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IIpencraBneHa MeTooMKa CHHTE3a YIJIGPOAHBIX HAHOCTPYKTYp B JIyrOBOM
BY-paspsime B motoke remust (3—41/min). ITokasaHo, 4YTO IUIa3MOXUMHYECKHM
CHHTE30M 00pa3oBaHust GYJLIEPEHOB U SHAOIPATBHEIX MeTauiodyuieperoB (OM®P)
MOJKHO YIpaBJIATb, U3MEHSSA aBJIeHNe Tesiis B kKamepe. Temmeparypa u 3J1eKTpoHHast
KOHLICHTpAIMS BHOJIb NEPICHIMKYJISpa K OCH paspsia 0 Mepe YNAJIeHHs OT OCU
K nepuepny yMEHBINAIOTCS U TeM ObicTpee, 4eM OoJibllle BEeJMYMHA AABJICHUS B
kamepe. Ha npumepe nonydennss OMP Gd@Cg,, HallIEeHO ONTHIMAJIBHOE NaBJICHHE
reus B kamepe — 98kPa, cooTBeTcTBylOLlee MaKCHUMajIbHOMY KOJIMYECTBY €ro
obpasoBaruss — 5wt %.

bBraromapsi cBouM yHUKaJbHBIM CBOWCTBaM (YJICPEHBI U SHIOIAPAITH-
Heie Metasiopysepersl (OM®P) He TOJBKO BOCTPEOOBaHbBI B 3JIEKTPOHHKE
U Me[MIMHE, HO 1 HeoOXOMMMBI 1JIS1 MOJTy4eHus (pyHIaMEeHTaJIbHBIX 3HAHUI
B 00J1acTH KBaHTOBOI1 MexaHuku [1]. OCHOBHAsi METONMKA WX CHHTE3a —
pacmbuleHre TPadUTOBBIX 3JICKTPONOB (B ciiydae moiydeHns OM®, co-
AepKaluxX JONMUPYIOIINNA METaJlI B OCCBOM OTBEPCTHH, WJIM C COJICBOI
HPOMHUTKON) B [yre MOCTOSIHHOIO TOKa, B aTMocdepe rejiusi OpH JaBjie-
Hur 10—26 kPa [2-4]. HemocTartok 3T0if METOMMKH — 3TO HEBO3MOXKHOCTD
yIpaBjieHHus IapaMeTpaMH CHHTe3a. Tak, CiuImKoM Oosiblive W Majibie
TOKA W [aBJICHWE, BHE YKa3aHHOI'O BBIIIC IHAIa30HA, OOBIYHO MPUBOISAT
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Gl

Electrode

Pwuc. 1. DiexTpuueckas IpUHIMINATIBHAS CXEMa YCTAHOBKH.

K CYyIIECTBEHHOMY CHIDKCHHUIO CONEp)KaHMS (YJUICPEHOB B YIJICPOTHOM
koumercare (YVK). Meromuka pacmbuicHHsT TPaUTOBBIX 3JICKTPONOB B
miasMe ayru BY-toka mosBonseT 3¢¢eKTUBHO Moy4yaTh (yJUIepeHbl B
GoJiee MMPOKKX AMANa30HaX 3HAYCHHMI MapaMeTpoB CuHTE3a [5].

B nannOiT paboTe MBI SKCIEPHMEHTAJIBHO MOKA3ajd, YTO ITyTEM H3Me-
HeHus1 mapameTpoB BY myroBoro paspsita MOXXHO YHPaBJIATH ITPOIECCOM
cuaTe3a OM®. IlpoBeneHHbIC M3MEPEHNUsT pacIpeieICHUsI TEMITEPaTypsl 1
3JIEKTPOHHOM KOHIIEHTPAIMH BJI0JIb EPICHANKYISAPA K OCH AYTH IIPH Pa3HBIX
JABJICHUSIX OHO3HAYHO IMOKa3ajH, YTO BO3MOXXHOCTb YIIPABJICHUS CUHTE-
30M OM® cBs3aHa ¢ BOBMOXXHOCTBIO I3MEHEHHS 3TOr0 PaclpeiesIeHus, TaK
e Kak M B cilydae cuHTe3a oObruHbIX (ysutepenos [5]. Hust OMP Gd@Cs:
OTIpE/IETICHBI ITapaMeTPhl, TPH KOTOPHIX ero copiepkanne B YK MakcuManbHO.

