H3BECTHA
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KPACHOT'O 3HAMEHY ITOJMTEXHWYECKOT'0 MHCTATYTA MM.C.M.KHPOBA

Tom 257 1973

WCCIENOBAHME B OBJIACTH XVMMM ITPOM3BOIHHX KAPBA30JA

94. OnpeniesieHHe S3MNOKCHIHOT'O HYHCJA B S-IPONEHOKCHIAX
Kap6asoJioB

H.0. EepeomoB, H.M. PoBrmHa, B.II. Jomarmrckm#, P.B.Koraspoma

(IIpexncraBieHA nayqno-meronnqecxnn CEeMHHAPOM OpraHW-
geCKMX Kajpenp X

[Ipy m3yYeHMM CHHTe3a ® npeBpameHmfl. I,2-3NOKCH-3-Kap0asomi—
oponaHoB (9-IpONeHOKCHIOB Kap0as3oJoB) HAM NOHANOCRIACH METOIHEEA
ompeJieJIeHHs SMOKCHAHOT'O YHCJA B HA3BAHHHX COSIMHEHHAX, & TAKEE
B CMeCAX HX C IPYT'HME IPOH3BONHHME KapOasoJa. Hacroamee cooOmeHEe
ONMCHBAeT pa3paCOTKy TaKO# MEeTOIHMKH.

OCumpHasa JETeparypa [I-9] yoexnaeT B TOM, 494TO He CyumecTBYyeT
YHEBEpPCAIBHOT'O MeTOoXa, KOTOPHH OMMHAKOBO XOPOmNO HOIXOmma OH IJIA
aHaJ¥3a Da3JMYHHX SNOKCHIHHX COeIMHEeHWi#. JTO CBA3aHO C pas’Hool-
pasHO@l peaKIMOHHO! CHOCOCHOCTHD SMNOKCHJHOM I'PyIIH H BeChbMa CHIb-
HEM BJMAHEEM CTDOEHHA SIOKCHIHOTO COeJMHEHMA KAk Ha CKODOCTH, TAK
¥ Ha HampaBJieHHe peakipi, NPOMCXOAAIMX NpPE aHAJATHYECKHX Oponelny-
pax. HecmoTpa Ha 3TO, B KadecTBe HamdojJee DeKOMEHIYeMOTO CIocosa
9acTO yRa3HBaDT MeTOX, 3aKJNYanmEiCHd B IMPECOSIMHEHWH XJIOPHCTOT'O
BOJIOpPOJia K SMNOKCHIHOMY COEIVHEHHED C HNOCJEeNyNmEM THTDOBAHHEM H3CH-
TOYHOTO XJIODECTOI'O BOXOPOJA. YRasuBaeTca [3,9] , 9TO mpECOemmHE-
HUE XJIODECTOT'O BOZIOPOJA YacTO ABIAETCA He eNMHCTBEHHO# peaxmmeit,
P IOpoIecC MOXET COOPOBOXIATHCA THIPOJH3OM M H30MepH3aImell SNOKCHI-
HO#l I'pymmnH B aJbleTHiHyD. Kpome TOro, CTaCRIBHOCTH XJOPTEIPHEHA,
ofpa3ynmerocss B pe3yJbTaTe DEeaKM# SNOKCHIHOT'O COEIHHEHHA °C XJO-
DHCTHM BOIODOJOM, 9aCTO HENOCTATOYHA IJIA TOTO, YTOOH B €ro mpa-
CYTCTBEM TOYHO OTTHTDOBAThH KHECJOTY MEJOYsD, T.K. B 38BECEMOCTH
OT OPHPONH paJAKaja, CBASAHHOI'O C XJOPTHADEHHOX rpymmo#, B caado-
MEJOYHHX WA IaXe HeATPaJBHHX CpelaX XJOPIHIpPHH CIOCOGEH OGPaTHEMO
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IpeBpamaThCsa B SNOKCHI. Bce BHWECKa3aHHOE OCHYHO 3aHWKAET pPe3yJb—
TaT aHaygusa. [losy4eHMe NpaBWJIBHHX pPEe3yJAbTaTOB, CJEIOBATEJNBbHO, Tpe-
6yeT 3HAUMTENBHO! BSKCHEPHMMEHTAJNbHO! paGoTH A BHACHEHHWA HamdoJee
NOIXOIAMX YCJOBHA aHaim3a IJIA JAHHOTO SNOKCHIHOT'O COENMHEeHWs WM
TPYINH GJM3KAX OO CTPOEHWD COeINUHEHM.

