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H3o6peTeHde OTHOCHTCH K OUYMCTKE
yINeBONOPONOB OT uRHKJIONeHTanMeHa
(II0) ¥ MOXeT HANTH WHPOKOE NpHMEe-
HeHMe B He(TexXMMHMH, HalpHMep B Npo-
MBAIWIEHHOCTH CHHTETHYECKOI'O Kaydy-

. Ka [IpH NPOM3BONCTBE MOHOMEPOB H pacT-
BODHTEJIERl JUIA CTepeOoperyJiapHOf no-
nuMEepH3alnHK .

U3BeCTHH CNOCO6GH oqucrkn yrnesono-
ponoB OT LHKJIONEHTAOHEHA NYyTeM KX
OGPAaBGOTKH XHMHUECKHMM peareHTaMH,
HanpHMep NMPOH3BORHHMH OKHCH 3TWie-
Ha, STaHoNaMHHaMH mam 2,2,6, 6-TeTpa-
Mernn—4-oxcnnnnepnnnaou, B OpHCYT-
CTBHHM KaTalJiizaTopa OCHOBHOI'O Xapak-
Tepa. '

ITH CHOCOBH HO3BONANT NOGHTHCA BH-
‘coxon cremenu oumcrku [1]-[3].

OnHaKko yKasaHHHE CnocobBn He peanH-
SYNTCR B HACTOAmMee BpeMs B NPOMHUUIEH-
‘HOCTH H3-3a Ae(HIUTHOCTH M BHCOKOR
CTOMMOCTH MCIIONb3YEMHX peareHToB,
KOTOpHE HABJIANTCA TIPOMEXYTOYHEM CH-
pbeM Ang CHHTe3a psna BaXHHX Hapo#o-
XO3RACTBEEHHHX NPOLYKTOB.

Hauboliee BIN3IKMM K H306pPETEHHI
NoO TeXHHYECKONR CVMHOCTH RBAAETCHA
CNOCO®6 OYKHCTKH YIJIEBOHOPOINOB OT LHK-
JIONEeHTanueHa NyTeM HX O6PaBOTKH LHK-!
JINUECKHEM KeTOHOM C¢-C4, NnpeHMymecT-
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BEHHO UMKJION€KCaHOM, B NPHCYTCTBHH
KaTanus3aToOpOB OCHOBHOI'O XapakTrepa.

Mponecc o6paBOTKH NMPOBORAT MNpPH _
H36HTKE UMKJIHYECKOrOo KeToHa B 10- |}
2000 pa3 OT KoJAMYeCTBa HMKJIAONEHTa=-
nHeHa, cOomepxamerocs 8 OYKMaeMOM: yr-
nesonopone. B xauecTBe KaTanMsaropa
HCTNONBb3YOT .aHHOHOOGMEHHHEe CMONH B
OH ™ -¢opMe UAM TBepAHe MeJIOUH WM
HX PACTBOPH B aJiHpaTHUHECKHX HIAH -
uMKARYEeCKux cnuprax C4-Cy nNpH KOH-
neHTpauyy mesnoun 0,5-5% or Beca oun-
maemMoro yriesonopona.

OYMCTKY NPOBOOAT NPEANCYTHTENb~
Ho npu 40-100°C M BpeMeHHM KOHTaKTa
0,1-4 4 npy¥ HCNONBL30BaHHH AHHOHOOG-
MeHHOR cmond M 0,1-2 u npu ncnon5301
BaHHN TBEepROn menoqx. :

OuHumeHHHEe YTJIEBONOPOaH H3 peak- :

. I{HOHHOH MaCCH BHROENSOT PeKTHOHKanHuen,

Ky6oBH#t NMPORYKT PeKTHHKauuu BO3IBpa-
MaT B 30HY OUYMCTKH. Cnocos TexHO-
JIOrHYeH, NO3BOJNIAET HOCTHYb. BHCOKOR
CTEeNneHH OYHCTKH N0 HHKAOneHTalHeHy
(Menee 0,00005%) [4%

HemocTaTKaMH H3BECTHOro cnocobta
ABJIAINTCA  BHCOKHH [acxon UHKJIHYeCKO-
ro KeTOHa 3a CYeT peaKUHR CaMOKOH-
neHcalHd B NPHCYTCTBHH KaTaJIH3aTopop

