HEOPITATHWYECKUWE MANTEPWA N bl
TOM IX 1973 Ne 1

YK 546.33'185:543.544
B. B. MEUKOBCKWN, M. N. KY3bMEHKOB, I'. X. HEPYEC

PPAKUNOHNMPOBAHWME TMOJIM®OCPATOB HATPUA
METOAOOM IMNEJIb-XPOMATOIMPA®NU

CreknoBugHble nonudochatbl HATPUS, BbIMYCKaeMble B HaCTOsILLEE BpPeMSs
MPOMbILL/IEHHOCTbIO MOJ Ha3BaHMeM «rekcameTadocaT HaTPUsS», LLNPOKO Npu-
MEHSIIOT B Pas3/INYHbIX 0Tpacnsx TeXHUKU. OfHaKo aHa/M3 aHUOHHOro cocTaBa
yKasaHHOro npoAykKta nokasas, YTo OH MnpeacTaB/isieT cO60M CMeCb SIMHEMHbIX
nonndocdatoB ¢ pasNMYHON AINMHOK Uenn. JTOrMYHO NPeanosioXKnUTb, YTO CBON-
CTBa CTEK/MOBUAHbLIX NOANGOCHATOB C MPEUMYLLLECTBEHHbLIM COAEpXKaHMeM ornpe-
[OENeHHon hpakuum 6yayT MHbIMK, YeM Yy rekcameTadocpata HaTpus. Mpuyem
HE MCKJTYEHO, YTO TEXHMYECKME CBOMCTBA MOA0OHbLIX hpakuuii nonugoctaros
Na 6yayT 605€ee BbICOKMMW MO CPaBHEHWUIO CO CBOWMCTBAMM BbIMYyCKAeMOro mpo-
OyKTa.

Mo3ToMy BO3HMKaET BOMPOC O pa3paboTke CMocO60B MOYyYeHMS U aHam3a
nonudocgatos Na ¢ onpegeneHHol cTeneHb0 noMMepmsaumm (n). 3Ty 3agady
crnefyeT pewatb NM60 HEMOCPEACTBEHHbLIM CMHTE3pM nonmdocdaToB ¢ Tpebye-
MbIM 3Ha4eHueM n, NM60 PpakuMoHMPOBaHMUEM cMecu nonudocdaTos, B cocTaB
KOTOPOW BXOAAT aHMOMbl CO 3HAUYEHMEM N, fieXaluM B LUMPOKOM AManasoHe.
B HacTosiLel paboTe McCreAyroTcs HEKOTOpble BOMPOChl (PPaKLVOHUPOBAHUS.

CyLliecTBylolLMe MeToAblaHa/M3a aHMOHHOMO cocTaBa cMecu nonamdochaToB
(XpomaTtorpagmsa Ha bymare, aHWOHOOOMeHHasi XpomaTtorpadus) Mo3BoNSAKT
nuccnefoBaTb MOMUMEPbl C [A/IMHOM Lenu, He npeBbilawouwlern 10—14 atomoB
thochopa.

enb-xpomaTorpagms —meTos (hpakLVMOHUPOBAHMS MO MOJIEKY/IIPHbIM Be-
caM —oOKa3sasiacb NPUroAHoONM ANnsi pasfeneHunsi U N3yYeHUst HU3KOMOIEKYISPHbIX
thocchaTor [1, 2]. PasgeneHve AAMHHOLIENOYeYHbIX nonndgocdaToB paCemarpiir
BaeTcsa B paboTe [3], B KOTOPOM onucaHa renb-xpoMatorpagumsa cocdaTtos ¢ 4v-
Hol yenn 10—40 atomoB P Ha cedhagekce G-100.

JaHHasi paboTa MocBsiLLEHA N3YUYEHUIO Fefib-Xpomartorpaguu nosmdochaTos
CpaBHUTE/IbHO BbICOKOI0 MOJIEKY/ISIPHOI0 Beca Kak BO3MOXHOro MeToAa aHa/m3a
MX MOJIEKY/IIPHOBECOBOr0 cocTaBa. Kpome Toro, mpefcrtaBfisieT MHTepec fasib-
Helilliee vcceloBaHME 3aKOHOMEPHOCTel mpoLecca resb-xpomatorpagum Heop-
raHnyecknx ocaTHbIX NOMMMEPOB U CPaBHEHME X C HEKOTOPbIMU 3aKOHOMEp-
HOCTAIMUM, Hab/l0AaeMbIMU B C/lyyae refib-xpoMaTorpagmm opraHmMYeckmx BbICO-
KOMOJ1EKY/ISIPHBIX COeANHEHWIA.