[Ipm anamm3e 9-NMpONEHOKCHIA KapbasoJa IelCTBUEM COJIAHOH KHCJO-
TH.B OUPHIVHE C MOCJEeIyDIMM OmpeneJeHueM H3CHTKA COJISHON KHCJOTH
TUTPOBAHWEM OHJI MOJY4YeH YIOBJIETBODHTEIbHHA DEe3yJBTAT [I21.Honod-
Huil pesyabrar (19,02%) mosydeH m Hamm (M3 MECTH ONpeleieHuit), ®
3TO 3HAUEHME He OTJMYaeTCA CTATUCTUYECKH OT BHYNMCJEHHOT'O 3HAYEHMSA
(I19,28%). OmHako mIA CEepHWiHHX ¥ IOPOM3BOJCTBEHHHX aHAJIM30B TaKo#
CIIOCO0 MaJjIO NMPUT'ONeH H3-3a MCIOJb30BaHWA TOKCHYHOI'O M HEYIOOHOI'O
[I0BTOMYy B OCpameHH¥ NUpHAIWHA. PeKOMEHIyDT caMHe Da3HOOOpasHHE
pacTODUTEJHU: AlleTOH, MUITHJIOBHIA 3fWp M T.I. [I,2,4] . IIo cooGpaxe-
HUSM JOCTYIHOCTH H yIOOCTBa padoTH MH BHOpaJm aueToH. K ToMmy xe
IpUMEHEHHe alleTOHa B KayeCTBe pPAacCTBODUTEJNA DEKOMEHIOBAHO M A
HEKOTODHX TeXHWYECKAX ONpeleseHwmii SIOKCHIHHX Ymcex [6] .

3a OCHOBY paspaCOTKM METOJNMKM Hamy B3ATH JAHHHE, DPEKOMEHIO-
BaHHHE B padoTe [8] , C NpMMEHEHWEeM B KaueCTBe MHIWKaTopa IIA THUT-
poBaHuA (eHoJMPTANIENHA.

[lepBoHAUaJIBHHE ONHTH IPOBOIWIMCH IO cJeliybmeil mMeTomuke. B mBe
KoJ6H emrocTho I150-200 M1 moMemasu TOYHHE HaBECKHM 9-IIPOIEHOKCHIA
Kap6asoJsa, PACTBOPAJM B 75 MI aneToHa. [lapayulesIJbHO CTAaBHAAM XOJOCTOM
onut (Ge3 HaBecku). Bo Bce Tpm KouGH npmwmBasm 20,0 M1 coaaHOi
KMCJIOTH M3BECTHO! KOHIEHTpAllMA ¥ KUIIATWIX CMeCh C OOpaTHHM XOJO-—
IAJIBHEKOM 3aJlaHHoe Bpema. [locjie OXJaxleHWs IO KOMHATHO# TeMuepary-
PH COIEDXMMOE KOJIO OTTHUTPOBHBAJM DPaCTBOPOM E€IKOT'0O HaTpa B NPHECYTCT-
B (peHONPTasemHa. U3 pesyabTaToB IBYX TUTPOBaHUA NIPOCH C HaABECKOM
Opaji cpeliHee. OMNOKCHIHOE YHCJO ONpelesiayd IIo gopmyJe

5.9, =c {¥=Y2)-K.0,0043-100, "

. d
rue

Vi - o6Bem meﬂoqn; HCIIOJIb30BaHHO! Ha THTPO-
BaHMEe XOJOCTO# mpoOH, MI;

Vs - 00beM meJiouM, HCHOJb30BAHHO! HA THTDO-
BaHEe NPOOH C HaBeCKo#, Mi;