' OCHOBHOI'O XapaKkTepa H BHICOKHN pac:



3 . 998455 . 4

X044 crupTos. HanphMmep, pacxoll LHUKIo-
rekcanosa cocrasnasgetr 10-15 xr wa 1 T
oyMmaeMorc H3onpeHa, dyraHona - 2-
4 x», KpoMme TOT'O, HCNOJAb3yEMHE KeTOHH
'f%EnHmTCH HePUUHTHEM H JOPOTOCTORUHM
cupreM. IIpH MacuTrabax MpPoU3BOLCTBA
uzonpeHa 1 MAH, T B rol pacxon peareH-
ToB cronMocTtek 700 py6/T u 400 pye/T,
COOTBETCTEBEHHO, NPUBOOHT XK OOJbLIHM
MaTepHalZibHEM 3aTpaTaM.

llesib H300peTeHHs - iCHHXEHHEe MaTe=
pUHanbHEX 3aTpaT 3a CYeT yCTpaHeHHs
yKasaHHHX HENOCTAaTKUB.

MocTaB/leHHas UeJb OOCTHIAeTCA TeM,
"YTO COrJIaCHO Cnocoby OUHUCTKH YyIJIeBOno-!
DPOJOB OT LUKJIONEHTaneHa rnyTem ux oo~

padorku 25-20000 Bec.u. peareHra

Ha 1 Bec.4. UUKJONEHTAIHeHa IpH
TeMnepaType ot 20 mo 100°C B npu-
CYTCTBHH TBepOON MEeJNIoUH H/Wiu ee

pac rsopa 3 anudaTUYECKOM CnupTe C
MOCJIEAYIOWHM OTHEeHUEeM OYMmeHHBIX
YIJIeBOIOPOLOOB peKTudUKalLMeln u pe-
HUKJIOM KYBOBOTI'O NPOAYKTa pPEeKTHH-
Kauuy B 30HY OUYMCTKH, B KavecTBe pe-
areHTa HCMIONb3VIT (pPaKLHH BHCOKO-
KHNALEro 1oSoYHOIO NpoOykTa C TemMie-
paTypo® Hauana kKuneHusa ot 70 mo
1209C, obpasywmerocs B npollecce Npo-
H3BOIICTBa H30NpPEeHa U3 U306yTUIIeHa U ¢
dopManbOeruna. 30

Kpome ToI'c, npouecc o6paboTku pea-~
TEeHTOM LleriecOofBpasHO BECTH B TeUeHHe
1-2,5 u,

Vcrioib30BaHUe BHICOKOKHNIAMEIro Mo-
BOYHOTO nponykTa (BIl) B kxauecTse
pearenTa MO3BOJAET HCKJIOUHTEL NOT-~
PEBHOCTL B HOPOTIOCTOAmMEM peareHre.

Buxoxn BIIIl nmpH CHHTe3e U pasiioxe-
HUU OUMEeTHJIOUOKCaHa B INIPOH3BOIACTBE .
H30NpeHa H3 H306yTHIIeHa H ¢opManbre- 40
runa, cocrasnaeT okono 0,4 T Ha 1 T
uszonpeHa. BIIl Ha 1 cramuu cuHre-

‘3a HU30NpeHa -~ cuHTe3a 4, -OUMeTHINHUOK~
cana~1,3 (IOMI) -~ COCTOUT B OCHOBHOM
U3 NPOM3BOXHEHX 4,4-OuMeTUNRUOKCaHa- .
-1,3 ¥ BHCHMX CNHPTOB. BII Ha It cTa~
OU¥ CHHTEe3a HU30MNpeHa - passioxeHHs
IMI - npencraBiigeT cO60# B OCHOBHOM
ONUTOMepPH H30IPeHa. o

BIlIll ogHOCTAOHUHOrO npouecca Iony-
YEeHUA U30MpeHa H3 H30ByTHIeHa U Gop-
Masibmeruna #ABJAeTcs cMmeckio BON | u
Il cTamii CHHTes3a HM30nNpeHa.

