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AHHOMauyusi. B OdaHHOU pabome onucaHbl UCNO/L30BaHHbIE HaMu 2a30-XxpomMamoepaguyeckue
Memoosbl aHasusa nepgmop(3,6-0uokca-4-memusi-7-Memusi-7-0oKmeH)cy/1bghoHuUsIhmopuda
(CF2=CFOCF2CF(CF3)OCF2CF2S0O2F) (moHomep ®C-141), UCXOOHbIX Npodykmos 0sisi Hez2o- 2,5-
ou(mpugmopmemur)-3,6-0uoKkca-8-cy/ibghoHuUs/ichmopuonephmopokmaHousighmopuoa
(FSO2CF2CF20CF(CF3)CF20CF(CF3)COF)(¢hbmopaHaudpud ®C-161) u a-
mopcynbghoHUnepgmopayemusichmopuoda (FSO2CF2COF)(®C-41), BX00sWux B obwyro
MexXHO/I02UYECKYID CXeMy hoJlydeHusi nepghmopnosiuMepos, npeodHasHaqyeHHbIX O/19 U320MOoB/IeHUs
UOHOOBMEHHbLIX MeMbpaH. Pa3zpabomaHa Memoduka onpedesieHuUs Maccosol KOHUeHmpayuu MoHoMepa
dC-141, npumecu B8 HemM  2-2udpo-1,1,1,2,4,4,5,7,7,8,8,-yHoekacpmop-5-mpucpmopmemuri-8-
Cy/IbghoHUIhmMopud-3,6-duokcaokmaHa (CF3CFHOCF2CF(CF3)OCF2CF2SO2F)(®C-151) u OJdpyaux
mopupoBaHHbIx hpumeceli Ha yposHe 0.1% macc. posedeHa udeHmugukayusi npodykmos Mmemoodamu
XpomMamo-mMacc cnekmpomMempuu U UHgpakpacHol cnekmpogomomempuu.

Knrouesble csioBa: 2a3o-xpomamozpachuyeckue Memoobl aHasuia, conosumepbl, [-CYy/IbmoH
nepgmopcysibthoMoHoMep

Mop aHasMTMyeckum obecneyeHneM paboT Mbl  MNoApasyMeBaeM aHasinu3  MPOMEXYTOUHbIX
COefMHEHUI, NAEHTU(MKALLMIO OCHOBHBIX BELLECTB M NPUMECEN B HUX, pa3paboTKy MeToAMK, AN Yero
HaMn MCMNOIb30BA/ICA U3MEPUTESbHBIA KOMMNEKC, COCTOAWMI U3 ABYX Xpomartorpados "LIBET-800",
NPUroAHbIX K WUCMO/Ib30BaHUIO, KaKk C HacafOouHbIMK, Tak U C KanWiNgapHbIMU KOSTOHKaMU, Xpomaro-
mMacc-crnekTpomeTp "GCMS-QP2010" ¢ nporpammoii "GCMSsolution" 1 onpegeneHnem macc B
AvanasoHe oT 5 go 2000 m.e. chupmbl "SHIMADZU", a Tak e nHpakpacHbIi CNeKTPOhOTOMETP C
®ypbe npeobpazosaHnem Tuna "IR Prestige-21" orpmbl "Shimadzu®”.