K - nmonmpaBoyHH# KOSPPAIMEHT K HOPMAJLHOCTH
0,I H pacTBOpa emKOr'0 HaTpa;
0,0043 - ymcy0 SHNOKCHIHHX TI'pynm B I'pammax, COOT-
BeTcTByRmee I M1 QI H pacTBopa eEKOTO HaTpa;

g - HaBeCKa, TI.
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Brjo mocTaBieHO TpH CEepHM OIHTOB, OTJIMIARUMXCHA CJIeIyirM:

nepBas cepmd - Jpoodasiysuiack 0,5 H coJissHad KucJoTa,
TUTpoBaHme Besock 0,5 H pacTBOpOM enKoro Harpa,

HaBecka - 0,200 r, Baps@poBasach IPOIOJEUTEJNBEHOCTH
KWIISTIEHNA

BTOpas cepud - podamianack 0,5 H coJsEAA KHACJOTA;
TaTpoBaHre Besoch O,1 H pacTBOpOM €OKOI'O HaTpa,

[IPOIOJIKUT EJBHOCTE KunAdeHws - 90 MUHYT, BapbHpoBajach
HaBeCKa;
TpeThsa cepusa - HaBecka 0,200 I, IPOINOJIKATEJNBHOCTDH KUILA-
yeHud 90 MMHYT, THTpOBaHMe ocymecTsiarochk 0,1 H pacTBO-
pOM eIKoro HaTpa, B cMmecCh modamisyiock 1,0 I' XJOopHCTOTO HaTpmsd,
BaphMpoOBaJiach HOPMAJBHOCTDH COJIAHON KHCJOTH.
PesyspTaTH ONHTOB mIpelcTaBieHH B Tadu. I.

Taoaxuwua I

ger gﬁgf‘: CTarmeTHdeCcKue XApaKTEeDECTUKYA DE3yIbTATOB

ONHTOH MHE = 2| E.-100

yoro- X n S Sx S X E.( a

30mme | I3,65 1 7 12,53 | I,59 | 0,60 | I,42 | 7,35

I |eowm 16,67| 7 {2,48 | 1,57 | 0,31 | 0,73 | 3,79

I20wmn 15,23 7 (0,44 | 0,67 | 0,25 | 0,62 | 3,22

o,I00r 15,92 | 7 4,63 | 2,14 | 0,82 | 1,99 | 10,32

¢ lo,200r 15,45 | 7 10,37 | 0,61 | 0,23 | 0,56 | 2,90

0,30r 16,I |7 |0,23 | 0,47 | 0,I8 | 0,44 = 2,28

0,51 17,58 | 6 (0,22 | 0,46 | 0,18 | 0,48 | 2,49

3 |2,08 (1746 |6 |0,18 | 0,42 | 0,14 | 0,3 | I,87

4,0 |I16,45 | 6 |2,08 | I,44| 0,58 | I,5I | 7,82

[lpumedaHwme : X - cpemHmii peayasTaT,

N - 4YuCJIO ompeneJeHni,

[

IMCIIEPCHS,

Sx- CTaHIApPTHOE OTKJOHEHHE OTIEJBHOIO

pesyJbTara,

S%- craHmapTHOe OTKJIOHEHME CPEeIHEIO

pesyJbTara,

& - IOBEpHUTEJbHas BepoATHOCTH, 0,95,
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€4 - TOYHOCTH ONpeleseHHs,

. 100
€4-190  _ ryocmressHas MOrpENHOCTb CpemHETO
a pesyJbTaTa.

Te Xe 0CO3HAYEHHMs IOPHHATH B TalCka. 2 ¥ 3.

CraTmCTEIecKas 06padoTKa MPOBOMANACE NO PeKoMeHmammsM [I0,II].
/3 maHHHX, NpelCcTaBleHHHX B Tadka. I, ciaemyeT, 4YTO HA B OJHOM H3
IpeICTABIEHHHX CJy4aeB He IOJYyYeH YJOBJETBODATEJbHHA De3yJbTar,
T.K.. SIIOKCHIHHE YKUCJA CUIBHO 3aHWXEHH.