METOOVKA 3KCIrEPUMEHTA

Ob6bekTamumucciefoBaHUsS CAY>XKUI0 pacTBOPMMOe B Boge HaTpuiichocdaTHoe
CTEK/I0 C MOJIbHbIM OTHoweHnem R = (Na2d + H2)) / P25= 1,05, cocTosiliee
B OCHOBHOM M3 JSIMHEVHbIX NonngocaToB co cpefHen CTeneHbIo NonrMMepmnsannm
n= 36 n cogep>xawee ~5 Bec.% Ko/bLeBbIX hocaToB B nepecyete Ha P25
(onpegeneHo KoNMYECTBEHHOM XpomaTorpadmein Ha bymare no metoguke [4]).
O6uee cogepxaHue P205 coctaBnseT 69,2 Bec.%. CTeK/10 MOSy4eHO TepMuye-
CKOW fdervgpataumeii cMecn NepeKpUCcTaul/IN30BaHHbIX U BbICYLLIEHHbIX O4HO- U
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OBYX3aMoLleHHbIX dhocpatoB Na (MonbHas gons NaHZ204—0,96) npn 900°C
A TedeHume 4 4 1 nocneayoLLein 3akankom obpasya [5].

Monb-xpoMatorpaguio NpoBOAU/IN Ha BEHrepcKoM MoscenekTe tuna G-25,
MeJIKO3epPHUCTOM, ¢ guameTpoM 3epeH 50—100 MK. BbicoTa KO/OHKM 80 cMm,
anaveTtp 13 cM. DMEHT —AUCTUANMPOBaHHAA BOJa, CKOPOCTb 3/110MPOBaHUSA
20 mn/u. HaBecka obpasua coctaBnsnia 0,5 r B8 5 mi Bogbl. Ppakymm 06beMom
I 3 mn oTbupasin B 3aBUCMMOCTU OT KOHLEHTpauuMu BellecTBa B AaHHOWA
hpakymn.

[Ana onpefeneHnsa cTeneHu nonvMmepusauum nonmdocdaToB B MOSYyYEHHbIX
(hpakumax npoBoauan MX MOTEHUMOMETPUYECKOE TUTPOBaHME MpPU MOMOLLMU
pH-meTpa Tvna pH-262 no metoguke [5, 6]. TutpoBaHme nposognnm ~0,01 H.
pacteBopom NaOH, He cogepxkawmm KapboHaTa, [0 W Mocse ruaponusa Bblae-
JNIeHHbIX (hpaKyuii.

CpefHIol0 CTerneHb NoaMMepU3aLmnm paccumTbiBasin no qopmyne [7]

n = 2PdY PK

roe Pk—konunyecTBo KOHUEBLIX rpynn (MK-3KB) —onpegenseTrcd no 06bemy
pactBopa NaOH, nowegwemy Ha HelTpanu3aumio cr1aboKUCbIX MOHOB BOAO-
pofja nocne nogkucneHus pacteopa Ao pH « 4; POI4-konnyecTBo cUMbHOKMC-
NbIX NOHOB BOAOPOAA, WK 06Llee KonmyecTBo pochopa (Mr-sakB); onpegensieT-
€A aHaslorMyHo PH nocne npoBefieHUst TMAposmM3a OTTUTPOBAHHOIO pacTBopa
KNMNSAYEHVEM C KOHLEHTpMpoBaHHOM HGL.

3HayeHne P@AELonpeaensny XMumMmyeckKMM aHasini3om gpakuuin Ha PZ05nocne
rmgponusa [8].

PE3YJ/IbTATbl SKCINEPVMEHTA

3aBucuMocTb Konmudectea P05 (P(AL) Bo hpakumsix OoT ob6bema BbIXoAa
MOYXHO MpeACTaBuMTb B BUAE KPMBOM 3MHOMPOBaHUA AaHHOro obpasua (puc. 1).
Bcero B antate HaigeHo 94,5% P2Z03 0T MCXO4HOro Konm4yecTsa, YTO YKasbl-
BaeT Ha y[l0B/IETBOPUTENIbHOE MPOBEAEHME 3/THOMPOBAHUSA.

