10%(415) 1,6x10* 53 |+ + - -
1,5x10%(310),
Apcenaso III (BogHbI pacTBOp) 8,4x10°(390), 5,0x107 3,2 + + + u
1,9x10*(540)
KpI/ICTaJEJ'II/I'{eCKI/II/I (uoseToBbIi 6,8x10*(585) 4,0x10° 40 N N u u
(BOIHBIN pacTBOp)
n-HutposzoansTriaHume 2,4x1 04(355), 4
+ + - -
(BOMHBIH pacTBOp) 1,8x10%(445) 1,0x10 4.0 =

Ilpumeuanue. “+” peareHT paspyluaeTcs MeHee yeM Ha 5%; “x” peareHT paspyiuaercsi Ha 5—70%;

“—” peareHT paspyluaeTcs 6oJjee

yeMm Ha 70%; “u” — o0Opa3syloTcsi POAYKTHI, 00Jafaone COOCTBEHHBIM MorjoieHneM B Y®-BUAUMON 001acTH.

[IpoBeneHHoOe WMccaemOBaHUE YCTOMYMBOCTH OPTaHU-
YeCKHUX pPEeareHTOB ITO3BOJMJIO BBHIOpATh ONTHUMAJIBHBIC
YCJOBUST JISI TIOJNYYEHUsI KOMIUIEKCOB PEareHTOB C pYy-
TeHueM. Ha Haur B3msim, HEYCTOMYMBOCTb OPraHUYECKO-
TO peareHTa IpW OMNpeAeJeHHOI TemIepaType, He O3Ha-
YaeT, YTO MAHHBIA peareHT HeJb3s WCIIOJIb30BaTh IS
KOMILJIEKCOOOPa30BaHMsI C OIpeneiIieMbIM 3JIEMEHTOM B
aTuX ycaoBusx. CKOpPOCTh KOMILIEKCOOOpa30BaHUS MO-
JKET 0Kas3aThbCs BbIlIE, YeM CKOPOCTb pa3pylleHus pea-
TeHTa, ceayeT JUIb YMEHBIIUTb BpeMsl OOJydeHUs.

Wcxonuslit pactop pyrenusi(IV) B 6 M HCI (cy, =
2,0x10* MKr/MJI) LISl MCCIEIOBAHUS €0 KOMILIEKCO00-
pa3oBaHUsI ¢ OPraHWMYECKMMU peareHTaMd TOTOBWJIA IO
TOYHON HaBecKe W-0Kco-0uc-{neHraxjmopopyreHara(IV)}
kamua (K,[Ru,OCl, ]) — Haubojiee MHEPTHOrO COEIU-
HEHMSI B COJISTHOKMCJIbIX PAcCTBOPaX, OCHOBHBIX B ITUKJIC
TEXHOJIOTUYECKON TepepaboTKy pYTEHUS.

MB-00;1yyeHre pacTBOPOB ITPOBOIMUIM B TaKUX YCIJIO-
BUSX, KOTIa peareHT JIMOO He paspyliaeTcs, Jubo pas-
pyiraerca He3HauuTenapHO (<30%). B cBsI3u ¢ MHTEHCH-
uxkanueit paspylleHUs] peareHTOB IO CPaBHEHUIO C
KOMILIEKCOOOpa3oBaHMEM Mbl OTKAa3ajJucCh OT PabOThI
npu MakcumanbHoit Temmeparype (200°C). B BwIOpaH-
HbIX ycaoBusix MB-oGmydyenust (160°C, 8 MuH) TpoBo-
MW TeCT-3KCIIEPUMEHTHI: B PacTBOPHI BCEX MCCIIEHO-
BaHHBIX PEAreHTOB MO0ABISIM PYyTeHUI (DUKCHUPOBAHHOM
KOHUeHTpauuu (cg, = 3,0 MKr/mi), ycraHaBIMBaIu

8§ BMY, xumusa, Ne 4

pH npu nomomu Oydepa u noasepraiu MB-oGiyue-
Huto. KputepreM TMOJIOXUTEbHOTO pe3yJjibTara CUMTaIn
MOSIBJICHUE B CIEKTPEe HOBOIO XapaKTepUCTHUYECKOIO
MakCHMyMa MOIJIOLICHMSI, OTCYTCTBYIOILIETO TpU OO0IyYe-
HUM peareHTa 0e3 pyTeHUs.