PaccmaTpmBas 3aHUXEHUE Pe3yJbTATOB KaK CJAEJCTBAE BO3MOXHOI'O
IPOTEKAHNA INEerMApPOXJOPUPOBAHNAA XJOPIHIPHHA NPH TUTPOBaHMM IO CHJIb-
HO-IEJIOYHO! CpelH B NpUCYTCTBUM (eHoJapTasemHa, CJENOBaJIO NMpEemIo-—
JIOEATh, YTO IPH MCIOJb30BAHMHA A (MKCHDOBAHUSA KOHEYHOX TOYKM THT—
pOBaHMA WHIMKATOPOB, HMHTEpBaJ IepeXoja KOTOPHX JIEXHT IpH CoJee
HU3KHMX 3HaueHMAX pH, uem y deHoapTanemHa, MOTYT OHTH INOJYYEHH
Jydume pes3yJbTaTH aHajm3a. Kpome Toro, Kak CJhelyeT U3 JMUTEepaTypH

2,7 ¥® M3 pe3yJbTaTOB, IpeACTaBlIeHHHX B Tadj. I, modaBKa XJOpH-
IOB META/UJIOB B PEAKIMOHHYD CMECh MOXET 3HAYUTEJbHO YJYYLUATH Pe3yJb-
TaT, CHBUHYB paBHOBeCHE Ip¥ IMTHMIPOXJIOPAPOBAHMM B CTODOHY XJODIHI-
pWHA IYTEM CO3JAHWA MOBHIEHHOH KOHNEHTpAIMM XJODUIHOT'O HMOHA. YKa-
3uBaeTCA, 4YTO IJIA ofecnedyeHms OJarOmpsaTHOTO JeilCTBUA HOGaBKU
XJOpUIa MeTajula BaxkHa ero Xopomas pacTBOPHMOCTEH (7] . MHosTomy
IOGABIAMM Takke KPUCTALIMIECKUS XJOPACTHII KaNbImii, Jydume, YeMm
XJIOpH], HaTpUsA, PaACTBOPHMHI B DeaKUMOHHO# cmecu. TakmM oOpasom,
JaJbHelume ONHTH IPOBOMAINCH A BHACHEHWA HauOoJee Noixonsmei Io-
GaBKM M HamboJsiee NMPUTONHOT'O MHIMKATOpA IJIA IOJYyYEHNS BO3MOXHO
0oJiee INpaBWJIBHHX pe3yJbTATOB aHAJIM3a.

9T ONHTH OHJIM IIOCTABJIEHH IIpM CJIEIyDIMX YCJOBUAX: KOHIEHTpa-
ImMA coJigHoit kmeaoTH - 0,5 H, TEHTpoBaHue mposomantock 0,1 H pacTBO-
POM eIKOT'O HaTpa, NPOMOJRATENBHOCTh Kunadyedusa - 90 MMHYT, HaBec-
ka - 0,200 r, moGaBKa xsopucToro Harpua - 1,0 r (Gosbme mOGABIATH
HelleJecoo6pa3Ho, T.K. HaBeCKa MOJHOCTED He pacTBOpAeTcs), NoGaBKa
XJjopucroro Kanbima - 5,0 rpamm.

Kak BHIHO M3 pe3yJbTaTOB ONHTOB, NpPEJCTABJIEHHHX B TalJk. 2,
IPEIOJIOXEeHAEe O TTOJIOXRUTEJHHOM BIMAHWM IOCABOK XJODUIOB METaJIOB
ONpaBIHBAETCA M CBHAIETEJBCTBYeT O CYU[eCTBEHHOM BJMAHMA OOCpaTHMOC-
TH IATEIPOXJOPHPOBAHMA XJOPIMApHWHA Ha pe3yJbTaT aHauusa. C mpyroi
CTOpPOHH, BakHHM SABIAETCA BHUJN MHIAKATOpPA, YTO I'OBOPUT O BO3MOXHOCTH
[MPOTEKaHUsA IUTUIPOXJOPHPOBa¥EA B IIpollecCe TUTPOBAHUA., 3MeCh Clemy-
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eT 3aMeTHTh, YTO NP THUTPOBAHMM CHIBHON KUCJOTH CHJIBHOM MEJoUbi
00JIaCTh mepexona MHIZKaTopa HE OKa3HBaeT CYLEeCTBEHHOI'O BJIINAHAA HA
pesyasrar TarpoBanmA [I3] . leftcTBUTENBHO, B HAUEM CIydae DEBYIb-