Paspsan ocymecTBisiics Mexay Ipa(UTOBBIMH 3JIEKTPOAAMH, B YCTa-
HOBKe, OIMCaHHO# paHee [6]. JIisi cuHTe3a OBUIM JWCIIOJIB30BAHBI Ipa-
(UTOBBIC AJICKTPONBl JUI 3MHCCHOHHOIO CIIeKTpajibHoro ananmmsa (TY
3497-001-51046676-2008 ) muamerpom 6 mm u mmmHoit 100 mm. B crepx-
HfIX TPOCBEPJIMBAJIMCH OTBEPCTUSI AMAMETPOM 3mm W JyIMHOH 85 mm u
3aIOJIHSJIICh CMECBIO I'PpaTOBOro MOPOIIKA M OKCUA METajljla B MacCOBOM
oTHomeHnu 1 : 1.

Ha puc. 1 npuBeneHa cxema nuTaHus Ayrosoro paspspa. Hamnpspkenue
¢ nByx cuH(}asHBIX BBIXOmMOB TreHepatopa Gl mnopmaBasioce Ha TEpBUY-
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Hylo 0OMOTKy TpaHchopmaropoB T/ m T2. Bropmusple OOMOTKHM 3THX
TpaHC(OPMATOPOB, BBHIIOJIHEHHBIE B BHUIE OOBEMHBIX BHUTKOB, BMECTE C
HOCJICIOBATEIIbHBIM KoJiebaTebHbM KoHTypoM (C1, RI, L1, C2) n nyroBeim
paspsgoM C rpadHUTOBBIMU 3JIEKTPONaMM BKJIIOYAJIMCh MOCJIEAOBATEIBHO.
HyroBoil pa3psim OCYIIECTBISUICA B T'€PMETHYHOH Kamepe, 3arojIHAEMOM
reJlieM TpH Pa3HBIX [aBJICHUAX C NOTOkoM 3—41/min. BY-tok B myre
MOJIIEPKUBAJICS TIOCTOSTHHBIM 32 CUET YNPABJICHUS] CKOPOCTBIO MOMIAuH 3JICK-
TpomoB. Perucrparnusa Toka ocymiecTBisagach TpaHchopMmaTtopoM Toka TAIL.
Korma Tok ymeHbIajica U CTAaHOBUJICS MEHBIIE, YEM 3aJaHHbIN, 3JIEKTPOEI
MOJIaBAJTMCH BIEepel M MPH AOCTIKECHUX 33/TaHHOTO 3HAYCHUSI OCTaHAaBJIMBA-
Jch. Yepes KBapIieBoe OKHO KaMephl PErUCTPUPOBAJICS ONTHYECKUI CIIEKTP,
1 OCyHIeCTBIIsIOCh (poTorpadupoBanue paspsaa.

B nmamazone pasnenumit remusa 30—360kPa, mpu HeM3MEHHBIX TOKe
ayru u qactote 240 A m 66kHz c yBenmmueHmem naBiieHMs HaOJIIOMAIOCh
YMEHBIIICHNE CBeTsmeiics oOmacth paspsma. MeTomoM OTHOCHTENIbHBIX
WHTEHCUBHOCTEN CHEKTPAJIbHBIX JIMHUN OIPENE/IsVIUCh XOPHAOBbIE 3HAYCHUS
TeMIepaTypbl U 3JIGKTPOHHONU KOHIIEHTpAIMU IJIasMbl U1 ABYX Pa3HBIX
KpallHUX OaBJICHUIl, TOCTIXUMBIX B JaHHOH ycTaHoBke, 98 u 363 kPa npu
Toke ayru 240 A u vacrore 66 kHz.

Hanee, B COOTBETCTBUHU C TeopeMoil AOess BBIYMUCIIAIINCH paguasIbHbIC
3HAYCHHMS 9THX BeJnurH (puc. 2). B cooTBeTCTBHM ¢ pUBEICHHBIMA Tpadu-
KaMH MOYKHO BHUJIETb, YTO C YBEJIMYCHHEM JIaBJICHUS BO3PAcTalOT TeMIepa-
Typa W 3JCKTPOHHAs KOHLIEHTpaNysl IPHUOCEBOI YacTHW AYrOBOTO KaHaja, a
YMEHBIICHNE 3HAYCHUH 3TUX IapaMeTpoB 110 Mepe YAAJICHNS OT OCH paspsiga
TIPOMCXOANT CYIIECTBEHHO OBICTpee. DKCTpAmoyMpysl 3TH PE3YJIbTaThl Ha
HapamMeTpbl, COOTBETCTBYIOLINE ONTHUMAJIbHON 00J1acT! COOpPKHU (PyJUIEPEHOB,
MOXHO CJI€JIaTh BBIBOJI, YTO TOJIIIMHA CJIOS C ONTHMaJIbHBIMU ITapaMeTpaMu
C yBeJIMYEHHEM JaBJicHusi yMeHbinaercs [7]. VI3BecTHO, 9TO 9TO MPHUBOIUT
K YMEHBIICHUIO 00mero copepxaHus (ysuiepeHoB B obpasyiomemcs YK
W K YBEJIMYCHUIO OTHOCHTEJIBHOTO CONCP)KaHMS BBICIIMX (PY/UIEPEHOB B
BbIIesIeHHO# (ysuieperosoit cmecu (OC) [5).