MepBoit paboToil B 3TOM HanpaB/fieHUN SABWIOCHL Xpomartorpaduyeckoe onpegesieHne BOAbl B
NCNOMb3YEMbIX NPU CUHTE3e (PTOPCOEAMHEHWIA PaCTBOPUTENAX, TaKUX Kak AWUINM, aueTOHUTPpWUA,
TeTpariuMm 1 T.N. Hannuve gaxe HeGONbLUMX KOMYECTB BOAbl MOXET MPUBECTU K CYLLECTBEHHOMY
YMEHbLLUEHWIO BbIXOAa L,eNeBoro nNpoAyKTa v nosB/EHN0 A0MNO/THUTE bHbIX npumeceil. TpeboBanoch
onpeAensaTb MacCoBYH A0/110 BOAbl Ha ypoBHe oT 0.02 % ao 0.04 %. 13BeCTHO, YTO MeTogamu raso-
XWUAKOCTHOM XpomaTorpachum 3Tta 3agadva 06blYHO He pewlaeTcs. Jlyywum pelleHnem sBrisieTcs
pasgenexHve npobbl Ha KOJIOHKaX C MOPUCTbIMK MOMMMEPHbIMU COpbeHTamn, T.e. BapuaHT raso-
afcopbLumMoHHONM Xpomarorpadum ¢ UCnosib30BaHNEM B Ka4ecTBe JeTeKkTopa KatapomeTpa. B kauecTtse
copbeHTa Hamu 6b11 BbIOpaH Nonncop6-1 — NPoAYKT cononmMepusaunum ctupona u AMBnuHUI6eH3ona.
Mpu ero npvMeHeHnn Boga cnabo yaepxumBaeTCs M MUK, COOTBETCTBYIOWMI perncTpauumn BoAbl,
BbIXO4MWT HENnocpeiCcTBEHHO 3a MUKOM BO34yXa, Tak Kak Bofa (BbICOKOMONSAPHOE COeAUHEHWE) He
YAEPKMBAETCA Ha HEMO/ISIPHOM NOBEPXHOCTU COpbEeHTa M3-3a OTCYTCTBUSA Ha Heill afcOpPOLMOHHbLIX
LEeHTPOB. AHann3 NpoBOAWMICA C MporpaMMuUpoBaHWeM TemnepaTypbl, MpU 3TOM CKOPOCTb Harpesa
nogbupanacb 419 KaXAOr0  pacTBOpUTENA  OTAENbHO. OnpepneneHne  KanMbpoBOYHBIX
KO3(h(h1LMEeHTOB onpenensasnocb MeTo40oM 406aBoK.


mailto:vbarabanov@rscac.spb.ru

MepBbIM COeAMHEHVEM B Lienu nostyvyeHns MoHomepa ®C-141 asnaetcs B-Cy/IbTOH U ero SINHEVHbIN
N30MepU3oBaHHbIN aHanor — a-gotopcynboHnnnepdtTopaueTundgtopng (PC-41), KoTopblid W
ABMIAETCA UCXOOHbIM nNpu  cuHTe3e hTopaHrigpuga @PC-161. CrioKHOCTb  3ak/loyaeTcs B
ypesBblYaHOM arpecCUBHOCTU 3TUX COoeAMHEHUA. Hamun 6bina BblbpaHa HEMOABWXHAs Xuakasa asa
Ha OCHOBe cunokcaHoBoro kaydyka CKT®T, BbICOKOMOMEKY/NAPHOIO COMoSiMMepa, B KOTOPOM
MEeTW/IbHbIE TPYIMbl B AUMETWILUKIOCUIOKCaHe 3aMeHeHbl Ha 3,3,3-TpudbtoprnponusbHble. 3Ty hasy
OT/INYAET MOBbIWEHHAA XUMMYECKass CTOMKOCTb. B kKayecTBe TBepgoro copbeHTa WUCnosib3oBaiun
MakponopuTblin copbeHT chepoxpom C-80. KonmyecTBo HaHOCUMOM XunakKo dpasbl coctasnsno 20 %
no Becy OT Beca copbeHTa. VI3mepeHusi NpoBOAMINCL HA KOMOHKE OJ/IMHON 2 MeTpa W BHYTPEHHUM
Avamvetpom 3MM Mpu  TemrnepaTtype TepmocTata KosioHok 400C. Temnepatypa TepmMocTtara
ucnapuTtens [o/xHa 6bina 6biTe He 6onee 90 — 100 °C Tak kak npu 6onee BbICOKOI Temneparype -

CY/IbTOH MOF YacTUYHO M3OMEPU30BAaTLCS B MUchapuTene. CKOpOCTb Mojaun rasa-Hocutens 20 cmS/
MUH, aetektop — ML, O6bem Npobbl — 2 MK/, UTO 03HAYaeT paboTy C NepPerpy3Koi No BELWECTBY, UTO
B CBOI o4epefb NPUBOAUT K HECMMMETPUYHOCTM XpoMaTorpagMueckmx nmkoB. OAHAKO YMEHbLUUTb
npo6y 6b1/10 HEBO3MOXHO M3-3a BbICOKOIO [laB/IEHUS NApPOB HU3KOKUMSILLMX NPOAYKTOB, 1 BO3MOXHOMY
“cnapeHunto YacTn Npo6bl 13 MUKPOLUMpULLA eLle A0 BBoAa Npobbl, NPUBOASLLEMY K HEOLHO3HAYHOCTU
pe3ynbTatoB. CniefoBasio MMETb B BUAY BO3MOXHOCTb UCMAPEHMSt YacTh Npo6bl Yepe3 NpoknaaKy, Tak
Kak cnefbl Cy/IbTOHA Ha Urne MUKPOLLNPUL,A MIHOBEHHO Hapy LU 31aCTUMHOCTb NMPOKNAAKMN.