TETH TWTDOBAHWR XOJNOOTHX ONWTOR B THANANAN Oubun mumpsnawns me-
3aBUCAT OT IOPMMEHAEMOT'0 MHIUKaTopa I JodaBKu. CaeloBaTeJbHO, pas-—
JVYAS B PE3yJbTaTax TATPOBAHMA B ONHTAX C HaBECKOR 0GYCJIOBIEHH
IeJWKOM IIPOIIECCAMM, CBA3AHHHMI C IPEBPAlCHHAMI AHAIM3UPYEMOTO COG—
IMHEHUA,

I3 radui, 2 Takxe cuaemyeT, uTO Jydumit pesysbTaT MOKET CHTD
NOJYYeH IpY MCIOJNL30BAHHN B KAYECTBE NHIMKATODA (EHONOBOTO Kpac-
HOTO C JOGaBKaMV XJODUCTOTO KAJBIWA WM XJIODECTOTO HATpHSA., B BTEX
YCJIOBUAX NOJydYeHHH pPe3yJbTAT HE OTJNYAETCA CTATHCTHYECKM IOCTO-
BEPHO OT TEOPEeTWIECKOI'0 3HA4YeHWA IPH IOBEPUTEJBbHO! BEDOATHOCTH,
pasHoit 0,95, '

J17 BHACHEHMS IOPAMEHMMOCTH paspaCOTaHHO# MEeTOIVMKHA IJIA OIpe-
IeJieHsT 9-IIPOIEHOKCHIa Kapfaszosa B CMeCAX, COIepXamuX INpyIue IIpo-
~ W3BOIHHE Kap0asosa, Havp W3YUYeHO BIWSHUE DasJMYHHX IpuMeceit Ha
pesyJabTar aHa/au3a., B KadecTBe IpmMecelt Hanm MCOHTaHH: Kapdasod,
I,3-m-(9-rkapbazomui-)nponanos — 2 u I - (9-rapGasoumn)=-_2-XI0p—-
nponaHosi-3. I aHasmsa OHJIM COCTaBJEHH HCKYCCTBEHHHE CMecH Tak,
4yTOoOH B Kaxmoii HaBecke Owio 0,200 r 9-mponeHOKCHIa KapdasoJa ¥
PaBHOE IO BECY KOJIMYECTBO IMpUMECH, _

PesysibTaTH, OpEICTaBJEHHHE B Tald. 3, CBANETEJLCTBYKWT O TOM,
9TO NPECYTCTBUE Kapdazosa u I-(9-Kap6asosm)-2-XI0p-IponaHoaa~3
CYmeCTBEHHO He BJMSAET Ha NPaBAIBLHOCTR M TOYHOCTE: aHaimsa, Jo6as-
ka I,3-mu-(9-KapGazosm)-Iponanosia-2 BH3HBAET HEKOTODOE 3aHUEe—
HYe pesyJbTaTa BCJENCTBHE NOABJECHNA IPW TUTPOBAHWY IIOMYTHEHHS,
BH3BaQHHOT'O CJiaGoit pacTBOPMMOCTHD I ,3-mi-(9-Kkap6az3osm)-Iponaxosa—
2 B BOTHO-ANETOHOBOIl cMecH,-(0IHAKO g OPHEHTHPOBOUHOTO CYXICHUA
0 cocTaBe cMecell S9-mpomeHokcuzma kKapdasona ¢ I,3-mr-(9-rapGaso-
JIAT ) -TIPOIIAHOJION=2 VICIHTAHHH{T METOXL MOXET C YCIIEXOM IPMMEHATHCH,

PaspadoTaHHuil MeTOL GHJI HCIOHTAH A ONpPeIeJeHUS SIOKCHUIHHX
ynceJ B 3aMCULEHHHX B Anpe 9-IIPOINEeHOKCHIaX KapbasonoB, Tak, IJs
9-IporneHoKCuIa-3-XI0pKapbasona GHIO TONYYEHO CpejHee 3HAuYeHue
16,72% (Teopermdecroe 3HaueHme I16,70), a m1s 9-NpOINEHOKCHIA
3,6-mrxyoprap6aszona — I4,30 (reoperwdeckoe wweao — I4,70). OTHO-
CuTeJbHas ommCKa B o0oMX Caydyasx (¥3 WeCcTH DapaUIeJBHHX Ompele-
JeHn#t ) He mIpeBHmaeT 2%.
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18