Kak mokaszanm Hamm HMcCIeMOBaHUS IO BIIMSHUIO NaBJICHUS HA CHH-
Te3 DM®, npsiMoil KOMMYIECTBEHHOH 3aBUCUMOCTH He HabsomaeTcs. MoKHO
JIMIIb YTBEP)KAATh, YTO NpH AaBjeHMsX Beime 98 kPa xopomo obpasyror-
ci OM® c ogHUM aTOMOM MeTajl/la BHYTPH MOJIEKYJbl, a HIDKE — C
OByMs U Oosiee aromamu. OnpeesieHle KoJIrmyecTBa oopasoBaBmmxca OMP
B CHHTE3MpOBaHHON U BhieiieHHOH PC — mpolecc 4pe3BhYaiiHO TPYI0EeM-
kuit. TpeOyeTcs BblIeJIeHNEe MHAMBUAYAIbHON (pakiyy, conepxkameir IMP
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Puc. 2. PacnipenienieHue B 3aBICHMOCTH OT PACCTOSIHUS 10 OCH JIyTH, IIPH JaBJICHHM B
xamepe 98 u 353 kPa, Temmeparypsl (@) 1 9JICKTPOHHOI KOHIEHTparmy (b) riasMsl
Ay

TOJIBKO OJHOTO BHIA C IMOCJICAYIONIMM B3BCIIMBAHUEM M JIOKa3aTEJIbCTBOM
METOIOM MacC-CIEKTPOMETPHUH, 4TO (PpaKLys COOTBETCTBYET MMEHHO 3TO-
My OM®. OnHako B ciIy4ae, Koraa Macc-ClieKTpasIbHBI METO[ MoKa3aJl, YTo
BBEICHHBI METaJUl CyLIeCTBYeT Toibko B DM omgHoro Buma, a Apyrux
XAMHYECKHX COCIMHCHWIA, CONEPXAIIUX 3TOT METaUl, HEe CYIIECTBYET B

5% TMucbma B XKTD, 2016, Tom 42, Bbin. 9



68 IH. HYypunos, A.A. lNoros...

1141

2000 1140 Gd@Cyg,
5 1600 1143
s 1390 1140
£ 1200 1144
§ 800F 1138
2 400 1145
80000 - 0 s N
1136 1138 11401142 1144 1146 1148 1150

C6O Mass, m/z
720

= 60000 |-

<

=

1>

£ 40000 Cro ¢

= 8401 912

20000 - Crs Caa Gd@Ce,
9361008 1147
Vs
0 . . N O .

0 200 400 600 800 1000 1200 1400
Mass, m/z

Puc. 3. Pesymprarsl Macc-criekTpanbHoro aHamsa ®C, IONyYeHHOI ¢ BBEICHH-
eM Gd,Os npu nasiennn 98 kPa 1 BbIIeTICHHON MUPUIMHOM (IIOJIOXKUTEIIbHAS MOJIA).

(ynepeHoBoOi cMecH, TO, OIPENEIUB COIEPKAaHNE METalJIa, Mbl ONPENEINM
n copepkaaue 3Toro OM®. OC, mosydeHHbIE NMPH Pa3HBIX TaBJICHUAX
npu BBeneHnn Gd,0s, kxpome Gd, conmepxxammerocs B OM®, He comepxar
€ro HM B CBOOOOHOM COCTOSIHMM, HM B KaKWX JIPYTHMX €r0 COCOWHCHUSX.
OTO MNO3BOJIWJIO HaM OTHOCHUTENIBHO IIPOCTO HCCJICAOBaTh 3aBHCHMOCTb
obpaszoBanuss Gd@Cs, OT HaBJIeHUS B Kamepe.