CreneHb pasgenerus (K), Belumcrigemasn no oopmyie:
K=At(bg 5(1) + Po.52) (1)

rae At — paccTosiHMe Mexay BepLUMHaMn COCeAHMX MUKOB;
bj — 3HaueHVA NoNyLUMPUH NEPBOTO U BTOPOTO NVIKOB.

AN cydas XxpomaTorpacypoBaHis CMecK CybTOHOB okasasiack pasHoii 1.1 (Puc.1).
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Puc.1 Xpomamozpamma cmecu 3-cy/ibmoHa u ¢C-41



[na nposefeHns xpomarorpadpuyecknx uccnepoBaHuii coeguHernin ®C-161, ®C-141 n eC-151
HamMy OblJ1I0 UcCciefoBaHO 60/bLUOE KOMMYECTBO HEMOABWKHBIX XUAKUX (da3, Kak B Haca[o4HbIX
KOJIOHKax, Tak 1 B KanunispHbiX. OCHOBHOM Npo6/1eMoit 34ecb ABunacb HEO6XOAMMOCTb pasfeseHns
MOHomepa ®C-141 n Bogopoaconepxallen npumecn ®C-151 B Hem. C/I0XKHOCTb 3ak/ouanachb B TOM,
4yTo ®C-151 3TO COeANHEHME TOTO Xe Kacca U TOW e CTPYKTYpbl, 4To 1 ®C-141, B KOTOPOM rpynna -
CF=CF, 3ameHeHa Ha —CFH-CF3 rpynny , T.e. otindawouweecsa ot ®C-141 meHee yem Ha 5% no

MOJIEKY/IAPHOMY BECY W Ha HECKO/NbKO rpafycoB No Temnepartype kuneHus. OYeBWAHO, 4TO
HeoOX0A4MMbl B 3TOM C/lyyae MaslOnosipHble WM HenossipHble HeNnoABWXKHble Xuakve asbl. B
pesysibTarte Hawux MonbITOK nogbopa, oOKasanocb, 4YTO eAWHCTBEHHOM HEenoaBWKHOW dha3oi,
obecrneumBaroLlein pasfenieHne 3TUX COEeAVMHEHWIA MpPakTUYEeCKWM MOMHOCTbI0, Takxke SBNAeTCS
bTopcUNMKOHOBbIN Kayuyyk CKT®T-50. (XoTA BoO3MOXHO CKTPT-100 n 6bin 6bl Nydwwe). KonmyecTso
XXUAKON hasbl, HAHOCUMOA Ha COPOEHT B HalleM cryvae cocTasnano 15 % oT Beca copbeHTa. Boi6op
3TOr0 3Ha4YeHWs CBSA3aH C TeM, YTO KakK M3BECTHO, KayeCTBO KOJIOHKM 06paTHO MponopuyoHasibHO
pa3mepy 4acTul, copbGeHTa W TO/MWWHe Cnosi XWUAKoh chasbl. Pasmep yacTuy, copbeHTa B Hallem
cny4ae ot 0.160 o 0.200 mm, T.e. 4OCTATOYHO MaJsl, @ KOJIMYeCTBO HAaHOCMMOTrO COpOEeHTa He AOMMKHO
6bITb MeHee 10-15 % Tak kak B NPOTMBHOM C/lyyae da3a He OyaeT npefcTaBNsATb CO60N peryisipHyto

nnexKy. Takast KO/IoHKa, A/IMHOM 3 MeTpa, paboTarolias npy Temneparype TepmocTara KonoHok 120°C