3HauveHMsa n nonundoctaToB BO pakunsax npeactaBsieHbl B Tabnuue.

Mpy NOBTOPHOM MPOMYCKaHWW BellecTBa Yepe3 KOSIOHKY 3/I0eHTHble 06be-
Mbl (Fe) dpakumii, cogepxkalinx nonucocgatbl ¢ onpenesieHHbIM MOAEKYNApP-
HbIM BECOM, XOpPOLLUO BOCMPOU3BOAATCA. JTO AaeT BO3MOXKHOCTb OnmucaTth noeeje-

Pe3ynbTaTbl (hpakupyioHMpOoBaHNSA HaTPUINGIOCGIaTHOro CTeka

Jb dpak- ~poo6LLy _ pK
I?'.JVF‘)V‘ VAl wn Mr[-);l(('B Mpr<-)36liJ;’ TMemmmmmn Pk lgn x-ap7 nx X
1* 31 0,066
2 34 0,0080 0,356 89,0 1,95 0,034 3,03 0,983
3 37 0,0136 0,557 81,9 1,91 0,058 4,75 0,937
4 40 0,0201 0,666 66,3 1,82 0,086 5,70 0,865
5 43 0,0200 0,465 46,5 1,67. 0,085 3,95 0,780
6 45 0,Q297 0,545 36,7 1,56 0,127 4,66 0,674
7 47 0,0191 0,286 30,2 1,48 0,082 2,48 0,569
8 48 0,0220 0,290 26.4 1,42 0,094 2,48 0,483
9 49 0,0239 0,300 25,1 1,40 0,102 2,56 0,383
10 50 0,0232 0,241 20,8 1,32 0,099 2,06 0,283
1 51 0,0216 0,198 18,3 1,26 0,092 1,68 0,187
12 52 0,0126 0,0993 15,8 1,20 0,054 0,85 0,114
13 53 0,0204 0,187 14 1,15 0,087 1,22 0,044
14 55 - 0,195 - - - - -
15 58 - 0,090 - - - — —
16* 61 —u 0,040 - - - — -
Bcero 0,2342 4.581 1,000 35,4

* KonuyecTBo o6pasua HefocTaTouHo [AJ1s1 aHamsa.
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Ve, mn

PoAL> Mr-akB/ivn
Puc. 1. Kpusas aniovpoBaHUsi Hart- ch- 2. 3aBMCUMOCTb  3/IHOBHTHOIO
PUROCHATHOrO CTeKNa Ha MoIce- obbema OT CTerneHV MonmMvepm3aLn
nekte G-25

Puc. 3. KpuBble TUTpoBaHuA Ppak- Puc. 4. KpuBble 4MCMOBOro pacnpeneneHvs

uvm 10 1— uHTerpanbHas, 2 — avddepeHUvanbHas; Kpe-
1— go rugponusa, 2— nocne ruaponmnsa CTUKOM 0O0O03HayeHbl TOYKW, BblGpaHHblE ANA rpa-

hmyeckoro aunddepeHuMpoBaHS

HVe BellecTBa Ha KOJIOHKE C refieM npu romowM napamMeTpoB, CBSA3aHHbIX
¢ 06beMOM BbIXofa. B nutepatype NpuBOAUTCA PSS YPaBHEHWUNA, BblpadKatoLmx
3aBMCMMOCTbL 06bEMA BbIXofa 0T MOsieKynsipHoro Beca [9]. Mpw wvccrnegoBaHUm
renb-xpomaTorpagum obpasua gochaTtHOro Hoammepa o06HapPY>KeHO, YTO CBA3b
MEXAY 3/II0EHTHbIM 06BEMOM U CTEMEHbK MOMMMepPM3aLM MOXXHO MpeAcTaBUTb
B BUAe NMHelHol 3aBucnmoctn Ve = K lgn (puc. 2).