BllIl B HacToOsmee BpeMa He HAXOOHT
KpanuPUUUPOBaAHHOI'O HCNONB30OBAaHUA,
I_UIH. QUUCTKH H3O0IpeHa OT LUUKJIIONeHTa-
OoHeHa MOXHO HCIONb30BaTh Kak Mnoa-
HOCTBK ¢paxudyd Bl | v || cTagu# Hax
X CMECH, TakK M OTHenbHHE ¢paKuuu,
BHOEJEHHHEe BaKYyMHON OHCTWUIAUHEHR
M3 ykasaHHHXx ¢paxkuup BHII.

Josuposka BIlIl B 3aBHCHMOCTH OT
conmepxaHHs LHKIoneHranueHa (UIN) B
ouHmaeMoM yrieBoaoposie cocTaBasgeT

- 0,05 - 25 Bec.u. Ha 100 Bec.u. ouu-
_laeMoro yIrJ/eBOmOponda, KOnuiecTBO
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cnupra - 0,5 - 25 mec,u. va 100 Bec.u
ouHmaeMoro yrJjeponopona.

OTpuMep 1.100 r yrnesonopo-
IIOB, Ccopepxal¥x LHKJIONeHTajxHeH, 3a-
AMBawT B amMnyny. TyHa xe 3arpyxawoT
B 3ajJalHHHEX KOINHYecTBaxX peareHT MU kKa-
JIHeBYI MEeNoub. AMNYJly repMeTHdHO 3aK-
pHBAIT M TIOMEmawT B ' TepMocTar, rne
€e HarpeBawnT IO 3a0aHHOM TeMminepary-
PH IPH BCTPAXHMBaHUM, 3aTeM amMnyny
oXNaxmamnT H ee CoOepXHMoe INepeHOCAT
B Ky® OTI'OHHOM KOJIOHHH, HMewumei 3¢-
dexTuBHOCTL 10 TEOPETHUECKHX TapesioK
¥ paBoTawmer npy aTMocPepHOM nasiie-
HHH. OUHMEHHH YIJIeBOIOPOX] OTIOHA-
0T ¥ aHaJIM3HPYIOT Ha comepxaHue UNI
o XMUMHUYECKOM METOIHUKEe C YYyBCTBHTE-"
nbHOCTBI 0,00005 Bec.% (0,5 ppm).

B Tta6n. 1 maHH pes3ynbTaTH OINHTOB
No OYMCTKE H3ONPEeHa TNPH PasjiIMuHHX
TeMnepaTtypax. Bpems ouncTku 1,0 u.

B KauvyecTBe peareHTa HCHNOAL3IYHT ¢pak—
¥ cMemaHHoro BHOHO c [ u |l cTagu#
MPOKU3BOIACTEBA HM30MPEeHa U3 H300yTHIe-
Ha u dopmanbieruga C HadalJlbHOM
T.xkun. 80°C. Conepxarnume LI B HCxon-
HoMm uzonperBe 0,08 Bec.%, BIIl GepyT

B konudectBe 10 T, 4Y4TO COOTBET~- -

cTByeT cooTHoweHuwo IHNA:BION = 1:125,
KOH - 5 r, 6yTaHon - 5 r.
Taonumuma 1
" TemnepaTypa, OcTaTouHOE colep-—
ec kaHue L], Bec.$
30 0,0004 '
45 0,0001
60 Menee 0,00005
80 Menee 0,00005
100 Menee 0,00005

NI puMep 2., Meroauka npoBene-
HYA ONHTA aHaJOTHYHA MeTOAHKe MpHMe-~
pa 1. OuucTke moHOsepraiT H3ONPEH C
conepxanuem UIN 0,09 Bec.%. TeMmnepa-
Typa OuMCTKH 60°C, B KauecTBe pea-
I'eHTa HCnoab3ywT Bl ¢ TeMmnepaTypo#
Hauana kuneHus 120°C, BION 6epyT c
I crapum nponecca MNpPoOU3BOACTBA H3OM-~ . .
peHa H3 HU306yTWwieHa #u dopMmanbrneru-
Oa B xonuuecTtBe 10 1 (cooTHoweHue
UMX: BN = 1:111), KOH - B konuuecTse
5 r, 6yrason - 5 r. B ra6n. 2 paHu
Pe3yIbTaThl OQUUCTKHU IIPH DPas3/IHYHOM
BpeMeHH KOHTaKTa.