CoctaB pactBopa (KOHIIEHTpalMs METajlyla, pearcHTa,
pH) nns mpoBeneHMsI TECTOBOTO 3KCIEPMMEHTA BbIOMpa-
JIM JJI KaxJaoro oTaejbHoro ciydas. Eciu peareHT
HUCMOJb30BaIM paHee IJsI OMNpelaesieHUs] PYTeHUs B
OOBIYHBIX YCJIOBMSIX, TO IJIsI BbIOOpa cocTaBa pacTBOpa
DPYKOBOJACTBOBAJIMCH JAHHBIMU JIMTepaTyphl. B ocTaib-
HBIX CITydassX BBEIOMpaaM KOHIICHTPAILMIO PYTCHMS Ta-
KUM 0o0pa3oM, YTOObI MPU OXMIAEMOM MOJIIPHOM KO-
a(ppunmeHTe MOTJOIIEHUS II0JIydaeMOoTo KOMILJIeKca
g = 5x10°—5x10* MBI Mo GBI ero crieKTpohoTOMET-
pudecku 3adukcuponaTh. Mcrnonb3oBaiv M30BITOK pea-
reHta (O0ObIYHO 5—25-KpaTHbIi), MpU Mmomolu Oydepa
¢ukcuposanu pH B uHTtepBane 4—6.

Kak mokazanu ucciaenoBaHMs, M KOMILIEKCOOOpa3oBa-
HUE, U pa3pylleHWe PEeareHTOB YCKOPSIOTCS C yBeauye-
HMEM TeMIlepaTypbl U TMPOAOIKUTEIbHOCTY MB-00myye-
HUSI, HO YCKODPSIIOTCSI TMO-pa3HOMY, B 3aBUCHMOCTU OT
HCCENOBAaHHOM CHUCTEMBI: B LI€JIOM, MPOLIECC NECTPYyK-
uuu OoJjiee 3aBUCUM OT TEMIIEpaTyphbl.

Mg panbHeiiero u3yyeHus: BbIOpaJIM T€ CUCTEMBI,
B CHEKTpax KOTOPHIX B TECT-3KCIIEPUMEHTAX ITOSBISUIACH
HOBasl MoJjioca TOIJIOIIEHUST (1n-HUTPO3OAUSTUIAHWINH,
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80.1075

A, HM

Puc. 2. Cnekrphl norioiieHust KoMiiekcoB pyreHusa(IV) c
OopraHM4yecKumu peareHTamu: I, 2 — HUTpo30-P-conp (30-
KpaTHBIM M30BITOK peareHTa): I — cpasy Iocje TPUTOTOB-
nenus; 2 — nmociae MB-o6ayuenus (150°C, 15 mun); 3, 4 —
n-HUTPO3OAMITWIAHWIMH (20-KpaTHBI M30LITOK peareH-
Ta): 3 — cpasdy mocjie nNpurorosieHust; 4 — mocie MB-06ay-
yenus (98°C, 10 mun); 5, 6 — ¢ I[TAP (5-KkpaTHBbIIf U30BITOK
peareHTa): 5 — cpasdy TOCJIe TIPUTOTOBJICHUS, 6 — TIOCI]E
MB-o06syyenus (160°C, 8 muH)(cg, = 3 Mxr/mi, pH 4,5)

HPC, ITIAP) (puc. 2). Bo Bcex ciaydassx MaKCHUMYyMBI
MOTJIOIIEHUSI KOMILJIEKCOB PYTEHMS JiexxaT B 00JacTu
OOJIBLIMX JUIMH BOJIH O CPaBHEHMIO C IOIJIOILLEHUEM
HMCXOMHOIO OPraHMYecKOro peareHTa, MpUYEM peareHTh
B 3TOM 00JacTU NMpPaKTUMUYECKU He morjolaioT. B crek-
Tpe KPUCTALIMYECKOTO (bHUOJETOBOTO TaKXKe HaOIodain
MOSIBJIEHME TOJOChl TOTJoleHUsT (A = 435 HM),

Makc

KOTOpasl, OIHAaKo, OOyCJOBJI€HAa He KOMILIEKCOOOpa3oBa-
HHUEM, a NEeCTPYKIHMEeH peareHTa B 3TUX YCIOBUAX
(160°C; puc. 1, kpuBas 6).