Ta6aumnoga 2

CraTuCcTH- U HI WEKATOPH
YeCKHe [ .
XapakKTe- BpombeHONOBHIA CHHMIA BpOMTHMOJIOBHE CHHMA PeHOJNOBHR KpacHEHIHA
PHCTHEH - ,
Na (€ |Ge3 moGaBok Na Ce| 6e3 moGaBox NaCe | 6e3 mocasox | CaC€: 6Hz0
{ 17,94 17,34 17,79 17,9 18,73 17,86 18,94
s 0,15 0,I3 0,05 0,04 0,0I 0,49 0,09
S 0,38 0,35 0,23 0,20 0,I0 0,70 0,30
Sx 0,16 0,I5 0,09 0,08 0,04 0,238 0,I2
&L 0,41 0,38 0,24 0,22 0,I0 0,74 0,3I
£4:100 2,09 I,93 1,25 1,11 0,52 3,84 1,60
7]
[lpmvevanme; JJjig BCeX ONHTOB 1 = 6



c8

Tadaumnga

3

CraTrCcTHYECKHE I 0OFE ABEK I
XapaKT e PUCTHKH
pe3yJabTaToB I II 1 ¥
X 18,37 17,98 18,81 17,82
: gt 0,76 0,23 0,23 0,03
- Gx 0,87 0,48 0,47 0,17
Sx 0,38 0,19 0,I9 0,07
&« 0,98 0,51 0,50 0,18
%—_’Q S 2,64 2,59 0,94
iy (9LRap6a30ﬂHﬂ) - 2 - XJIOp- IPONmaHON - 3 ¥ XJOPHCTHI Kasablmit;
II - TO Xe, HO Ge3 XJOPHUCTOT'O KAJbLMA;
m- Kap6as3oJ M XJOPDHCTHI KaJbLuiij
y- I,3- (9'- Kap0as3oJi) - NPONaHON -2 M XJODHCTHIl KaJbLAif;

IJII BCeX OIHTOB Ii= 6.



Taxum oCpas3oM, yCJOBMA aHajMsa, IPUHATHE B CEpHM OIHTOB C
$eHOJIOBHM KDACHHM B KadeCTBe HMHAKATOpa ¥ C JOOABIECHWEM XJIODHCTO-
TO HATDHA WIK KajblliA, CJENyeT CUMTATH YHOBJIETBODUTEJNBHHMHA VIS
HOJYUSHUAS NPaBWIBHHX M BOCHPOM3BOIFAMHX PE3YJALTATOB I-IIPONEHOKCH-
IOB Kap0as0JioB M MX cMeceil ¢ HEKOTODHMM IPOM3BOIHEMKM KaplasoJa.

PeaKTHBH 7 MATepPHAJIH:

I,2 - smokcu - 3 - (9'- kapGasommn) - mpomam. T, = 108-109°C
(mo /mreparypHsm famHem [12] T_ = 108-109°C).

Haiimeno: C - 81,35%, H - 5,76%, N - 6,27%, CI5HI3OM

Buumcaeno: C - 83,10%, H - 5,65%, ¥ - 7,1%.

I - (9-rap6azosmi) - 2-XJOpP-IpOmaHoJ-3. Ty = 69-70%C;

Haitmeno: C - 69,40%, H - 5,60%, ¥ - 5,43%, CISHI4O'VCI'

Brumcaeno: C - 69,50%, H - 5,40%, # - 5,40%.

AuetoH - "4.m.a."

Harpuit xnopueTnit - "x.4."

Kanpmmii XJOpHCTHI KpKCTaﬂﬂquCKKﬁl— "gy.n.a."

CossHaA KUCJOTa - I'OTOBWIACh pasCaBieHmeM JHKcaHaja.

PacTBop enxoro Harpa - TOTOBWICH pa3CaBlieHHMEM (HUKCaHasa.

MHIMKaTOpH - pEeaKTHWBHHE.

BuBOIH
PaspadoTaHa MeTOIMKA ONpeleJieHUA SIOKCHIHOTO 4mcja B 9-Ipome-
HOKCMIAX KapOa30JioB I WX CMeCAX C HEKOTODHMM IPOM3BONHHMU Kapla-—
30J1a. '
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