Ta6nuuya 2

D T e p———

Bpemsz, u OcrarouHoe conep~
%aHue HNN, Bec.%
———————————————— el L P~ — 8
1 2
0,15 0,001
0,30 0,0006
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1 ’ .2
1,0 0,0001
1,5 Menee 0,00005

—....__—__.._———-—__—-_—_-——._——

N pumep 3. Meromuka onuTa
aHaJIOPHUYHA MeTOoInHKe npumepa 1. OuHCT-
Ke MOOBEpraiT M30mpeH C CORepXaHH=
em WML 0,02 Bec.%. Temneparypa OYHCT-
ku 60°C. B KauécTBe peareHTa MCHojL=
_ayioT BN H cTanHuu c -TeMnepaTrypo#
‘nauana kuneHus 70°C. BpeMs OUMCTKH
1 u. KonuyecTBo KOH - 5 r, GyraHo-
na - 5 r. B Taén. 3 paHd pesynpTa-
TH ONHTOB, MOJYyYEHHHE IDH pas3AUYHHEX -
KONUIEeCTBax BIIll, B3STHX I OYHCTKH.

. 3
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CooTHome~ | OcTaTo4yHOe

- KonudecT-
BO BIIl Ha Bue LNIO: conepxaHue
100 r uso- :BIN unn, sec.$%
npesda, T
0,5 1:25 0,005
1 1:50 0,0015
2 1:100 0,0008
5 1:250 0,00009
10 "1:500. Menee 0,00005
15 1:750 Menee 0,00005
20 1:1000 Menee 0,00005
25 1:1250 Menee 0,00005
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CnenosarelyibHO, TPH KOHUEeHTpPauHy
Bnm 0,5 Bec.%® UIN 3a 1 4 ouHmaeTrcH
~uwa 75%, np¥ KOHUEHTpauuH 1 u 2% -
wa 92,5 u 96,4%, COOTBETCTBEHHO.
CrnenoBaTeNbHO, VA OUYHCTKH usonpe-
Ha B 2TOM pexHMe TpebyeTcd YBEJIHUHUTD
IMTeNbHOCTE npouecca HWIH HCIONB30-
BaTh JaHHHE DpPexuM s OYHCTKH yTI'-
neropoponos ¢ LN KOHUEHTPAHHH He
sonee 0,0008%. o :
Hpu™Mmep 4. Meronuxa nposene-
‘4MA OMHTA aHaJIOrMuHa MeTOOHKE TNDH=
‘mMepa 1. OUuHCTKeEe nopseprant nunepuneH
c conepxaHuem LI 0,05 Bec.%. B xa-
yecTBe peareHra 6epyT 10 r npounykTa
T-66 (¢dpakumsa BINIl, BHOeJIeHHad H3
MacisHoro cjiog 1 cranMk C Temnepa-
. Typol Haualsla KHIEeHHs 110°C). Temmne-
paTypa OUHCTKH 60°C; Bpems - 1,0 4/
xonuuecTso KOH - 5 r. B Taén. 4 na-

.
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© HH pe3yJibraTH OUYHCTKH IpH Pa3IHUHEX

25 auanoruyHa MeTomuke npumepa 1. OYHCT-
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KonuuecreBax 6yTaHona,
OYHCTKH.

B3ATOIO WJIA

KoJIn4eCcTBO Gy~ OcraTouHoe comep-

TaHona Ha 100 rj xaHue NI, sec.®
nunepusjieHa, r

0,5 0,0004

5 0,0002

10 0,00005 -

15 Menee 0,00005

20 Menee 0,00005
25 Menee 0,00005

NpuMmep 5. MeTonHKa ONuHTa

Ke MOABEPTaNT IHKJIONEHTEH C conep-
{ xaHMeM uuknoneHTtanueHa 0,005 sec.®.
TeMnepaTrypa OYHCTKH 70°C. B kavecT-

Be peareHTa Hcrnonb3ywoT Bl I cTaguwu
C TemMnepaTypoH Hadalyia KHIEHHA 3°cC,;
BpeMs OYHCTKH 2 4} KojndecTBO KOH -