Ha puc. 3 npuBeaeHbl KpuBble TUTpoBaHUA dpakumm 10. AHa/0rM4yHoro
BMAA KpMBble Nony4deHbl gs ppakuymin 2—13. KpuBble TUTpoBaHMA pakunii 14,
15 nMerT 0AVH CKa4oK, UTO yKasblBaeT Ha MpUCYTCTBME B MUX B OCHOBHOM
KonbueBbIX hocthaToB. ITO 6bISIO NMOATBEPXKAEHO ABYMEPHON XpomaTorpaduen
Ha bymare. ®pakumsa 13 cofep>XXUT CMeCb JIMHEMHbIX U KOJbLEBbIX hocthaTos,
Mo3ToMy 3HayeHWe n, paccyMTaHHOe OnMMcaHHbIM Croco6oM, 3aBbllleHo. [encT-
BUTENIbHOE 3HAYEHWE N NIMHENHbIX ()ochaToB AaHHOW (hpaKLuumM MOXXHO onpege-
NNTb NMB0 KOMYECTBEHHOW XpomaTtorpadmein Ha bymare, M60 aKcTpanonsuuei
npsamoi Ve = klgn K atoi pakuymn. (B Tabnunue npeactaBfieHO 3HadeHMe n
thpakymn 13, HangeHHoe BTOPbIM CNOCO60M.)

KonunuecTBo KoMbLEBLIX hochaToB B 3/110aTe COOTBETCTBYET KO/IMUYECTBY UX
B UCXO4HOM 06GpasLie.

MpviBeAeHHble pe3ybTaTbl MOKa3bIBalOT, YTO UCC/efyeMbIii 06paseL, HaTpuii-
thocthaTHOro cTekna HeOAHOPOAHLIV M UTO B MpoLecce refib-XxpomaTtorpagumn npo-
NCXOANT €ro (PPakLUOHUPOBAHWE MO MOMEKY/ISIPHLIM BecaM B COOTBETCTBUM
C reflb-XpomMaTorpaMyeckum NpUHLMUMOM pasaeneHuns.
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Kputeprem NpaBU/IbHOCTU Pe3ynbTaToB MPoBeAeHHOro pakuMoHUPOBaHUs

MOXXeT C/Y>KUTb TOT (haKT, 4YTo CyMMma Mpov3BeAeHUlA CTeneHn Monnmepusaumun
nonundgocgaToB AaHHOK hpaKLMM Ha ee MOJbHYIO [0/110 paBHa cpefHel cTeneHu

nosiMmmepmsauyum obpasua, 1. e. N — 2r X (Tabnuuya).

MonyyeHHble pakumm, No-BUAMMOMY, HEOLHOPOAHbLI OTHOCUTESIbHO pachpe-

JeneHns no MoneKynspHbIM Becam. [epekpbiBaHWe pacnpefeneHnini Bo pak-
LMAX NPaKTUYECKN Hen3beXXHO Mnpu /l060M 3KCcnepuMeHTasIbHOM MeTode (hpak-
LMOHMPOBaHUA. PacyeT uHTerpanbHoOro pacnpegesneHns no metogy LUynbua
[10] B KaKoOIA-TO cTerneHM MO3BO/SET yUeCTb NepeKpbiBaHWE (hpaKLnii.

[N MoCTpoeHUst UHTerpasibHoOM KPUBOK UMC/IOBOTO pacnpefenieHus Bblunc-

NN KYMYNATUBHYKO MOMbHYHO Aonto i-i pakymmn (Xi) no dopmyne

i=1
Mpathmueckum anddepeHuMpoBaHMEM UHTErpasibHOM KPUBOIA NosyyeHa and-

hepeHUmManibHas KprBasi UMC/I0BOM0 pacnpedesieHunsi, BbipakatoLiast 3aBUCUMOCTb
dX/ dn ot n.

JaHHble Ans NocTpoeHUst KpUBLIX pacnpeaeneHust NpeacTaBfieHbl B Tabnmue.
WHTerpasnbHas u guddepeHunanbHasl KpyBble, M306paXKeHHble Ha puc. 4,

0Tpa’kaloT YMCMOoBOE pacnpegenieHVe JSIMHeHbIX nonmdocaToB UCCefyeMoro
HaTpuiicocdaTHOro cTek1a Nno MosEKY/ISIPHLIM BecaM ¢ NMPUGSIVXKEHUSIMA, 40MY-
CKaeMbIM/ Bbl6paHHLIM-METOA0M pacyeTa.
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