1 CKOPOCTY NOTOKa rasa-Hocutensi 30 cM3/MuH. o6ecneunBaeT cTeneHb paszaenenus K (cm. dopmyny
1) paBHyto 2,3.

3HaueHne BenuuuHbl K nokasblBaeT, BbICOKYHO CTeNeHb pa3fesieHus MHTEPecyloLwmX Hac MUKOoB,
COOTBETCTBYHOLWMX pernctpaymm ®C-141 n dC-151. Takum ob6pazom, npobsiema pasgesieHms LeseBoro
BellecTBa ®C-141 1 ero ocHoBHo npumecy ®C-151 6bina paspeweHa. (Puc.2).
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Puc.2. Xpomamoepamma obpasya ®C-141 ¢ npumecbro PC-151

OfHako u3-3a TOro, YTO yKasaHHas pasa fAB/ISEeTCA XOPOLUMM pacTBOpUTEsSIEM A1 KOMNOHEHTOB
CMecH, 4To 1 no3sonuno pasgenute ®C-161 n ®C-151, ocTasibHbIe NPUMECH BbIXOAAT MeAIEHHO Y



LWIMPOKUMY NrKamn. MOCKOsbKy Tpeb6oBaHus K maccoBoi gone ®C-141 (3a UCK/IYEHUEM NpUMeCK
®C-151) upesBblyaliHO BbICOKM (0T 99.5 % 0 99.95 %), To onpefAeneHne WNPOKUX NPUMECHbLIX MUKOB
MOXET UMeTb OGO0MbLUY MOrpeLHOCTb OnpefeneHns, a HeKoTopble U3 HUX MOryT ObiTb BOOOLLE
nponyLeHbl. O4eBMAHO, YTO Takme TpeboBaHUs He MOTYT ObiTb BbINO/IHEHbI HA HACA04HON KO/TOHKE C
HenogBwkHoi paszoi CKT®PT-50. Mbl npegnonaraem, 4TO 3TO BO3MOXHO MO0 Ha Hacago4HbIX
KOJIOHKax C HenoaBWKHOW xuakoid pasor Tuna XE-60, /M60 Ha KanunNApHbIX KOJTOHKax.
cnonb3oBaHne HacafouHbIX KOMIOHOK A/19 TakMX MasiblX 3HAYEHWUI COoAepXaHusa npumecei Bbi30BeT
HeobX0AMMOCTb UCMO/Ib30BaHNA MeTo4a BHYTPEHHEro cTaH4apTa, YTo Hey,00HO, Tak Kak npuBoauT K
HEHY>XHbIM TEXHUYECKMUM TPYAHOCTSAM U KPOME TOro MUK, COOTBETCTBYHOLLUIA perucTpaumm BHY TPEHHETO
cTaHgapta 3aHMMaeT 60/bllOe MEeCTO Ha XpomarorpaMme, BO3MOXHO MepekpbiBas COOO0M MUKW,
COOTBETCTBYIOLWME Ma/bIM MnpumecsAM. [103ToOMy Hamu OblI0 NPesIoKeHo, Mocsie NpoBeAeHNs
CPaBHUTEJIbHbIX 3KCMEPUMEHTOB, Onpefendatb npuvecn B PC-141 (3a ucknwoyveHnem dC-151) Ha
KanwnnsipHoW KO/TOHKe C HEMOoABWKHON ha3oin SE-54, TonwmHa cnos 20 MKM, A/1MHa KONMOHKN 35 M.

Mo pe3ynbTaTam Haluvx uccriefoBaHuii bblna paspaboTaHa U aTTecToBaHa MEeToAMKA BbIMOSHEHNS
n3MepeHnii  MaccoBo  gonu  nepdrTopcynbdpomoHomepa PC-141 M npumecein B HEM
rasoxpomartorpacuyeckum metogom. OnpepgeneHne cogepxanHus @dC-151 npoBoauniocb Ha
Hacafo4yHON KOMOHKEe C HenoaBwkHoin (pasoii CKTPT-50 mMeToaom BHYTPEHHE HopManv3auun c
onpegeneHvem rpagyvpoBoyHoro MHoxutena ana ®C-151. OcTasibHble NpuMecKn onpeaensnancb Ha
KanunnapHoi KonoHke ¢ pasoil SE-54 1 nockonbKy NpMMecn HeugeHTUULMpoBaHbl onpegenexHve
NpoBOAMNIOCHL METOA0M abCOMIOTHOW rpasyPOBKM.