5 r (cooTHoweHHe IMIA:BHI = 1:1000),
3Takosia - 5 r, OcraTouHas KOHUEHT-~

¢

pauua U nocsie OYHCTKH 0,000058ec.i

OIpuMep 6. Meronuka nposene-
HHSI ONWTA aHaJIOrHYHa MeTOoOuKe MpHMEe-
pa 1. OuncTke nmonBepralwT H30aMHIIeH-
-HM30MPEHOBYK CMECh Crenylmero coc-
TaBa, Bec.%: H-aMWienH 12; usoamu-
nenn 54,8, usonpeH 27 ¥ LUKAONEHTa-
nmen 0,2, Temneparypa ouncTikm 60°C,
B xauecTBe peareHTa HCIoOnb3yoT BN
c TemnepaTypoR Hawana kunesus 120°C,
nonyueHHop Ha 1 crtamum (cuuTes JMA) -
B xonmuectse 10 r (coorHomwenwe UNA:
BII 1:50). KOH BBOHAT B KOJIMYECT-
pe 5 r. BpeMs OYHCTKH - 2,5 4.

BnusHUe paajIMuHHX CMNHPTOB NpHBe-
neHo B Tabn. 5. : :

‘Taobnrnuua

5

OcTaTOYHOE Cconep-
maHue HIJL, Bec.%?

‘Cnupt (5 r na
100 r yrnesono-

POXOB }

.EZ;NZ;Hpra 0;60015‘ T
STaHoM 0,00005
TIPONMIOBEA 0,00010
H~BY THJIOBHI  0,00008'
AMUIOBH 0,00006
Pexcunosén A 0,000012

e — — A Y S i i i o e =
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Npumep 7. OuHcTky Haonpe-
Ha~peKTHOHKATA, NOJYYEHHOIO NerMapHS
POBaH¥EM H30aMMJIEHOB ¥ COIEepXamero

0,11 pec,% IIH, ocymecTBnanT cremyio-

| WHM OB6pa3oM. U3ONpeH B KOJIHYeCTRe
100 r/4 NOpawT B HUXHIKW YacTh I pe-~
‘aKTOpPa OUYMCTKH, B HUXHWI 4YacTh pe-
aKTopa Takxe nomaoT 100 r/u pemuxio--
BOT'O pacTsOpa, HMewmero cocTas,
BecC.%: usonped 40; BOn 10, SyraHon

5 ¥ NponyXT KoHmeHcAauHH g ¢ BN 45, 10

PeaKTop TNpencTaBliteT CO6O# oL
anmnapaT ¢ pySamwKol miA TEepPMOCTaTHPO-~
BaHUs, HMelomu# ob6bem 1050 mn (us
Hux 500 mMn sanonHeso kanueson me-
Jioubk). TaxkuM O6pasoM, BpeMs npeGuBa—-15
HHA CME@CH B 30He OYMCTKH TIOANESPXKHBAKT
pPaBHHM OKOJIO 2 u. TemMnepaTypa B pe-
axKTope GOOC. 3aTeM peaxUuHOHHYI0 CMeCh
H3 BEpXHey YacTH peakKTopa B KOJIHYeCoT-
Be 200 r (270 Mn) nomawT B OTrOHHYR 30
CTEKJIAHHYI KOJNIOHHY 5 BHcCOTOR 1 M,
[3aMOJIHEHHY0 HHXDOMOBOM HacanKoH
:3x3x3 mM. KonoHHa paGoraeT npu aT-
MocPepHOM namlieHHH. Temneparypa Bep-
Xa KOJGHHH 35 C, xy6a -~ 70°C. B ka-
'YecTBe AUCTHANATA orbupawT 100 r/u
OYHMEHHOI'O H30HpeHa C coaepxaHu-
em HINH 0,00006 mec.%., dnermoBoe
uueno- pasHo 1,1, Ky6oBwit nponyxT
KOJIOHHH OTIOHKH LUDPKYJHPYIOT B peak-
TOP OUYHUCTKH. B TeueHHe 34-uzcoBoro
npotera YCTaHOBKH conepxaHue NN