VK, comepxammii ¢ymiepenst 1 OM®P ¢ ragoiauHueM, ObUT HOTyYeH
Hamu B 1wasMe BY myroBoro paspsima. Beimeslerme OM® w3 cuHTe-
supoBaHoro YK ocymectBisstocs cepoyrieponoM B ammapare Cokc-
Jeta. Macc-crieKTpasibHBIC MCCIICIOBaHUSI OBUTM MPOBECHBI Ha IpHOOpe
Bruker BIFLEXTM III B UHCcTUTYTE TBEpAOro Tela U MaTepHaJIOBEACHUS
M. Jleitbnmia ([pesnen, Iepmanwms). McciemoBanust HOKa3almy, 4YTO B
CHHTE3UPOBAaHHBIX NpU pasHbIX AaBjieHuss PC Gd mpucyTCTByeT TOJIBKO B
omsom Bune — Cd@Cs; (puc. 3).

Mucbma B XKTD, 2016, Tom 42, Bbin. 9
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3aBucumocts comepxanusi Gd@Cs, B ©C, BrmenenHoit u3 YK, nomydennoro mpu
Pa3sHOM JIaBJICHHH TeJInst

Coneprxanue
Hasnienue, kPa Cojigga}\:}; A)Gd Gd@Cs;
i B ®C, wt %
324 0.34 25
64.8 0.40 29
98 0.40 29
2255 042 3.1
353 093 5

Ob6pasnpl YK ¢ Gd, momydennsle npu masieHusix 353, 225, 98, 64.8
u 32.4kPa, nogseprajuch SKCTPAKLIMU. DKCTPAKTHl BHICYIINBAJIUCH, B3BEIIH-
BaJIUCh ¥ BHOBb PAaCTBOPSJIMCH B MCXOIHOM PacTBOPUTENE C IMOJTyYeHUEM
KoHIeHTparmn 1 mg/ml. PacTBopsl 00pasnoB HaHOCWINCH B OTBEPCTHUS
rpadUTOBBIX CTEPXKHEH U ATOMU3HPOBAJIMCH B TYTOBOM Pa3psific B yCTAHOBKE
IS SMHUCCHOHHOTO aHan3a [8]. TIpenBapuTebHO TaKUM e CIIOCOO0M ObUTH
IIPUTOTOBJICHB! STAJIOHBI, ITIE PAcTBOPHI C M3BECTHOH KoHmeHTparmeid Gd
TaKXe HAaHOCIUINCh B OTBepCTUsl TrpauToBBIX cTepkHEi. IlomydeHHbIe
3Ha4YeHNs ObLIM UCIIOJIb30BaHbI JIS IOCTPOCHHS KOHIIEHTPALIMOHHOM KPUBOIA
[IUIsT aHAJIN3a 110 METOY STaJOHHBIX 06pa3uoB [9]. [To MHTCHCUBHOCTH JIMHHUK
ragomanst (A = 335.86 nm) u KPUBO# KOHIIEHTPAIMHU OMPENEISUIOCh COmep-
JKaHWE TaIoJIMHUS B aHAIM3upyeMoit mpobe. Mcxonst u3 Macc-crekTpa, Ko-
TOPBIN MOKa3aJl, YTO raloJIMHAN HaxoguTcs ToJibko B coequuHennn Cd@Cs,,
MBI OHIpelessieM ero BecOBOE IMPOLEHTHOE COIEpXKaHhe B (yJuiepeHOBOM
akctpakTe. PesynpraTe! nccienoBanus 3asucumoctu cogepxkannst Gd@Csg, B
cMecH (yJIepeHoB, BeiaesieHHoH 13 YK, KOTopEli ObLT OTy4YeH MU pa3HbIX
HaBJICHUSAX, IPEACTaBJICHBl B TabsuIIe.

Takum o6pasomM, nporieccom obpasoBarnst IMP B nyrosom BU-paspsne
B MOTOKE T'eJIUSI MOXKHO YIPAaBJIsiTh, M3MCHsS IaBJICHHE Teius B Kamepe,
KOTOpOe MPHUBOIUT K M3MEHEHMIO CKOPOCTEH OXJIa)KIeHUH Ijia3Mbl. Teme-
patypa ¥ 3JICKTPOHHas! KOHIIEHTPALHsl BIOJIb IEPIICHANKYIISIPA K OCH paspsiaa
[0 Mepe yHaleHWs OT ocu K mepudepun ymesbmaiorcs. Ha mpumepe
noxydenns Gd@Cs, Moka3aHo, 4TO CYIIECTBYET ONTUMAJIbHOE IaBJICHUE —
98 kPa, cooTBeTCTBYIOIIIEE MAKCUMAJIbHOMY KOJIMYECTBY €ro 00pa3oBaHUA —
Swt%.
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