Ha 3axmouynTtenpsHOM 3Tare paboTHl BBHISICHIN BO3-
MOXHO JIM pa3paboTaTb METOAUKY KOJIMYECTBEHHOIO
onpeneneHust pyreHusi(IV) ¢ ucnons3oBanuem HPC,
ITAP u n-Hutpo3ogusTUIaHWIMHA. BbUtM BhIOpaHbI OI-
TAMaJbHBIE YCIOBHUS KOMITIEKCOOOPAa30BaHUS U STUX
cucteM (pH, cooTHoIIeHMe KOHIEHTpaWii pyTeHUl/pe-
areHT, ycioBuss MB-o0nyuenust) (ta6mn. 2). Ilokazana
BO3MOXHOCTh orpeaesneHust pyreHusi(IV) mo peakuusiM ¢
3TMMM peareHTaMu: MOCTPOEHbI TpalyHMpOBOYHBIE Ipa-
buxu — cuctembl yIOBIETBOPSIOT 3aKoHY byrepa—Jlam-
oepra—bepa B IIMPOKOM auaIa3oHe KOHLICHTPALIWA.
HurepecHo, yto mpu obbraHOM HarpeBanuu (98°C, 0e3
MB-06nyuyenus) KomruiekcooopazoBanue pyreHus(IV) c
HPC npotekaer MemieHHO (3 4) U KOHEUYHBIN BBIXO.
KOMITIeKca TIpu 3ToM He TipeBbiimaeT 80%. [Mpun MB-
o0yyeHun (98°C) Takoii e BbIXOI KOMIUIEKCA IOCTHU-
raercd 3a 40 MUHYT, 4YTO CBUIETEILCTBYET O HETEILIO-
BoM 3ddekre MB-Bo3aeiicTBHMS Ha NaHHYIO CUCTEMY.
Tem He MeHee ISl YBETMYEHWS BBIXOOA KOMIUIEKCA OIT-
TUMaabHO MB-TepMocTaTMpoBaHUE PacTBOPOB IIpu 00-
Jiee BbICOKMX Temrrepatypax (150—160°C), kotopble H0-
CTUXXMMBI B aBTOKJaBax. TakxKe OTMETHMM, 4YTO IJIs
KOMILIEKCOOOpa3oBaHUSl MOXHO MCITOJIb30BaTh U YCJO-
BHUs, TIPM KOTOPBHIX OPTaHWYECKUI peareHT He3HauM-
TEJIbHO Pa3pyllaeTcs, YTO PeaM30BaHO TIPH TTOMYUYEeHUN
koMmiuiekca pyrenust ¢ ITAP: ucnonszoBanue MB-mu3my-
YeHUs1 B KauyeCTBe WHTEHCU(DULIMPYIOIIEr0 WHCTPYMEHTA
MO3BOJIMJIO HE TOJIbKO YMEHBIUUTH BPEMSI KOMILIEKCO-
00pa3oBaHUs B AECSATKM pa3, HO M TOBBICUTH BBIXO[
KOMIIJIEKCa TI0 CPaBHEHMIO C HarpeBaHWEM pPacTBOPOB
Ha Kursie BopsiHoi Oane [10].

Tadoauma 2

YcioBus Komniekcoodpasosanus pyrenusi(IV) us pacrsopa K,[Ru,OCl,,] ¢ oprannuecknmun
pearentamu B MB-nose

OnTuUManbHbIe YCIOBUS HPC n-HutposzoausTunanuinmix IIAP
Huanazon pH 4,0-5,0 4,0-4,5 4,5-6,0
CRu:Cpearenta 1:30 1:20 1:5

Ycnosus MB-o6myyenus 150°C, 15 mun 98°C, 10 mun 160°C, 8 Mmun*

Jlnana3oH onpenenseMblx

koHueHTpauuii Ru(IV), Mxr/mn 0,5-5,0

0,6-38,0

0,4-4,0

€ca Mytaxes HM) 2,8x10% (625)

3,6x10%(615)

1,6x10* (560)

* B BbIOpaHHBIX YCJIOBUSIX peareHT paspyluaetrcs Ha 25%.




BECTH.MOCK. YH-TA. CEP. 2. XIMHA1. 2006. T. 47. Ne 4

261

Hrak, npemiaraemblii MOAXON K MCCIAEIOBAHMIO KOM-
IieKcooOpa3oBaHusl B yciioBusix MB-o0nyueHus u pas-
paboTKe METOOUK CIIEKTPO(OTOMETPUYECKOIO OIpeaesie-
HUSI METAJUIOB 00/JICEH 8KANUAMb CAeOVIOujUe SManbi.

1. M3yyeHue yCTOMUYMBOCTU BBIOPAHHOIO peareHTa
npy BapbUpOBaHUM YciIoBUil MB-o00ayuyeHus1 (aauTenb-
HOCTb, Temmeparypa npu MB-tepmocratupoBaHuM). 2.
Boi6op ycioBuit MB-o06iyyeHus, Ipu KOTOPBIX MPUEM-
JIeMO JajibHelilliee UCCIeI0BaHUE KOMILIEKCOOOpa30BaHUsI.

IIpoBeneHne TecT-3KCIEPUMEHTA: KOMILIEKCOOOpa3oBa-
HUE TpU BLIOPAHHBIX (PUKCUPOBAHHBIX KOHIIEHTPALIUSIX
MeTajula, peareHTa, pH B onTMManbHBIX ycioBHsIX MB-
o0yyeHUs1 (coryacHO TepBoMy aTarry). Ilepexonm K cre-
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APPROACH TO ELABORATION OF ELEMENTS
SPECTROPHOTOMETRIC DETERMINATION USING

MICROWAVE RADIATION

S.Yu. Lanskaia, A.V. Bashilov
(Division of Analytical Chemistry)

Approach to determination of elements by spectrophotometric procedure using
microwave irradiation is suggested by the example of ruthenium determination with
organic reagents. Stability of some organic analytical reagents with own absorption in
ultraviolet-visible region of spectrum is studied under microwave irradiation of their
water solutions. Optimal conditions of ruthenium complexation with these reagents are

chosen.
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