Yrto kacaetcsa goropaHrngpuga ®C-161, To xpomaTtorpadomyeckuii aHams ero NpoBOAMNACSA NOCTOSAHHO
B npouecce nonyvyeHnss ®C-141 Ha TOI Xe KOMOHKe, YTO U onpeaeneHve cogepxaHna dC-151 nu,
NocKoNbKy, TpeboBaHus K MaccoBoi gone ®C-161 O6bin He CTONb BeWKKU, Kak K ®C-141 (98-99 %),
TO BCe OnpefesieHns NPOBOAWINCH Ha OLHOW Hacafo4yHON KO/OoHKe. Bbinn naeHTuuLnpoBaHsl
Xpomartorpagmyeckme nvMkn, COOTBETCTBYHOLME CieAyOWUM OCHOBHbIM COeANHEHNAM B peaKL,MIOHHOM
CMecu: AMMep OKUCK rekcadpTopnponusiieHa, TpMMep OKUCK rekcadpToprponuieHa, onmromep

®C-101 (FSO,CF,CF,0OCF(CF3)COF), dropanrnapus ®C-161 (Lenesoe COefuHEHNE) U ONUromep

®C-221 (FSO,CF,CF,0CF(CF3)CF20CF(CF3)CF,0CF(CF3)COF). N3mepeHusi npoBoAwInChL Npu
Temneparype TepmocTara KonoHok 120°C u ckopoctu rasa-Hocutens 30 cM3/MUH. OTHOCUTENbHbIE

BpeMeHa yaepxuBaHua cregyrwouwme: aumep — 0.25, tpumvep — 0.33, ¢C-101 — 0.5, ®C-161 — 1.0,
®C-221 —2.38.

Mpy 06paboTKe XpoMaTorpaMMbl UCMOMb30BA/ICS METOA, aGCONOTHOW rpaayPOBKNA.

Ana naeHTdmkaumm LeneBoro U NpPOMEXYTOYHbIX COeAMHEHWI UCMOMb30Ba/ICA XPOMaTo-mMacc
cnektpometp n WK-cnektpodotomeTp. lNpoba obpasua BBoagunacb B Xpomartorpady "QP-2010"
pasgensnacb Ha KanwinsapHON KOSIOHKe ¢ copb6eHTom SE-54 anvHoi 40 mMeTpoB npv Temnepatype
ncnaputens 140°C. Macc-CrnekTp 3apermcTpMpoBaHHbIX XPOMaTorpauuecknx MKOB CHUMAsICSA Mpu
NoHM3MpYyoLLLEeM HanpshkeHun 70 eV. 3BeCcTHO, YTO AN PTOPUPOBAHHBIX COeAMHEHNA NOHM3UPYOLLIEE
HanpshkeHne 70eV CIMWIKOM BEe/IMKO M OHU pa3Ba/IMBalOTCH Ha 60/bLIOe KOMMYECTBO (DParMeHToB,
4yacTo He gaBas MoOMeKynapHoro nuka. OHaKko HaM yAasiocb NonyynTb AOCTaTouHO ybeaunTesbHble
mMacc-crnekTpbl. A B cnyydyae ®C-141 BMAAOTb [0 MOJEKY/ISAPHOrO nuka. lepeyeHb Hambosee

WHTEHCUBHbIX (pparMeHToB ans ®C-141 BbIrAAUT cnemytouwm obpasom: 31 — (CF'), 50 — (CF,™), 64
- (S0,"), 67 — (SOF"), 69 — (CF3"), 81 — (CF,CF"), 97 — (CF,CFO"), 100 — (CF,CF,"), 119 —
(CF,CF3"), 131 — (CF,CFCF,"), 150 — (CF3CFCF5,"), 349 — (C503SF11"), 446 — MOneKyNApHbIi nuk.
(Pnc.3).
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Puc. 3. Macc-chekmp obpa3sya ©C-141

Ana cnektpa ®C-151 Kpome (PTOPUMPOBaHHbLIX (PParMEHTOB CYLLECTBEHHbIM SABJISIETCHA Hanyve B
Macc-CneKkTpe A0CTaTO4HO MHTEHCMBHBIX Macc 51 n 101, oTBevatoLMX COOTBETCTBEHHO doparMeHTam

(CFoH*) u (CF,CF,HT). B wmacc-cnektpe ropaHmgpuga ®C-161 Haubosnee  TsHKebIMU
3aperncTpupoBaHHbIMU oparMeHTaMn ABNAKTCA Macchl 429 u 480, cooTBeTCTBYOLWME (hparMeHTam
(MonekynspHblii Bec — (FSO,") u MmonekynsipHblii Bec — (S¥). Pesynbrathl macc-
CMNEeKTPOMETPUYECKOr0 aHasM3a NoJSIHOCTh UAEHTUIULNPYIOT NCCNenyemble COeANHEHNS.