- B OHCTHIIJIATE OTI'OHHON KOJIOHHI:\!- KoJie~
6anoch B npemesnax 0,00008-0,0005Bec. $
' Kak BHOHO u3 mpumMepoB 1 - 7, uc-
nosk30BaHKHe BIIl NO3BONAET HpakTHUYEC-
KX TIOJIHOCTBK HCKIOYHTL PIPHMEHeHHe
UHKJIOT@KCaHOHA B NPOMHIWIEHHOM MpO-—
gecce OYHCTKH YIVIEBOZOPOOOB, HalpH-
MEep H3OoNnpeHa, NUNepHJsIeHa H U30neHTa-
Ha, oT UNM. Pacxom BMIl npH 3ToM
cocTaBliseT B cpenHem 5,2 xr Ha 1 T

. OUHmMaeMOoro yrjesomopoma. llpu cy-
mWecTBYyHeM pacxolie HHKJIOTeKCcaHOHAa

[12,5 xr Ha 1. r ounmensoro H30MpeHa
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Penaktop I'. BesBepuweHKO

3akasz 1065/42
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CocraBurens I,
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! ncnonesopaune H3IOGPETeHHA JaerT 3Ko- '
HOMHYECKHH 5¢deKT 6 py6.Ha 1 T oOuH~'

' MEeHHOI'O H30npeHa HAK ONA YCTaHOBKH

THMNOBOK MOMHOCTEN 120 THC.T u3ONpe-

" Ha B roxg.- 720 tHC. pys. OTrpachne-

BOX 9¢0deKT B NPOH3BONCTBE H3ONpEHa
np® 3ToM cocTaBdT 4,8 MIH.py6. B rom!

¢opmyna usospereana"

... 1. Cnoco6 ouncrku yrnepomoponos or
LHKNIONIEHTanUe HA NiyTeM ux oB8pastoT~
KH 25-2000 Bec.u. pearenta Ha- B
1 Bec.u., umxnoneHTanuena npu rTemne-
parype or 20 me 100°C B npucyrcr-
BHM TBEDHOOA MEJIOUH H/MIH ee pacTBO-
Pa B anudaTUYeCcKoM cnupre ¢ nocne-
AYOUHM OTHEJICEHHEM OYHMMEHHHX yrie-
BOZOPOLOB peKTHPHKauued p PEeUHKIIOM
Ky6OBOI'O NponyKTa PeKTHOHKAIIUY B
SOHY OMHCTKH, O T J1 HY a W WM H & -
C A TeMm, YTO, C LENbId CHHXEHHS Ma-
TepHaNbHHX 3arpaT, B KaiecTBe pea-
TeHTA HCHNOAL3YHT (PAKUHM BHCOKOKH-
NAMEro No6OYHOTO MPOAYKTA ¢ TeMhe-
PaTypoit ‘HavaJla KuUneHus or 70 pmo
120°C, o6pasyomerocs B mponecce
NPOH3BOACTBA HM30MpPEHA H3 H306YTHIIE-
Ha ¥ ¢opmManprmeruna.

2. Cnoco mon. 1, oTnuy a -
oM HHACSA TeMmM, YTO npouecc _
06pPaBOTKH peareHTOM BenyT B TeueHHe
1-2,5 u,

HCTOouHHKH HHPOPMaUUH,
NPpUHATHE BO BHHMAaHHME INPH 3KCHepTHse
1. ABTOpCKOE cBUIeTenncTBo CCCP

nmo sasbKke N 2594255/23-04,

ki, C 07 ¢c 7/148, 1978,
2. ABTOPCKOE CBHOETeNscTBO CCCP
N 734176, xn, C 07 C 7/148, 1978,
" 3. ABTOpPCKOE CBHOETenncTso CCCP
no sasBke B 2817174/23-04,
kn, C 07 ¢ 7/148, 1979,
4, NaTeHT BenHMKOGPHTAHHH
¥ 1394556, xn,.C 07 C 7/00, --

onyénux. 1974 (npoTorun).

I'ynaesa L
KoppekTop M. Kpcra

MonmnucHoe

BHHUIIH PonnapCTBeHHoro KoMuTeTa CCCP .
IO nesiaM H306PEeTeHHHM ¥ OTKPHTHH :

113035, Mockma, %-35,

. Paymckas Ha6,, n.4/5
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