ViccneposaHve VIK-cnekTpoB MNO3BONWIO TakXe MOMyyYnuTb [AOMOSTHUTENBbHYHO WHGOPMaLuio o
KayecTBe HawwmxX NPoAyKTOB. OTO CBA3aHO, HaNprMep, C onpeseneHnemM CoaepaHusa datopaHrmapuga
®C-161 B MOHOMepe ®C-141. B cOOTBETCTBMM C pa3paboTaHHOli TexHonornein ®C-161 B ¢C-141
MOJTHOCTBIO OTCYTCTBYET. O HAKO NMPOBEPUTL 3TO XpOMaTtorpaduyecky Ham He yAas10Cb, TakK Kak, Moo
OHV He pa3feniTcsa Ha UMELWUXCA Y Hac dpaszax M KOJIoHKax, b0 MK cooTBeTCTBY WM ®C-161
coBnagaet ¢ nukom ®C-151. OgHako uccnegoBaHve VK-CcnekTpoB 3TWX COEAMHEHWIA MO3BOMUNO
paspewnTtb 3Ty npobnemy. B WK-cnektpe ®C-141 npucyTcTByeT [A0BO/bHO cnabas nonoca
NnornoLleHnsl, cooTBeTCTBYyoWaa nornoweHnio ceasn C-O. [nnHa Bo/HbI — 1838.1 cvl. B 10 xe
Bpems B cnektpe ®C-161 perucTpupyeTcs cunbHasd nonoca, COOTBETCTBYHOLLAA  perncrpalum
KpatHo cBAsn C=0O c A/iMHOW BOMHbI 1884 cM L. M3roToBneHHblE Hamu W M3MepeHHbIe
KannMbpoBOYHble CMecKn nokasasin, 4to usmepsas UNK-cnektpbl ®C-141 n cpaBHMBasA NpuBeLeHHble
BblLLIE NOJIOCHI, MOXHO onpeAenuTb npumechb ®C-161 B $C-141 Ha yposHe A0 0.05 %. (Puc.4,5).
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AHasiorMyHas cutyaumsa crioxunacb C¢ usmepeHusamun VK-cnektpos [-cysibTtoHa u ®C-41. TMpu
n3omepusauum B-cynstoHa B ®C-41 B VK-cnekTpe NosiBNAETCA CUMbHAS Nosioca NornoLLeHs CBA3N
C=0. 3gecb cnegyet OTMETUTb, YTO TO/IbLKO UCMO/b30BaHNe Hamu VIK-cnekTpodhoTomeTpa ¢ dypbe-
npeo6paszoBaHMeM NO3BOIUIO NOMYYUTb MHPOPMaTUBHBIN K-cnekTp ypesBblvaiiHo netyyero dC-41
MOCKOJIbKY BECb MpOLEecc permcTpauuy crnektpa npu COOTBETCTBYIOLLEN NOATOTOBKE 3aHsAa Bcero 15
CeKyHa,.

TakuMm 06pa3oM, MOXHO CKas3aTb, UTO WMENLIEECS Yy Hac M UCMO/b3yeMOe aHa/IMTUYeckoe
060pyA0BaHMe MO3BOMUIO MOJTHOCTLIO PELUNTbL MOCTAB/MEHHYH 3adady WAEHTUMKALWA LLENEBOTO
coeguHeHus ®C-141, Heo6XoAMMOro A/1s MOSyYeHVss NePEITOPUPOBAHHOTO MOMMEPA, WCXOAHbIX
MPOAYKTOB M MOJYNPOAYKTOB, NMPUMECEN B HKX, a TaKXe OMNpeaesieHUsl MacCcoBOW A0/M MOHoMepa
®C-141.
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